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Getting Started

This manual shows you how to acquire data, build methods, and operate the
Varian 4000 GC/MS using the Varian MS Workstation. The manual also
describes the configuration of the 3800 GC for standard Ethernet communication
with the 4000 MS and MS Workstation’s System Control application. Use this
manual with the other manuals supplied with your MS Workstation and your 3800
GC. All of the information included in this manual is also available in the On-Line
Help section of the software.

Additional Manuals/Help

Other sources of information are available to help you get the most from this
product.

4000 GC/MS Users Guides

These Users Guides are tailored to help the user get started with the

4000 GC/MS system in any of its three ionization modes. There is advice on
configuring and starting up the GC/MS. Then there is advice on tuning, building
methods, and acquiring data. There are also discussions of the ionization and ion
preparation (MS/MS) methods that can be used in the configuration.

e 4000 MS Internal lonization Users Guide
e 4000 MS External lonization Users Guide
e 4000 MS Hybrid lonization Users Guide

4000 GC/MS Hardware Operation Manual

The Hardware Operation Manual provides the necessary information for
installing, maintaining, using and repairing your 4000 GC/MS System. All of the
information included in this manual is also available in the On-Line Help section
of the software.

MS Workstation Software Reference Manual

This Manual provides a practical way to quickly learn how to perform basic tasks
using the MS Workstation Software. These operations include displaying and
reviewing chromatographic and mass spectral data, library searching, and
quantitative analysis. Although these tutorials use Saturn 2000 ion trap files, they
illustrate the principles of the Varian WS software.



3800 GC Operator’s Manual

This manual is included on the Varian MS Workstation CD-ROM and describes in
full detail the GC method, instrument operation, and the process of connecting
your GC to a PC or to an existing network.

Context-Sensitive Help

The MS Data Review, Method Builder and System Control sections of the
software contain Context-Sensitive Help. Help can be obtained simply by
positioning the mouse pointer on the item of interest, right-click and select
What's This?



Workstation Toolbar

Overview

) A€

ACSl M| ijl - ’
Ed E RESP-SYR-SDD.I

The 4000 GC/MS Workstation is a suite of applications for controlling
chromatographs, collecting data from chromatograph detectors, and analyzing
those data. The Workstation Toolbar provides quick and easy access to the 4000
GC/MS Workstation applications. When activated, the Workstation Toolbar
behaves like the Windows Taskbar. It can be docked on any of the four sides of
the display screen and other Windows programs will not cover or go behind it

when they are opened in full screen mode.

If the Workstation Toolbar is not already opened on your 4000 GC/MS

Workstation, open it from the Windows Start Menu.

\Windows Update

Sek Program Access and Defaults
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Programs
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Elements of the Workstation Toolbar

Application Buttons give immediate access to the selected application. You can

display them as large buttons
reproducikility ¢ »
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or as small buttons
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Tooltips show the application name when the cursor rests on the Application

Button.

Quick Link Buttons provide menu selections of operations to be performed on the
listed file.

Application Descriptions give brief descriptions of the application that will be
opened when the cursor rests on the Application Button.



Application Buttons

System Control/
Automation

elele

Monitor instrument status, and perform automated injections and batch
recalculations.

View/Edit Methods

View and edit instrument operation, data acquisition, and data handling
methods.

Edit Automation Files

Do off-line editing of SampleLists, RecalcLists and SequencelLists.

Review/Process MS Data | [LuJ] Review chromatograms and spectra, perform library searches, and review
g i and process quantitation results.
[ ]
Standard MS Reports & | Create, edit, and view standard MS reports.
Custom MS Reports ] | Create, edit, and view customized MS reports.
Security Administration Set 4000 GC/MS Workstation security options and passwords.
SMS/MS File Conversion Msy

Convert data files between DOS and Windows formats.

Batch Reporting

Generate standard reports for a group of Data Files by dragging and drop-
ping them on the Batch Report Window.

View/Edit Chromatograms

Review standard GC chromatograms, interactively edit data handling
parameters, and recalculate results.

Standard Chrom Reports 54 | Preview standard chromatogram and results reports.
. ACS
Compound Set Editor Ed

Quick Start

Run a sample without a Sample List.

When additional 4000 GC/MS Workstation options are installed, such as
StarFinder and Star Custom Report Writer, other application buttons may be
added to the Workstation Toolbar.




Quick Link Buttons

Most Recently Used Data File. Click this to display operations that can be
performed on the Most Recently Used Data File. A different data file can be
selected from a list of most recently used files.

Wiew/Edit M3 Chromatogram
Prinkt Custom M5 Report

Print Standard M3 Report

View Custom M3 Repork

Wiew Standard M3 Report

Pick. a different Data File »

Most Recently Used Method. Click this displays a menu of operations that can
be performed on the Most Recently Used Method. A different method can be
selected from a list of most recently used methods.

i | reproducibility_¢»

‘Wiew'Edit Method

Edit Compound Sets

Print Method

Pick a different Method  »

Workstation Toolbar Options

Move to Windows Task Bar

ShowsfHide Applications on Toaolbar, ..

Enable/Disable Instrument Modules., .,
v Application Descriptions

Small Buttons on Toolbar

Fun Application. ..

Pick Data File for Quick Link Button

3
Help an... k
3
Pick Method For Quick Link Butkon k

Help on Warkstation Toolbar
Product Support Web Site
About Wworkstation Toolbar

it

Right-click on the empty area of the bar to display the Toolbar Options. A menu
displays Workstation Toolbar options and operations.
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Launching Applications from the Workstation Toolbar

Using the Application Icon Buttons

4000 GC/MS Workstation applications appear as icon buttons on the Workstation
Toolbar. As you move the mouse over these buttons, the name of the application
is shown in a tooltip window below the cursor.

Click once on any icon button in the Workstation Toolbar to launch the
corresponding application.

Using the Data File and Method Quick Link buttons

1 RESP-SYR-500: ¢ g reproducibility_C k

The two buttons to the right of the application buttons are Quick Link buttons.
These two Quick Link buttons correspond to recently used Data Files and
Methods. On each Quick Link button is the name of the file associated with that
button. When you click on the Quick Link button, a menu is displayed showing
operations that can be performed on the corresponding file.

The Quick Link buttons in the Workstation Toolbar are always updated with the
most recently used Data File and Method. If the Data File or Method you wish to
use is not displayed in the Quick Link button, you can choose from the eight
most recently used files by selecting “Pick a different Data File (or Method)” from
the Quick Link button menu.

Workstation Toolbar Options

Moving the Workstation Toolbar

The Workstation Toolbar can be moved to any edge of the Windows screen.
Click on a portion of the Workstation Toolbar that does not contain application or
Quick Link buttons and drag the toolbar to the edge of the screen that you desire.
When you release the mouse, the toolbar will remain on that edge. The
Workstation Toolbar remembers its location the next time it is started.

Additionally, you can display the Workstation Toolbar as a Windows Taskbar
icon. To do so, select Move to Windows Taskbar from the Workstation Toolbar
options menu. Taskbar icons appear in the lower right (or bottom) of the
Windows Taskbar (the bar on which the “Start” button appears). When displayed
as a Taskbar icon, the toolbar no longer takes up space on the screen. When
you click on the Workstation Toolbar icon, the options menu is displayed.

11



The Workstation Toolbar Options Menu

| | reproducikilty g P|

When you move the mouse over an area of the Workstation Toolbar not
containing application or QuickLink buttons, right-click to display the Toolbar
option menu.

1 RESP-ZYR-500: k

Move bo Windows Task Bar

ShowfHide Applications on Toaolbar, .

Enable/Disable Instrument Modules. .
v Application Descriptions

Small Buttons on Toolbar

Fun application. ..

Help om. ..

Pick Diata File For Quick Link Butkon

Pick. Method For Quick, Link Eutkon

v v v w

Help on Warkstation Taolbar
Product Support Web Site
About Workstation Toolbar

Quit

Move to Windows Taskbar

You can display the Workstation Toolbar as a Windows Taskbar icon. Taskbar
icons appear in the lower right (or bottom) of the Windows Taskbar (the bar on
which the “Start” button appears). When displayed as a Taskbar icon, the toolbar
no longer takes up space on the screen. When you click on the Workstation
Toolbar icon, the options menu is displayed.

Show/Hide Applications on Toolbar

Selecting this option displays the Show and Hide Applications on the Toolbar
dialog box.

12



Show and Hide Applications on, Toolbar

Applications shown on Toolbar——— rApplications not shown on the Toolbar
Select applications wou wizh to remove from the Select applications pou wizh to add to the Toolbar
Toolbar and click on the Femove button. and click on the Add button.
Aurora

Batch Reporting
Compound Set Editor

Cuztam MS Reports M
Edit Automation Files
Palyiew 2000

(uick Startl

Review / Process MS Data
Security Administration
SMS/M5 File Conversion
Standard Chrom Reportz
Standard M5 Reparts
Syztemn Contral / Automation
Wiew / Edit Chromatograms
Wiew / Edit Methods

cohddeg |

Cancel |

Use this dialog box to select which 4000 GC/MS Workstation applications are
represented by icons on the Workstation Toolbar. The box on the right shows all
applications that are currently displayed in the toolbar. The box on the left shows
all applications that are installed but not displayed in the toolbar.

To remove an icon from the toolbar, select it from the top list and click on the
Remove button.

To add an icon to the toolbar, select it from the bottom list and click on the Add
button.

Enable/Disable Instrument Modules

Select this option to display the Enable/Disable Instrument Modules dialog box.

13



200 Interface Box

2200 AutoS ampler
ADC Board

CombiPAL AutaS ampler
tiztral Colurmn Owven
ProStar 220 5Dk
PraStar 230 Inert SO
ProStar 230 SOM
PraStar 240 Inert S0
ProStar 240 SO

ProStar 330 PDA Detector
PraStar 335 PDA, Detector

ProStar 400 duboS ampler

r Instrument Modules currently enabled——— r Instrumnent kodules currently dizabled
Select instrument modules you wish to dizable. Select instrument modules vou wish to enable.
2000 Mazz Spec ”~ 2002 Micro-GC
212-LC Salvent Delivery System 2003 Micro-GC
3800 GC 5 Dizabless 3400 GC
3900 GC 4”‘3 2 3600 GC
4000 Mazs Spec 3L GC
A00-M5 Mazz Spec 4900 Micro GC

ProStar 310 Uiz Detector <<Enable<< |
PraStar 325 Uiz Detector

PraStar 363 Fluorescence Detector

9007 Salvent Delivery System
002 Solvent Delivery System
010 Solvent Delivery Spstem
9012 Salvent Delivery System
3050 1 Aiz Detector

3100 AutaS ampler

3200 Prozpekt

2300 Ao ampler

Al-200 AutoS ampler

ProStar 520 Column Owen

oK | Cancel |

Use this to select which 4000 GC/MS Workstation instrument modules are
available. When an instrument module is available, it appears in System Control
if the corresponding instrument is connected and turned on, you can create a
Method section for it, and format reports.

The list on the left shows all instrument modules that are currently installed and
enabled in the 4000 GC/MS Workstation. The list on the right shows all
instrument modules that are installed but not enabled. To disable an instrument
module, select it from the top list and click Disable. To enable an instrument
module, select it from the bottom list and click Enable.

Application Descriptions

ElEl=l Perform automated injections and
recalculations, and monitor instrument
status.

When this menu item is checked, application descriptions are displayed when
you move the mouse over application buttons in the Workstation Toolbar.

Small Buttons on Toolbar

‘ 1 2 P e el ) ) k] P R L @RESF‘-SYR-SDDE-E-P' [a8] reproducisiity_0G. b

Click this to display small buttons on the Workstation Toolbar.
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Run Application

This hierarchical menu item lists all applications showing on the Workstation
Toolbar. When you select an item from this list, the corresponding application is
launched.

Help on

This hierarchical menu item lists all applications showing on the Workstation
Toolbar. When you select an item from this list, the online help corresponding to
the application is displayed.

Pick Data File for Quick Link Button

This hierarchical menu item lists the eight most recently used Data Files in order
of use. When you select a Data File from this list, the Data File currently
displayed in the Quick Link button is changed to the selected file.

Pick Method for Quick Link Button

This hierarchical menu item lists the eight most recently used Methods in order of
use. When you select a Method from this list, the Method currently displayed in
the Quick Link button is changed to the selected file.

Help on Workstation Toolbar
Displays the help for the open application.

Product Support Web Site

If you have Internet access and a web browser installed on your computer, this
option will automatically open the 4000 GC/MS Workstation Product Support
Web Site. This has the latest software and documentation updates for the 4000
GC/MS Workstation products, along with additional notes, tips, and answers to
frequently asked questions. Visit this site periodically to see if new information is
available that may be pertinent to you.

About Workstation Toolbar

The About box for the Workstation Toolbar contains information about the
software version, installation information, and a list of the instrument control
modules that you have installed.

Quit

Closes the Workstation Toolbar application. If you elected to run the Workstation
Toolbar automatically when Windows starts, the Workstation Toolbar will
reappear the next time you start Windows.

15
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System Control

Overview

This section introduces the features of System Control. Later sections explain
how to use these features

Navigating the 4000 MS Instrument Window

§ 4000.01 - Not Ready

Manual Control | Auto Ture | Temperatures | Disgrostics | Startup/Shutdown | Acquisttion |

FES B Methad | Active Segment | Checks and Adusiments | Module Atinbuies | ~
Source: Intemal Edit Methad

Methad: Intemnsl Upload M5 Method Instrument Configuration Acaquisition Dats Typs

ot Stk ﬁ Internal El and CI | {r-‘ Centicid ™ Profile

Temperatures: 0K Source: Ok Chromatagraphic Time Segment
lon Gauge Pressure: 0.0 uTor [Fil1 Yalid) - Start | End e | B Add
s Segment Description ) | gy | 85an j —
1 |FILAMUL DELAY 3.00 lonization O/ m
2 1 300 10.00 El Auto - Full
3
4
g

-7

£ | >

Scanning lI: Trap 'l: Calibration Gas [~ Method Active Method Segment S can Function Channels
lon Gaugs [l Gas Activate J 1= ¥ Cyck 1=
= |t o] e T s [P ]
Al ol @1 = W
1000%3
500%4 i
0% :

25|EI 560 FéU ‘

=

Acguired Hang@uu mfz

System Control features include System Control Menu bar, System Control
Toolbar, 4000 MS Keypad Dialog, Chromatogram/ Spectrum Toolbar, and
Chromatogram/Spectrum Displays.

17



File Menu

Ackivate Method., ..
IJpload Active Method from Modules. ..

Mew Samplelist. ..
Open SampleList, ..

Mew RecalcList, ..
Cpen RecalcList, ..

Mew Sequencelist,.,
Open Sequencelist. .,

Prink
Printer Setup. ..

v Remember Last Open Files

Exit

Activate Method - Choose a method from those already prepared. This will set
the conditions for the GC, MS, AutoSampler and data handling. Other sections
will also be activated if they are part of the method.

Upload Active Method from Modules - Get the conditions from the existing
modules to be saved in a new or existing method. This method becomes the
active method with the conditions of the active modules.

New SampleList - Open the dialog box to create a sample list.

Open SampleList - Select and activate an existing sample list. The sample list
dialog box is shown below.

Open a System Control SampleList File

Logk in: | (£ Variartw's =| « & et E-
;'ujSEIEI-MS Methods [Cy40005ys L) Examples
ilf‘jSDDMSMethods [ autotune Logs [ Manuals
[C12005ervice [ ChromExamples [Zmethads
il Cdata C2IMs6ELOG

| data_xve [ MSTukorials
||,:| 40005ervice I debug ) 5atsys
E >
File narne: Open

Files of type: | SampleLists [ smp) | Cancel |
Recent Files >|

New RecalcList - Open the dialog box to create a Recalculation list.

18



Open RecalcList - Select and activate an existing Recalculation list.

Open a System Control Recalcl ist File

Logk in: | (£ Variartw's =| « & et E-
;@SDD-MS Methods  [)40005ys [C)Examples ) Service
||.':':|5|:||:|M5Methnds [hautotune Logs [y Manuals C)5vsLos
21 2005ervice [C)ChromExamples  [ymethads [ 5ystem
[C12008ys [Cdata ICIMSGELOG [ UserPrL
4000 Ihdata_ vz [y MSTukorials [} UserPMLSave
[C40005ervice [Cdebug ) 5at5ys I)WsDataFiles
E3 | >

File: narne; Iﬁ Open I
Files of type: IHecachists [F.rcl) ;l Cancel |

Fecent Files >|

NOTE: You may process a RecalcList either in System Control or in MS Data
Review. In MS Data Review use the menu command Quantitation...
Process/Review RecalcList to access this feature. Also note that processing of
a RecalclList takes more time when done from System Control but has the
advantage of allowing AutoLink functions including automated reporting with
templates such as EnviroPro, ToxProPlus, and Multicompound Reports.

New Sequencelist - Open the dialog box to create a Sequence list.

Open Sequencelist - Select and activate an existing Sequence list. The
SequencelList dialog box is shown below.

Open a System Control Sequence File

Look it I"_'} Wariarhy'S j fm £ Ef-
;hﬁSDD—MS Methods |5 40005ys [ Examples I 5ervice
||.';‘:|5|:||:|M5Methnds [ChAutotune Logs  [)Manuals )5vsLoG
3 12005ervice [CChromExamples  [ZS)methads [ 5vstem
iu’,j 12005ys [)data CyMSELOG [y UserPML
(4000 | data_xye [ MS Tukorials | UserPMLS ave
L) 40005ervice [)debug [C)5atsys [C)WsDataFiles
| | >

File rarne:

Open I
Files of type: | Sequences [ seq) | Cancel |

Recent Files >|
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Edit Menu
Click Edit and select Edit Module Info.

= System Control - Yarian 4000 G

Inject  Automation  Fecalculak

Cuk Chrl+ | Shift+Del
Copy Chel+C [ Chrl+Ins
Paste Chrl+Y f Shift+Ins
Clear Dl
add

Insert Ins

Select All - Crrl+4 | Chrl+Enter

Fill Do

Edit Mates, .
Edit Module Infa...

Each module (3800 GC, 4000 MS, or Combi PAL AutoSampler) has a message
log and documentation screen. Use Module Information Editor to keep a record
of performance, maintenance, hours used, or other comments.

&' Module Information Editor - C:\WarianWSMWODULEO1 . MDF
File Help

#od | Edi | Delete Hep | Done |

Dezcription =7

Senal Mumber = 7
Date Installed = 7
Date Lazt Serviced = 7

Use the Add, Edit, and Delete buttons to record your comments.

Inject Single Sample Menu

"E System Control - Varian 4000 GC/MS

File Edit Bigj=es

:.iin]l qul = Inject Single Sample. ..

fAutomation  Recalculate  Ins

Use Inject Single Sample o to enter sample information before making an
injection. The 4000 Module window must be in acquisition mode for the system
Not Ready to convert to Ready before making an injection. To process the
sample by either a manual injection or an autosampler, click Inject in the bottom
left corner of the dialog box.
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|

Inject Single Sample

Sample Hame Sample Type ena” | AutoLink | vial | 'glicten| Inibelate | Smeunt Su | Hnie For®| Mukiplier || Divisor | feiChernel
Defat Sample Braysis T | e e 7 10 Fml - [ 0 [ [ none
1T =]

Inject the Sample using the Methad

|t ariarivS Astattup mth {Browse | Defaults.
I Clear Cosficiers befors Calirating
Inigct | Cancel Data Fies.. | Recalist

From the menu select the Sample Type. The following shows the choices.

Inject Single 5ample

Sample Name Sample Type
Default 5ample -
1|

Calibration
Inject the Sample using| Y erification
aseline

Do the same for injection notes. Any notes that you enter are saved with the data
file. The AutoLink button works in the same way.

AutoLink Parameters

Command Other parameters

Erowse...l Cancel |

Enter a command to execute a program after the data file acquisition is
completed. For example, you can activate a custom MS Report to print the
sample reports. To run a Custom MS Report in automation, enter the directory
path and the name of the Custom MS Report template (for example
C:\WVarianWS\EPA525.swt). Note that Custom MS Reports templates should
always be stored in the VarianWS directory. You can use the browse command
can to select the command executable file. Select OK after you make your
selection.

Automation Menu

The following shows the Automation menu and describes the functions.

"& System Control - Varian 4000 GCIMS - Not Read

File Edit Inject ESElalEldly]

Beqin SampleLisk
Eegin Sequence
Begin At Selected SampleList Line. ..
Begin At Selected Sequence Line. ..

Recalculate  Instrument W

Suspend Automation
Resume Autamation
Skop Automation

Reset Modules

v Enable Automated Printing
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Begin SampleList - Automation starts at line 1 and ends at the last line. A
SampleList must be open from the File menu to use this feature.

Begin Sequence - Change methods and sample lists during automation. An
example of this might be to run a set of samples using Internal El and then the
same set of samples using a different MS method for Internal PCI. A Sequence
must be open from the File menu to use this feature.

Begin At - Starts automation at a particular sequence or SampleList line and
runs until the last line is completed. A SampleList or SequenceList must be
currently open to use this feature.

Suspend Automation - Stops automation at the last completed sample.

Resume Automation - Starts automation after it has been suspended.
Automation starts from where it was suspended.

Stop Automation - Ends automation immediately and resets all modules.
Reset Modules - Brings the various modules to their ready states.

Enable Automated Printing - Allows the printer functions to work during
automation.

Recalculate Menu

31 System Control - Yarian 4000 GC/MS - Not Ready
File Edit Inject Automation | Recalculate  Instrument  Windows Help

g Beqin RecalcList
B2 [B8081_0CLPes
ﬁl | | Begin At Selected RecalcList Line. ..
m 4000.56 - Mot Ready
Wiew Calibration Curves, ..

b anual Control I,.-:-.,ut.;. Tunel N ——— SSEL—

Begin RecalcList - Start an automated Recalculation. A Recalculation list must
be prepared and opened under the File menu to do this.

Begin at Selected RecalcList Line - Process a Recalculation list starting with a
chosen line and proceeding with the rest of the list.

View Calibration Curves - View any of the curves for the calibrated compounds
in the active method. An example of the calibration curve screen is given below.
For a complete explanation of this screen, go to the Quantitation section.

NOTE: Recalculation may be performed in System Control or in MS Data Review
under the menu command Quantitation Process/Review Recalc List.
Processing a Recalc List takes more time when done from System Control than
in MS Data Review but has the advantage of allowing AutoLink functions such as
automated reporting with Custom MS Reports templates such as ToxProPlus or
EnviroPro.
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i Calibration Curve - Malathion E

Frrint... | Fririt &4l | Export.. | Overlay... | Faint Infa... | Coefficients. ..
op ei es.mth; 4000.56; Malathion

External Standard Analysis
Curve Fit: Linear, Qrigin: lgnore, Weight: 1/nx2
Resp. Fact. RSD: 10.88%, Coeff Det.r); 0.999874
y= +19 347 7x-28.8128
Replicates 311 1 1 1

ke B
FI
]
g 75 e
k

AH e
5
i
= 24 —
]

! 1000 2000 3000 4000
Amount fpoful;

Peak Mame: (IR - E Exact View

Curve Fit Type: ILinear j [T Curve Oply Flat Type Save |
Origin Paint: IIgnu:ure j [ . Cursor & Linear Hewert |

Riegression: [1/ri42 =] mesve ||F Led Cancel |

Instrument Menu

The Instrument menu:

"E System Control - Varian 4000 GC/MS - Not Ready

File Edit Inject Automation Recalculate BGEGENESS Windows  Help
%lﬁlﬁl Slartup'l_mth v 1 Warian 4000 GC/MS Alk+1
Configuration Alt+c

5 4000.01 - Not Ready

Remove Module Mames., .,
Restore Disabled Warnings...
Instrument 1 Faulks

Setup Ethernet Communications
Setup ADC Board I/ Ports
Setup COMM Ports

¥ Demo Modules ¥+
800 Interface Box

ADC Board

8200 AutoSampler

3800 &C

3900 GC

Mistral Column Oven
ProStar/Dynamaz System
PraStar 230 S0OM

Prastar 230 Inert S0OM
Prastar 240 SDM

Prastar 240 Inert SOM
PraStar 310 Liv-vis Detector
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Varian 4000 GC/MS - The configured instrument.

Configuration - Add new modules to the existing instrument. This is necessary if
additional hardware is added such as a Combi PAL AutoSampler.

Remove Module Names - Remove any associations between Module Names
and Module Addresses. This allows you to connect a Module with a different
Module Name at that address. The next time the associated Module connects at
that address, you will be prompted to select the correct name for the Module.

Instrument 1 Faults - See if there are any faults in any of the modules contained
in Instrument 1. An example of this screen is shown. Use the update key to
periodically check for new faults without opening and closing the dialog box.
4000 MS faults are not reported in this window.

Instrument 1 Faults

Module - Addrezs Faults

Module 3800.44: 0 Faultz)
todule 4000.56: 0 Faults)

% Recent Messages and Faults Update

" SeliTest Messages and Faults e

Cloge |

L

Setup Ethernet Communication - Set up the communication between the 3800
GC and System Control. Depending on your network status go to one of the
following sections for more details on this operation at the end of the System
Control section: “Configuring the 3800 GC Communication (No Company

Network)” on page 83 or “Configuring the GC for a Company Network” on page
85.

Windows Menu

Use the Windows menu to view other System Control windows.

E’ System Control - ¥arian 4000 GC/MS - Not Ready

File Edit Inject Automation Recalculake Instrument | Windows Help

3es|e2| [Rsos1_oCLPests ExElmin S FIoED WHislene
Iconize Module Windows
L1 CAUISES = il iy Show Automation Windows
tanual Control | Auta Tunel Temperatures | Diagnosticsl Iconize Automation Windows
= Sequencelist: EI_CLSEQ Arrange Icons
c v Sequencelist: EI_CI.SEQ
b Action M SampleList: Mew_Samples.smp
1 - RecalcLisk: Pesticide rcl
2 = Instrument 1 Status
3 = Message Log
4 I~ 3300,44 - Ready
L Jdd 4000,56 - Mok Ready

Show Module Windows - See all module windows configured in the instrument.
In this example the modules available are the 3800 GC and the 4000 MS.
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Iconize Module Windows - The individual module windows become icons at the
bottom of the screen.

Show Automation Windows - Click to view the automation screens that are
open. These are the SampleList, RecalcList, and SequencelList.

Iconize Automation Windows - Transform open automation screen windows
into icons so you can access windows that were behind the automation windows.

Arrange Icons - Arranges the icons, if any, in a row at the bottom of the System
Control window.

SequencelList - Click to display the active SequencelList.
SamplelList - Click to display the active SampleList.
RecalcList - Click to display the active Recalculation list.

Instrument 1 Status - Click to view the status of the modules connected to the
system.

Message Log - Click to view the event log for the MS module. The log display is
shown below. The error messages for the 4000 MS Module are displayed.

i Message Log: MSGLOG1_5-24-2004_13;5447.MLG

tay 24 15:14:41 Module 4000.56: Some Auto Tunes not up-to-date.
AMay 24151529 Inz 1: WorkStation DOwWMNLOADIMG!
|May 24 121923 Method DEFAULT MTH Activated
A May 24 151529 Inz 1: WorkStation [DLE!
(IMay 24 15:15:30 Module 4000.56: Trap Frequency Tuning required.
ey 24 151530 Module 4000.56: Some Auto Tunes not up-to-date.

3800.44 - Click to display the 3800 GC control screen.

’a System Control - ¥arian 4000 GC/MS - Not Ready

File Edt Inject Automation Recalculate Instrument ‘Vwindows Help

33| Pe0e1_ocLPests ExElmth v|c2| Enlen| »8 % Sl ol 0| e | W] Not Ready

sn 3800.44 - Ready [_[O[=]

3900 Operation TempZones  Get Actual-| - Column Dven Status
AunTime: Q00w Stat || [@ColOven 80 80| Ready Yes FaulNo
—— |@Font 1177 280 280 | Oven Fower On  Coolant: Off
gd;'med ey MHIETSZI @ Coolable? Né4 N/A| | Setpoint BIC  Actual 80C -
oo, oS || | @Rear 1073 Off 6| | Stabiization Time 0.05 min el
lmEE | [ Setpoints...
@ MoFault @ Heatablel N& WA I:
@Heatabls® N N#A| | Enable Column Oven Coolant at 50 C
Valves: 1234567 @Heatable®  H/A /A | Timeout 2000min  Timed Out: No
Hide Keypad | ViewSetup.. | Fesume Flot || =] [column Oven Status v

Frant Datectar: N/A]

0.5

[ii} ﬁ;I
oy

Type| - Intersty Nomalization
By lonization T
ol & Mone

1044, Base Amount 1 _ |

uiols

Segment: 2, Channel: 1

sdo
Aoquired Range  miz -

1510 1515 "s20 1525

Minutes

f ) 200 B ado
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4000.56 - Click to display the 4000 MS control screen.

2 System Cantrol YarianWs 1 Mat Rendy

gl 11] ] ot ey

MaruslGoid | e Tore | Temperonses | Gigrasses | Con S| scqsin |
T —

bt Salie Seaend | v e o et | M0k At o |
Ketnedequent
L e N e
Satnde |
G iremes | an s Cone | Ievis 21 Peeres Pl S Pz |
s Harge e
Lonbles [ 0 Wi Trn [ =] e
=l LowMas | High Mare | AF | lon Tine.
s [ 10 w2 o o e
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= 0 = G
3 = = m
% g = i
=]
G
Lisfanes It Ak Distzte
w F eeelener | A deressered Senrma D
I e T i =]t 7 —
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lor 1551 v, Sogrmont ©: Chorol
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Help Menu

The Help menu is as follows.

¥Yarian 4000 GC/MS - Mot Ready

tomation  Recalculate  Instrument  Windows | Help

1_OCLPests_EHELmth p|eg| el ToRcs
Product Suppart Web Sike

I

ady
About System Contral...
T T

.Tunel Tempelaturesl Diagnosticsl Startup/Sh

Select Help Topics from the Help menu to display the following. Click an item in
the Contents box to go to the online help.

In the Help dialog box, from the Index tab, you can select a particular area in
which you need help. Click on the selection you want and go to the bottom of the
screen and click on Display.

Help Topics: System Control |7 =]

Contents  Index IFind |

1 Tupe the first few letters of the wword pou're looking far.

2 Click the index entry you want, and then click Displaw.

28200 S ampleList “»indow Extensions
Sctivate Method Dialog Bos
ADC Board States
Bdding 3800 GC= bo Instruments in System Control _I
Address
IP &ddress
Lutalink Pararmeters Dialog Box
Autoration Menu
Avtomix Foutines Dialog Box
Autozampler Carrousel Display
Autozampler Display
EOOTF Server
dialog bo=
from a company network
Carrousel Dialog Box
Charnging Default Samplelist Entries
Changing the Method in the Samplelist LI

Lo

Dizplay I Erirts I Cancel I
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To use the Find dialog, type in a key word or phrase to get help topics.

Help Topics: System Control HE

Contentsl Index  Find |

1 Tvpe the ward(z] vou want ta find

I j Clear

2 Select zome matching words to narmow your search

Optionz....
Fird Sl .

e |G

PP

BRebuild...

ADC Board States

Adding 3800 GCz to Instruments in Sypstem Contol

Autolink Parameters Dialog Box

Automation Menu

Automix Routines Dialog Box

Autosampler Carrousel Dizplay ;I

|185 Topics Found | | All words, Begin, uto, Pauze |

Dizplay I Erinte.. Cancel I

System Control Toolbar

The system control toolbar is near the top of the screen.

‘i%lﬁlﬁl startup'l.mth ’lliql |:|||]| E }Elﬁllﬁflﬁﬂl “l"’l.l
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Create a new automation file.

The first icon opens an existing automation file.

Iﬂ Iﬂ I

The second icon opens the Message Log file.

5

gtartupl.mth k|| View/edit or print a Method.

Open a Method.

Edit notes for an automation file.

Edit Module information for any online Module .

Open Instrument 1 Status

Inject a single sample.

A

Start an open RecalcList.
ﬁr Start an open SampleList.
ﬁ Start an open SequencelList

0
II Suspend a running list.
h Begin a list.
. Stop a running list.

Module Keypad Dialog
Hide Ke_l,lpadl IChromatngram ;I Default View I

Click Hide Keypad, to display a larger chromatogram and spectrum windows
during data acquisition. Click Show Keypad to restore the 4000 MS Keypad.
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Chromatogram Toolbar

The Chromatogram display can be viewed only when the 4000 MS module is in
Acquisition mode. The Chromatogram Toolbar appears in the upper left corner of
the display. The functions of buttons on this toolbar are as follows.

Al 20| - B Al B &

Y
_l Click the Arrow to hide the toolbar. Click in the upper left of the display to
restore the toolbar.

i Click Full-Scale to normalize the chromatogram vertically and horizontally.
Double-clicking in the lower left corner of the display has the same effect.

Ii‘ Click Previous-Scale to return the chromatogram display to the last scaling
before the current one. If you have zoomed the chromatogram twice to view
smaller time/intensity ranges, this button steps you back through the previous
scales.

iﬂ Click Scale to choose between Auto Scale and Fixed Mode Intensity.

v Auto Scale
Fixed Mode

Stacked
Crverlaid
v Mormalized

- A . , ,
Click Chro Display to display this menu

ﬁl Click Spectrum Select to display the spectra. The chromatogram display
stops updating.

ﬂ'ln
=l Click Chromatogram Viewer to load the acquiring data file into MS Data
Review where you can compare this data with other data and do analysis.

EF
i Click to display a plot of the Base Peak ion. To display the trace and the
Base Peak plot, click the icon and enter BPI in the lons field. Clicking the Base
Peak icon does not affect the display of the extracted ion chromatogram.
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Chromatogram Preferences

Hide Keypad I ISpectrum and Chramatogranm ;I Drefault Wiew I
|:I o] 1 BH N MW e
w Stacked Plots

Creerlaid Plots
Mormalized Plots

Chrornatogram Plot Preferences. .,
Report Preferences. ..
General Preferences. .,

Right-click the chromatogram window to display a menu that offers these
selections Chromatogram Plot Preferences, Report Preferences, or General
Preferences.

Use Chromatogram Plot Preferences to modify the appearance of the plot. This
is used by chromatogram plot displays and reports in all MS applications,
including Standard MS Reports, and Custom MS Reports.

Chromatogram Plot Preferences §|

Colors ILabeIsI Ares I Farit I

—1 Background

T
I Fict 1 I Fiot 2 I Fict 15
I Fictz D Plots [ Plotis
[ Plot 3 [ Flat 10 [ Plot 17
R Fict 4 I Fiot i1 I Fiotis
I Plct 5 [ Fict12 [ Flot19
[ Plct B [ Piat 13 22 Flot 20
I Fict 7 I it 14

[ Background Correction

[~ Faded Background
¥ Color Towhite

Help | Feset to Defaults |
Save &l as Defaults | Reset &l to Defaults |
()8 I Cancel |
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Use Report Preferences to select chromatogram and spectrum report options.

Report Preferences r5__<|
Spectra Axes | Cal. Curves I Fontz | Spooler
Chro. Reports | Chra. Markers | Chra. Colars | Chra. Axes
Spectra Reports | Spectra Plats | Spectra Calars

Feport Header
’7 V¥ Show Spectra Header ‘

— Report Feature:
¥ Show Spectrum lon Intensity Pairs
¥ Show Spectra Comparison
v Show Difference Spectium

W Show Difference lon Intenzity Pairs

r Thick Line

Marmow Thick.

Help | Reset to Defaults |

Rezet &l to Defaults | 0K I Cancel |

Use General Preferences to change the appearance of numbers and fonts.

General Preferences f'5_<|

Miscellaneous | Scientific Maotation | Information List Fonts I

r Decimal Digits for File Data Display
Ih Murnber of lon Decimal Digits

r Greek Characters in NIST Names
™ Use Greek Characters
Otherwise, they are spelled [.alpha.).

r Plotz in Chromatogram window
¥ Auto Select Channels

— Rounding kazs ta Integer Shift

ID 1] daltons [0to0.4)

Help | Feset to Defaults |

Feset &ll to Defaults | (]9 I Cancel |
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Spectrum Toolbar

The Spectrum display can be viewed when the 4000 MS module is in Manual
Control, Auto Tune, or Acquisition modes. The Spectrum Toolbar appears in the
upper left. The toolbar functions are as follows:

| 2l o] @ 11| = | |

Y
_| Click the Arrow to hide the toolbar. Click in the upper left of the display to
restore the toolbar.

i Click Full-Scale to normalize the chromatogram vertically and horizontally.
Double-clicking in the lower left corner of the display has the same effect.

Ii‘ Click Previous-Scale to return the chromatogram display to the last scaling
before the current one. If you have zoomed the chromatogram twice to view
smaller time/intensity ranges, this button steps you back through the previous
scales.

@l Click Spectrum Report to preview the spectrum report, which can then be
printed.

iﬂ Click Scale to choose between Auto Scale and Fixed Mode Intensity.

v Auto Scale
Fixed Mode

b

| Click Display Options to choose Plot, lon/Intensity List, or Summary

Information for the display.
EL Click the Display Type to choose between graphical and text displays
of mass spectra or to display additional information about the spectrum.

Spectrum Preferences

Right click the spectrum window to open a menu. From this menu you can select
Spectra Plot Preferences, Report Preferences, or General Preferences.

Spectra Plok Preferences. .,
Report Preferences. ..
General Preferences. ..

Use Spectra Plot Preferences to modify the appearance of the plot.

32



Spectra Plot Preferences [z|

Colars | Labels | Anes | Fant | Prafile Plats |
Features | Labeling and Comparizons I Scales

r Spectra Feature:
I~ Background Corect Spectra

Do not show masses below
ID.D % of the base peak.

r Dizplay Feature
¥ Show Toolbar Dizplay Format:

[ Show Gain Controls IF'Iot VI

r Interaction Feature
Click and Drag Action:

| |

Single Click Action:

| I~|

Help | Rezet to Defaults |

Save &ll az Defaults | Reset &ll to Defaults |

oK I Cancel |

Use Report Preferences to select chromatogram and spectrum report options.

Report Preferences rg|
Chro. Reports | Chro. Markers | Chro. Colors
Chro. Axes | Cal. Curves I Fonts I Spooler I Mizc.

Spectra Reports I Spectra Plots I Spectra Colars I Spectra Axes

Feport Header
’7 ¥ Show Spectra Header ‘

r Report Feature:
V¥ Show Spectum lon [ntensity Pairs
W Show Spectra Comparizon
V¥ Shaw Difference Spectum

V¥ Shaw Difference lon Intensity Pairs

r Thick Line

Marrow Thick

Help I Fieset to Defaults |

Fieset Al to D efaults | ()8 I Cancel |
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Use General Preferences to change the way numbers and fonts appear.

General Preferences E

Misselormos | Scariie: Holaton  Inlomaton Lisk Fonls |

= Fiank usesd whems no decimal sligriment i ieguned
Al

| Sedec! List Font |

~Fort usesd vheme dacrnal shgrment i ieqguned ——————
Courier Hew

Select Aligmment Fontc

sl I Fleset o Defsults |

ResstdlioDeists | D% Cancel |

Configuring the Real-Time Chromatogram Display

Before doing an analysis, place the MS module window in acquisition mode. If
you are in a different mode and start a SampleList or Inject a Single Sample, the
mode automatically changes to Acquisition. During an analysis you can see the
chromatogram. Select the information you wish to view. Click Default View to
display the Spectrum and Chromatogram side by side.

tanual Eontn:ul] At Tune] Temperatures] Diagnustics] Startup/Shukd:

Statug And Contral M5 tethod
Run Time: 000 rinutes Start Acquizition Seqrment Murnber:

End Time: | 10.00 minutes E dit Method Segment Descripti

i Ready Sic:an Description:
) Mo Fault [ wait For Beadyln Scan Range:

4
Hide K.eypad | |S|:ueu:trum and Chromatogram j Drefault Wiew

Spectrum and Chramatogram ‘

Chromatogram =
T =inim) .

ST PSS |

Select Chromatogram to see the chromatogram as it is acquired.
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Click Hide Keypad to expand the display. In the following picture that the text
information at the top is hidden and the chromatogram is expanded.
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To display the Keypad, click Show Keypad.

Select Spectrum and Chromatogram to display them side by side. You can
dock the Spectrum window, for example above the Chromatogram.
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Manual Control Tab

In Manual Control the status of the MS module is displayed in real time. This
window is divided into two panes, the 4000 MS Keypad above and the
Spectrum/Module Attributes display below. There are many features in this mode
and depending upon the screen resolution set in the Display section of Microsoft
Windows Control Panel, all of the 4000 MS Keypad features may not be
displayed.

Configuring the Display

Slide the Scroll Bar on the right to view the lower section of the keypad. Also, you
can click the Splitter Bar to expand the keypad viewing area and the Scroll Bars
to scroll the view.

® Systam Contral - Yarian S00-MS - Mot Ready

Fie Fifl Trget  Acboeslin Recslsbe  Tistromend Wi Hejs

B]] Beseoron o[ 1] ] »HEELE] 1] m] ot ey

® 4000.01 - Mot Ready.

Harusal Contol | put Tue | Tenpmatiaes | Disgrrebos | StatapShutdurm | Acaasen |
Toral and Stat Méthed | detive Segment | Checks snd Adusimerts | Mol Atibuirs | =

Souce: Irveimal R
Wl Uplasd M5 Method

Votuan Systes LF,
Tompmghoes. UF  Sowce  OF
lon Gauge Prerpune: 0.0 uTor (111 Vabd]

Teso

Instrument Corfigurstion Acountion Dats Trpe
Il E1 aned €1 > | | & Conbiond 1™ Frolis |

Chromatopraphic Time Segments

Seyment Duscuplion li:ll IE:I Stan Descimtun

1_|FILAMLUL DELAY 200 Innization 04
2 | a00 10,00 El Ao - Full
Fl
3

Tl
i

Scroll Bars

Splitter Bar

Seanning J’: Tl F Cabitnatain s - Method |1 Active Method Segmant S can Funchion Channelt
lon G suge O Gas Arlivals | —
I [Py i’m Fhanors | Festoir .mm FILMUL DELAY W Cycke _ bovel 5 EI

The 4000 MS Icon

The ion trap icon is displayed on the left side of the 4000 MS Keypad. If the icon
text is red the ion trap is disabled. This is because the current Active Method
segment is a filament/multiplier delay segment, one with an ionization mode of
None. The ion trap is also disabled if there is an instrument Fault.

Changing the Active Method Segment to #2 changes the trap status to enabled
and the color of the icon text changes to black. If the icon is not currently
disabled, clicking in the center of the ion trap turns on the trap. The icon text will
turn green to denote that the ion trap is on.
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(O
SOURCE

MULTIFLIER

A\

You can independently turn On or Off the RF, Multiplier, and lon Source
(Filament) by clicking the appropriate icon.

Quick Control Toolbar

Below the trap icon are selections for turning on the Trap, the lon Gauge, and the
flow of either Calibration Gas or Cl Gas.

v Trap [T Calibration Gas
[ lonGauge [~ Cl Gas

I Spectrum j

When the trap is turned on (the active method segment must have an ionization
method other than None), a mass spectrum appears in the spectrum display.

Scanning

Counts 0 as
ey 2 128 483 193 225 253 281
10 5 23 qg 32 92 12 B

A e b i L .

If the Calibration Gas is turned on in EI mode, you can see the characteristic
spectrum with prominent ions at m/z 69, 131, 264, 414, and 502. The mass
assignments of these ions and of m/z 464 and 614 are checked during the Mass
Calibration procedure in the Auto Tune mode.

Secan Humber: 12944, Time: 183787 min.
RIC: 18582, lon Range: 50 - 1000 mi'z
kCountd 2
1.00- 14m
0,754 131
E 4a7
.50 264
3 2148 708 414 50z
0.25 144 T 116 100
0.0 E J. id M} & “ A
l 2%0 5&!0
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When the ion gauge is turned on a pressure reading is displayed in the area
above the trap icon in the 4000 MS Keypad. In this image the ion trap is in
External El mode so the Damping Gas check is displayed.

— Control and Status

Source: External Edit Method |
Methaod: Estemal E| Upload M5 MEthDdl

Yacuum System: OF Damping Gas: OF

Temperatures: 0K Saource: 0k,
lon Gauge Pressure: 11.6 uTor [Fil 1 alid)
—Trap

Manual Control Tabs
The 4000 MS Keypad has the following tabs.

Method I Active Seqgment I Checks and Adjuztments I kodule Attributes

Method Segment

Method Active Segment | Checks and Adjustments | Module Attibutes |

Method Segment

W lonization On Scan Type: [Ful | lonization: [E] v ScanMode: [Nomal ~| Selpoints... I
Defaults

General Parameters | lanization Contral | Internal EI Parameters | Ful Scan Parameters |

SelPoints

" Scan Time =] Masimum Scan Time Multiplier Dffset: 0-% +/-volts
@ uScans Averaged: 33; uScans Mass Defect: DE: mmu/100u
Data Rate: 087 Hz.

Customize

Method Seglent Active Method Segment Scan Function Channels

Activate 1=
fotvate | plioe| Mumber: = ALMUL DELAY = Chennel | 1= N
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In this image, the Active Segment tab dialog is shown with some method-related
controls in the lower pane. The information in the top row shows that lonization is
on, the Scan Type, lonization mode and the Scan Mode.

The Scan Type choices are as follows:

Scan Type: IFuII "'I

The Scan Mode choices are as follows:

Scan Mode: |Nu:urma| j

R )

L

You can examine and edit the parameters in the active MS method and observe
the effects of these changes on the mass spectra being acquired. The tab
dialogs available depend on the ionization and ion preparation modes in the
current method segment. After you edit a parameter implement the change by
clicking Activate Changes.

To save changes to the method, click the Upload MS Method button above the
lon Trap icon. You can also edit the method in Method Builder by clicking the
Edit Method.

— Control and Status

Source: Extemal Edit Methad |
kM ethod: E =temal El UplDad X MEthDdl

Wacuum Systen: OF. Damping Gas: OF.
Temperatures;  OF Source: 0k,

lon Gauge Preszure: 11.6 uTor [Fil T %alid)
— Trap

[Ty
SOUICE

NOTE: Details about editing the MS method are in the relevant section of
Building GC/MS Methods.
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Checks and Adjustments

Four adjustments may be made in the Checks and Adjustments tab dialog. In
each case, one clicks the Start button to begin the adjustment and the Done
button when the adjustment is completed.

tethod Segment  Checks and Adjustments | Module Attributes |

Cal Gaz Adjustment

L Last Set Date:  1/5/2004 9:33 &N
RF Ramp Adjustrent = Los oF
Airw aber Check esult:

Ionization Time: 474
Total Ion Count: 6370

e Cancel Action: Adiusting

tethod Segment  Checks and Adjustments | bodule Athibutes I
Cal Gaz Adjustment Cal Gaz Adjustment

E'FGHBSAdk‘gFmT“t t Last Set Date: 1/5/2004 9:39 AN
AMp SArjLsIMEn Re=ult: OF

Airnwfater Check
Ionization Time: 474
Total Ion Count: 6370

Start I Cance| Action: |dle J | —'I

Calibration Gas Adjustment

Make this adjustment using the Calibration Gas valve inside the front door of the
4000 MS. This valve has a black knob with the number 0 labeled on it. Turn the
valve counterclockwise to increase Cal Gas flow and clockwise to decrease the
flow. Adjust the flow so that the readback in the Adjustment Results field
indicates that the flow is OK as seen in the following picture.

NOTE: If you are doing an initial tune (for example, When first starting up a
system), the integrator zero may be far enough off that even with the cal gas
closed all the way down, the cal gas adjustment will indicate success. There are
interrelationships between the Cal Gas, the Integrator Zero, and the Electron
Multiplier. Therefore, stabilize the settings by performing a Cal Gas adjustment
more than once.

Initially, set the Cal Gas to the midpoint (8 turns) and then perform the Integrator
Zero tune. Then perform the Electron Multiplier tune. Now, go back to the Cal
Gas adjustment to set the pressure. Repeat this until the Cal Gas and Electron
Multiplier settings stabilize.
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Method Segment  Checks and Adjustments | Madule Attributes |

Cal Gas Adjustment

Ell s ment Last Set Date:  1/5/2004 9:33 AN
RF Ramp Adjustment B 1n: oK
Airfwfater Check ESULt:
Ionization Time: 474
Total Ion Count: 6370
Cancel | Actior: Adjusting
Adjustment Results
The calibration gas pressure iz OK. Allow time for the gas
to flawe and the emission current to equilibrate.

————  Achive Method Segment————— - Scan Function Channels—— — Mass Data Type; — Intensity Morm:
Activate Humber: Iﬁz < ¥ Cucle Channel #: |ﬁ1 1| " Centraid By lonization
Changes Fiestore ’7 : =i 4 A = Profile * Mone
=8|

Base Peak: 69, Base #
lon: 425 us, Segment: 1,
a
anz
121
421
132 119 ﬂ
42
A Y
e T Illllll1é5lljn
Cl Gas Adjustment

Assure that the appropriate Cl reagent is plumbed into the CI gas inlet in the rear
of the 4000 MS or contained in the Liquid Cl reagent vial. Choose the Cl Reagent
to adjust from the Parameters Reagent menu. Then adjust the flow using the ClI
Gas valve inside the front door (labeled with numeral 3). Turn the valve clockwise
to increase the flow or counterclockwise to decrease the flow. The readback in
the Adjustment Results field identify when the flow is OK.

Methad | Active Segment Checks and Adjustments | Module Attributes |

Parameters Cl Gas Adpstment
,,,,,,, [t aar Zar Dara Mar Anmlicahla
NEagENL| ] Lo SCL voLc NUL Appailtuiac
Result: Complete
Reagent: Hethane
Ionization Time: 0O
Total Ion Count: O
Done Cancel Action; Initializing
Adjustrent Results

diust the reagent gas pressune so that the ratio of peak
heights at m/z 17 and 29 are between 1:1 and 1:4. The
ratio of the ions at m/z 17 to m/z 16 should be about
10:1. The ion at m/z 41 should be visible.
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RF Ramp Adjustment

When you select RF Ramp Adjustment, a screen opens that displays if the RF
voltage is in tune over the entire mass range of the 4000 MS.

After opening the screen, use a screwdriver to adjust the RF coil screw inside the
front door of the 4000 MS. Follow the instructions in the Adjustment Results field
until the value of the highest part of the graph is at a minimum.

Marwsal Conbiol | Aulo Tune | Temperstures | Disgrostics | Stanup/Shutdown | Acquistion |

Centiol anc Stotus Mathad I Active Sagment Checks and Adiusiments | Module Altrbutes | Advanced Module fltrkutes | A
Seurce: Extemal Ed“ Method FF Ramp Adjustment
Method ExdemslEl  yglaad M5 Method | Last Set Date: 12272005 9:45 AM
Pasmle e 9
Tempershres,  OF Source: Highest Comnt: 742

JonGauue Fressure: 00w [Fil1 \.I'ahd]

~Tp o v 1
.= 1) -
v RFcolb.rrghnoblmaﬂmhn
echal deplay and minimee the sze of the bar graph.
Save Changes ; 1 4

-l |
r-f Adjust Rf voltage until
G . 4 minimum |

Vacum mbﬂ'ﬂ: (178 U«Iﬂpﬂg Gax: Ot aERT i
i<

Ide F Tump Ftwsm .:a"'m ‘Active Method S egment ———————— 1~ Scan Furion Channel:
lon Gauge ™ 016 I = ot
R FILMUL DELAY Cycin i}mda| 1:.
HideKepad | [Spectn B | G “‘“"” [ 3N
A 0| & 1 = - o
Scan Number. 896, Time: 0.825 min Base Peak: 495, Base Amount: 15372 -
RIC: 1.326e+8, lon Range: 49.5 - 1000.56 mfz lon: 714 us, Segment: 1, Channel 3
kCnunts-:
3.0+ - =}
203 iE~
159 ]
103 ]
0.59 E
7 1
20 500 50 Acquired Rangedmmfz 5
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Air/Water Check
Run the Set Electron Multiplier Auto Tune before doing the Air/Water Check.

The Air/Water Check routine determines the relative amount of air and water
vapor in the vacuum manifold. When you display the Air/Water screen, the
following happens automatically: The filament, electron multiplier, and RF voltage
are turned on; AGC is turned off; and the scan range is set to display the
air/water spectrum (m/z 14 to 45). The air background is proportional to the width
of the peak for m/z 28 at 10% peak height. The water background is proportional
to the ratio of m/z 19 to m/z 18.

For Internal Mode, the ionization time is fixed at 300 ysec. For External Mode,
the intensity of the highest peak (m/z 18, 19, and 28) is adjusted to a suitable
level.

Width of m/z 28 at | Ratio 9/18 Acceptance Criteria
10% Peak Height

<1.0u <20% OK

<1.8u < 50% Small Leak
<3.1u <91% Significant Leak
>3.1u >91% Massive

For External (and Hybrid) Mode, the acceptance criteria (Ratio of m/z 19/18) for
presence of water is the same as the Internal mode. However, a number of
External (and Hybrid) parameters may affect the intensity of the air peak at

m/z 28 (for example, damping gas flow rate, DC offset voltage, lens voltages,
etc.). If a massive air peak is present, turn off the Damping Gas flow and run
Air/Water Check again. If no peaks are present with the damping gas off, then
the most likely cause of a massive nitrogen peak (m/z 28) is inadequate flushing
of filters and/or helium line, rather than a leak in the mass spectrometer. If the
nitrogen peak (m/z 28) is observed with the damping gas off, please see the
Troubleshooting section for more information on finding air leaks.

The Cl Plumbing Leak Test is run automatically after the Air/Water Test. The ClI
solenoid valve is opened and air/water levels are checked. It is not unusual for
these values to be initially high. Generally, the CI valve should be opened and
flushed (or left under vacuum) several minutes before this test is done.

The Air/Water Check will give advice on the levels of these background
components. High water level is indicated both by the intensity of the ion at m/z
18 but also by the percentage of m/z 19 (H;0) relative to m/z 18. The water level
is high after the instrument is first pumped down after maintenance. Baking the
instrument overnight should bring the level to an acceptable level. A high air level
as shown in the example suggests that there may be a leak in the vacuum
system or GC. Consult the troubleshooting section in the 4000 GC/MS Hardware
Operation Manual for advice on locating sources of air leaks.
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System Control - Varian 4000 MS - Not Ready
» Edt Inject Automation Recalculate Instrument Windows Help

|28]| B statupt mth VS B 28 (%] %] 1w |m| NotReady

4000.01 - Not Ready

anual Contal | Auta Tune| T | Diagnostics | | Acquisiion |
‘onital and Status ——————————1  Mathod| Active Segment Cheoks and Adiustments | Module Atiibutes | &
ource: Internal Edi Method Cal Gos Adusmant Parameless: AW ater Check

lethod: Internal Last Check Date:

Mass 28 Peak Widch: 0.00 m/z
HMass 19/18 Ratio: 0%

MS M Cl Gas Adustment
Upload MS Methad| | |Cl Gse Aduime
acuum System: 0K

emperatures: 0K Source: 0K
w0 Gauge Pressure: 0.0 uTon (Fi1 Vaid)
Tiap

I™ C1 Plumbing Leak Check

Last Check Date:

Start Cancel | Action: Ide £

€I Plumbing Leak Check Results
Not Applicab ¥
3

Not Applicab A

-anning 'l: Trap 'l: Calibeation Gas Scan Function Channels

lon Gauge I~ Cl Gas Ac ~ ~
G Keypad] [Specn =] Chanans | Pestorsf [Nusnbes 1= FILMUL DEL&Y [ﬁ Cycle _L.mm‘@ N
Al o] &l 0= #

Sean Number. 1, Time: 0.000 min.
RIC: 75280, lon Range: 13 - 40 miz

Baze Peak: 28, Base Amount 409
lon: 26000 us, Segment 1. Channel

3

500%3 i 3z

3 ! - 3005
000% 2081 A
500%

E 19
UED%E ons
S00% \

E
T T
250 500

;
1000
Acquired Range_ m/z

Instrument 1 : Jul 11 14:34:39 Module 4000.01:5 1 1 -1 1

Module Attributes

Method | Active Segment | Checks and Adjustments  Module Attibutes |

Filament High Mass Calibration
1 2 [~ Adjust high mass calibration?
Electron Multipber

Last Set: Mot Applicable
Result  Default Values

Vtos: [ 120 = v

Defaults

]]]

Low Mass Enhancement
[” Enable

CAUTION: Enabling/Disabling Low Mass
Enhancement requires new Mass Calbration

Two filaments are provided in External, Internal, or Hybrid configurations to
reduce down time for maintenance. Select the desired filament

Override the Electron Multiplier voltage set from Auto Tune by entering the

desired voltage.

Adjust the High Mass Calibration to improve the accuracy of mass assignments
of samples that range from 650 to 1000 m/z.

Increase the sensitivity of the detection of low mass ions (<100 m/z), especially

for EPA method 521.
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Auto Tune Tab

Auto Tune is an automated process for optimizing the MS 4000 performance
over the entire mass range. It is necessary to perform Auto Tune when the
instrument is first set up.

NOTE: Each time the system is shut down, do Auto Tune when you restart. Also
AutoTune after doing a bakeout.

Before doing Auto Tune it is advisable to check RF ramp, air/water, and cal gas
settings under the Adjustments tab in Manual Control mode. Many tuning
features involve using Perfluorotributylamine (FC-43) ions to adjust MS4000
parameters (voltages, gain values, etc.) to optimize the signal. Most Auto Tune
functions are performed in El mode, even if the active method is Internal Cl,
External Cl, or one of the Hybrid ClI modes. For the last two cases, the Cl volume
is automatically retracted from the external ionization source during most Auto
Tune routines.

When major maintenance is performed, such as cleaning the ion trap or source
or switching between internal and external ionization modes, all Auto Tune
routines should be run. Some routines should be run after changing operating
conditions, such as trap temperature or helium buffer gas flow rate. Specific
routines may be run periodically as part of a system check.

m 4000.56 - Not Ready E@‘Z‘

Manual Control  Aulo Tune ITEmpElatulesl Diagnostics | Startup/Shutdown | Acquisition |

Control and Status Auto Tune Method

Action: Mass Calibration V¥ duto-select prerequisite tuning furctions

State: Calibrating [NORMAL) |:|

O Integrator Zera
Ml
[ Set Electron Multiplier
O lon Lens Turing

i e ter oy mdbraton
[ Trap DC Offset Vakage

Hide Keypad | | Spectum and Event Messages = |

bt e =1 S e v T

Soan Nurnber: 3. Time: 0.032 min. Base Peak: 129.8. Base Amount 986 -
RIC: 4378, lon Range: B0.6 - 161.5 myz lon: 333 us, Segment: 1. Channel: 1
kCounts 1268
L
0.75
0.50 ~]
0.25
0.00 4.
1 1es 150 Acquirec}bziaange miz| -

Mar 15 16:37:39: QuickVWerify Started,
Mar 15 16:37:39: QuickWerify Completed.
Mar 15 16:37:40:
Mar 15 16:37:40:
Mar 15 16:37:40: Mass Calibration started

Mar 15 16:37:40: Calibrating on mass 69.0

Mar 15 16:38:06: Centered on mass: 69.0 rf dac: 662.9

The Auto Tune window has three sections, Control and Status, Spectrum and
Event Messages, and Auto Tune Method.
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Control and Status

Clicking Start Auto Tune to start the selected routines. Click Stop Auto Tune to
stop them.

The Action field shows the tuning routine that is being performed.
The State field shows if the 4000 MS is executing an auto tune routine or idle.

— Control and Statuz
Action: Mazs Calibration

State:  Calibrating

Spectrum and Event Message Window

You can select the information displayed during the auto tune tests by selecting
from the list. Click Hide Keypad button to hide the upper portion of the screen
and expand the lower portion.

Hide Keypad | |5

Spectrurn and Event Meszages
Ewvent Messages

Module Attnbutes

Summary Repart

Module Attributes is the information stored from the last auto tune. After you do
an AutoTune you can view this log.

Hide Keypad | |Module Attributes ﬂ

M5 W arkstation [Demo) RC1 Wersion 6.42
Module: 4000.56

MODULE ATTRIBUTES as of 3/13/2003 1:37 P

Configuration

System Type: GC

lonization Source: External

Option Keys: Cl MASSAAS Hybrid External
EFC iodule: TRUE

Serial Number: 106

Controller Board Wersion: Cono

PROM, Software Wersion: 03.01.00.03
Communication Processor Software Yersion: 01.01.00,88
Scan Processor Software Wersion: 01.01.00.88
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Auto Tune Methods

The auto tune checks that you can automatically set up, tune and calibrate the
mass spectrometer with depend on the instrument configuration. The following
show the checks available for an internal source.

—Auta Tune Methad

¥ auto-zelect prerequizsite tuning functions.

Select Al Clear Al

|ntegrator £ero

Set Electron bultiplier

RF Full Scale Adjust

b azs Calibration

Trap Frequency Calibration

Other functions are only needed when the instrument is in Hybrid or External
ionization configuration.

Auto Tune is generally performed in the order listed. All of the auto tune methods
are selected if you click Select All or cleared if you click Clear All.

To perform Auto Tune click the desired check boxes and click Start Auto Tune.
You can stop the auto tune at any time by clicking Stop Auto Tune.

Integrator Zero

[Scan Number 2, Time: 0.002 min
RIC: 1741, lan Range: 9.6 - 8004 miz

Counis]
75
&0

254

100 200 00

May 20 13:15:03: Integrator Zero Adjustment Set: 360
May 20 13:15:04: Integrator Zero Adjustment Set: 156

May 20 13:15:04: Integrator Zero hdjustment Set: 354

May 20 13:15:04: Integrator Zero Adjustment Set: 354

May 20 13:15:04: hv. intensity: 0.433 {keceptable liwats: 0.300 to 0.500)
May 20 13:15:05: Integrator Zero Adjustment Complered

Hay 20 131181081 o o e e e e e e e e e e e S eSS S s s m e
May 20 13:15:05: Auto Tune Passed

May 20 13:15:0%5: Integrator Zerc Dac: 354 PASS

Way 20 13:15:05: kuro Tune Passed

The Integrator Zero Adjustment routine sets the signal level from the Integrator
Circuitry with the filament off. When the filament is off, the major source of signal
coming from this circuitry is electronic noise. The Integrator zero is adjusted such
that the average value of electronic noise is slightly greater than zero. The
acceptance range is between 0.3 and 0.5 counts. The integrator then records
signals only when ions actually strike the dynode and electrons emitted from the
dynode strike the electron multiplier.

47



Set Electron Multiplier

Nay 21 16:07:25: EN voltege: 1400 V ion timwe: 65000 usec

Mey 21 16:07:25: EN volcege: 1500 V ion time: 10000 usec

Kay 21 16:07:27: ENM volcage: 1500 V ion time: 65000 usec

Ney 21 16:07:28: EN voltage: 1525 V ion time: £5000 usec

May 21 16:07:29: EN voltage: 1550 V ion time: 65000 usec

Hay 21 16:07:30: EN voltage: 1575 V ion time: 65000 usec

Ney 21 16:07:31: EN volvage: 1600 V ion time: 635000 usec
Hay 21 16:07:32: EN volctage: 1625 V ion time: 65000 usec
Kay 21 16:07:33: EN volctage: 1650 ¥ ion time: 65000 usec

Key 21 16:07:34: EN volcage: 1675 V ion time: §5000 usec
May 21 16:07:34: Electron Multiplier gain is 3.71

May 21 16:07:34: Electron Nultiplier woltage setting ia 1675
Nay 21 16:07:34: Electron Bultiplier Gain Adj completed

Nay 21 16:07:34:
May 21 16:07:34: Auto Tune Passed

Nay 21 16:07:34: Electron Nultiplier Voltage:1675 PASS
Hay 21 16:07:34: Auto Tune Passed

Before starting the EM gain algorithm, the RF Full Scale is adjusted to calibrate
the cal gas ion at m/z 502. Set Electron Multiplier adjusts the multiplier voltage
and ion time to look at low-mass fragments from the unstable m/z 502 ion. The
multiplier voltage is set so that each electron emitted by the dynode creates a
known signal from the multiplier. The gain in this example is 3.71 x 10°.

Occasionally, systems with an external or hybrid source fail this adjustment.
Increasing the flow of FC-43 usually allows the multiplier gain to be set. An Event
Window message is displayed.

When the 10° gain voltage of your electron multiplier reaches 2000V order a

new multiplier to have on hand. When the 105 gain voltage exceeds 2500V
should install a new multiplier.

Electron Lens Tuning

In typical external ion sources, electrons are continuously directed into an ion
volume containing the sample to be ionized. Eventually the interior surface of the
ion volume becomes contaminated by material that can charge up and disturb
the extraction of ions from the ion source. To minimize ion volume contamination,
the 4000 MS pulses electrons into the ion volume only when needed for
ionization. Two plates bracket the filament to control electron pulsing. The plate
closest to the ion volume is the electron lens, and the plate away from the ion
volume is the Repeller lens. The electron lens is set positive and the Repeller
lens negative to admit electrons to the ion volume only during the ionization
period. Otherwise the voltages are reversed to exclude electrons from the ion
volume. Tuning the Electron/Repeller lens voltages is important for linear signal
response and filament lifetime.

The four variables are electron lens ON and OFF voltages, and Repeller lens ON
and OFF voltages. ON and OFF refer to ionization ON and OFF. The electron
lens ON voltage is set to optimize electron transmission to the ion volume,
electron lens OFF voltage is set to thoroughly exclude electrons from the ion
volume. The Repeller Lens ON and OFF voltages balance the emission current.

Electron/Repeller Lens Adjustment: Electron lens tuning involves measuring the
transient behavior of the emission current immediately after the lenses have
been switched on or off. If the lenses are unbalanced, the emission current will
change in time and be proportional to the imbalance. If the balance is outside the
range of 200 to 300 pA, the algorithm will search the optimal values by changing
values of four variables one at a time. If it fails to find the best voltage setting for
lens tuning, auto tune will generate an error message, and restore the last values
in the instrument.
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When the Electron Lens Tuning Box is clicked, an additional “Turn on CI gas flow
during tune” option appears. For Cl methods in External or Hybrid mode, the
Electron/Repeller lens must be tuned with the CI plunger (Cl volume) in place
and the CI gas turned on. The user should adjust the CI gas flow in Manual
Control before this tune function is done.

lon Lens Tuning

The lon Lens system consists of three lenses (Lens 1, 2 & 3). These lenses are
tuned using Cal Gas ions at m/z 131 and 414. Optimum voltages are determined
based on weighted intensities of the two ions.

RF Full Scale Adjust

This routine should always be run before mass calibration and trap
function calibration. The RF Full Scale Adjust routine coarsely adjusts the
mass calibration of the ion trap. Successive adjustments are performed on
PFTBA calibration gas ions at m/z 69, 414 and 614. For this algorithm to work
properly, it is important that the specified ions are stable and present in sufficient
intensity (>20 counts) under normal scanning conditions.

Mass Calibration

When you initiate this routine, the calibration gas valve is opened and the
electron multiplier, filament, and RF voltage are turned on. The algorithm then
uses the calibration compound ions at m/z 69, 131, 264, 414, 464, and 614 to
create a calibration curve. The nitrogen peak (m/z 28) is not used for calibration.
A fixed offset at m/z 0 has been empirically determined to give proper mass
assignments between m/z 10 and 69. The calibration is extrapolated from the
highest observed calibration ion to the maximum mass (m/z 1000). Mass
calibration is performed in both normal scanning (5,000 u/sec) and fast scanning
(10,000 u/sec) modes.

Factors Affecting Mass Calibration

For this routine to work properly, the calibration ions must be present in sufficient
intensity (> 20 counts) and stable under normal scanning conditions.
Temperature changes can shift the mass calibration and this procedure should
be initiated after the trap has reached its equilibrium point (approximately 2 hours
after the set-point temperature has been established). For External and Hybrid
modes, changing the trap damping gas flow may require both Mass Calibration
Trap Frequency Calibration. There could also be subtle effects on mass
assignments after ion source temperature changes.

Trap Frequency Calibration

When the mass calibration has been completed, the trap frequency calibration
must be performed. This routine determines resonant frequencies required for
the generation of notched waveforms used in most modes of operation. In
particular, the resonant frequencies for FC-43 ions at m/z 69 and 414 are
determined. The method takes several minutes to complete.

NOTE: Do Trap Frequency Calibration each time you do a mass calibration.
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Upon completion of Trap Frequency Calibration, the Event Message Window
displays the secular frequency values for the two trap function calibration points.
Nominal values are 249 kHz and 248 kHz, respectively. These values can vary
up to 4 kHz between instruments.

Trap DC Offset Voltage

The trap offset is a DC voltage applied to the ion trap electrodes (end caps and
ring electrode) to facilitate the injection of the externally generated ions into the
trap. The intensity of the m/z 414 ion from FC-43 is used to maximize the signal,
thus optimizing for the midpoint of the mass range. The trap offset has a range
from 3 to 15 volts. Lower voltages are useful if an increase in the relative
abundance at the low end of the mass range is desired. Furthermore, if your
application involves more fragile compounds, then a lower setting can produce a
situation where less fragmentation of the molecular ion is observed.

Temperatures Tab

E, System Control - Yarian 4000 GC/MS - Not Ready
File Edit Inject Automation Recalculate  Instrument  Windows  Help

22| Bstartupt.mtn v|e| EnfEm| 8|2 Sl 10|»|m| Not Ready

m 4000.56 - Not Ready

M anual Eontroll Auto Tune  Temperatures | Diagnosticsl Startup.-"ShutdownI Acquisitionl

—Control and Status ——————————————  Analysis | Bakeout I r— Operating Conditions
Conditions: Analysis Start Bakeoutl -
Trap Temperature: mD_.I C Trap T emperature: mc
State: izl anifald Temperature: I 35_% C Manifold Temperature: 37 C
Hald Time: 0.00 hours Transfer Line Temperature: I 250_% C Transferline Temperature: 2563 C
lon Source Temperaturs: I 22U_|:C[ C lon Source Temperaturs; 221 C

Save | Fiestare |

Control and Status

— Control and Statuz

Caonditions: Analysiz Start Bakeautl

State: Feady

Hold Tirme: 0.00 hourz

The Control and Status area has Temperature information and identifies if
Analysis or Bakeout temperatures are active. State tells if the system is Ready or
Equilibrating. If a bakeout has been started, the Hold Time field shows the
remaining time before the bakeout is complete.

NOTE: Hold Time does not start counting down until bakeout temperatures have
been reached or until the system has warmed up for 20 minutes.
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Operating Conditions

Readbacks of the current temperatures in each zone.

— Operating Conditions

Trap Temperature: 100 C
tanifold Temperature: B3 C

Tranzferline Temperature: 263 C

lon Source Temperature: 221 C

Event Messages and Module Attributes Display

After a change, the event log at the bottom of the screen updates with the time
and identity of the event. You can also look at the Module Attributes.

ted (Trap: 220, Source: Z00, Manifold: 120, Transferline: 250
ancelled by User (Returning to Analysis Temperatures)

Setting Analysis and Bakeout Temperatures

Clicking in the fields and changing the values will change temperature settings.
After changing a setting, click save. The Restore button will return the settings
prior to your changes. The allowed temperature ranges in degrees and the
default temperatures for either Internal or External/Hybrid configurations or
bakeout are entered in the following table. All temperature units are °C. The ion
source temperature zone will not appear when the instrument is in Internal
configuration.

Temp Zone Min Max Default Default Default
External |Internal or | Bakeout
Hybrid
lon Trap 50 270 100 150 220
Manifold 0 120 50 50 110
Transfer Line 0 350 170 170 250
lon Source 0 300 180 N/A 250

NOTE: If the manifold temperature is 70 °C or higher, the source temperature is
limited to 250 °C.

Click the Bakeout tab to set Bakeout temperatures. The default bakeout
temperatures are in the table above. The bakeout t can be between 0 and 100
hours. The default time is 8 hours.
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Analysiz  Bakeout |

Trap Temperature; 150
bd anifold T erperature; 120==
Tranzfer Line Temperature: 280==

Haold Time: 8= Hours

d dad

Save | Restare |

Generally, do a Bakeout after the system has been restarted following shutdown
and venting to the atmosphere.

The manifold is heated during bakeout to remove water and other volatile
contaminants such as residual light hydrocarbons. The 50 °C default manifold
temperature is usually used when acquiring MS data. The transfer line
temperature should be no lower than 30 °C below the highest temperature of the
GC column oven program in the active method.

NOTE: The transfer line should NOT be heated above the maximum isothermal
temperature specified for the capillary column.

Adjustments After Temperature Changes

Whenever the ion trap temperature is changed, 2 hours should be allowed for
equilibration after the trap temperature has reached its set point. Once
equilibrium is reached, the RF tuning should be checked and adjusted if
necessary under Adjustments in Manual Control and Mass Calibration and Trap
Frequency Calibration should be run in Auto Tune.

Bakeout

Click Start Bakeout. The State becomes Equilibrating until bakeout
temperatures are reached, then Holding until the Hold Time counts down to zero.

NOTE: Hold Time does not start counting down until bakeout temperatures have
been reached or until 20 minutes have elapsed.

Control and Statusg

Conditionz: Bakeout Stop Bakeout |

State: Halding

Haold Time: 0.9 hours

At the end of the bakeout, the trap, manifold, transfer line, and source
temperatures will return to the Analysis set points. If you want to change bakeout
duration or temperatures during a bakeout, click Stop Bakeout, make changes
and Save them, and then restart the bakeout.
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Diagnostics Tab

Diagnostics mode is used to monitor the status of the vacuum system, applied
voltages, and temperatures in real time. It is also where diagnostic tests are
performed. The Manual Control Window is divided into two panes, the Keypad on
top and the Module Window and Event Messages display below.

# 4000.57 - Not Ready 9=

tanual CUnllUI] Ao Tune | Temperatures  Diagnostics ] Startup/Shutdown | Acquisiliun]
Contiol and Status Maritoring l Diagnostic Tests |
State:  Ide s Trap - On/Oif lan G
Function: Monitaring Status ¥ lon Source v
(* Filamert 1 * Filarment 1
" Filament 2 " Filament 2
W Multiplier/Dynode
Iv RF Control
{ "HRE:
* ‘waveform
Hide K.eppad | |M0nit0r ‘Window and Event Messages ﬂ
Vacuum System Trap lon Source
Turbo Pump Multiplier: -1994 Vol E mizsion: 248 uhmps
Statuz:  Momal Dipnode: 14887 Yalts - iong| B alance: 12027 Deviation: 13.3 uh
Speed: 100 % ‘waweform System = Filament Bias: -70.6Wals
Current: 242 mAmps t I Filament 1: 0k,
Power: 17 Watts t Erdeap Trapr Filament 2: 0K
Temp: 29C Dipale Supplemental W avefarm: 103 % On (u]}
| Guadrupole Supplemental Waveform: 101 % Lens 2 109%als -120%olts
on Gauge
Prossure: 182 uTorr Temperatures Electron Lens: 100 Vol -95%alts
Filament 1: 0K En.tranc:e Endcap: 151 C Fepeller Lens: -170Volle 147 Volts
Filament 2: Lintested Exit Endcap 180C Lenz 1: 224 Valts
= Manifold 52C Lens 3 20.2 Valts
IR A E T Transferine: 172C Ring Offset. 8.1 Yolts
Trap Damping Gas Flow: 1.0 mL/min. Source: 1a0c Endcap Offzet 8.0 Vol

The Keypad Field

The upper portion of the screen is divided into three sections: a Control and
Status field and the Monitoring and Diagnostics Tests tab dialogs.

Control and Status

The State field will indicate Idle when diagnostic tests are not being performed or
Running if tests are in progress. The Function field will indicate Monitoring Status
unless a diagnostic test is being run, in which case the name of the current test
will be displayed. The Start Diagnostic button is unavailable unless a test has
been selected in the Diagnostic Test tab dialog.

- Contral and Statuz

Chater Idle Stark Magnostic

Function: Maonitoring Statuz
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After a diagnostic test is selected and Start Diagnostic clicked, the test starts,
and the results are displayed in Event Messages at the bottom of the screen.

bl arwal I:::untrcull Auta Tunel Temperatures  Diagnostics |

— Control and Statuz
State:

Function: Syzstem Yerfication Test

Running Stop Diagnostic

Monitoring Tab Dialog

Maritaring l Diagnostic Tests ]

Trap - On/OFF lon Gauge
[v lon Sourze [ lon Gauge
(% Filament 1 f* Filament 1
™ Filament 2 " Filament 2
[v Multiplier/Dynode
v R Controf
~ RF
" wWavetorm

Select the desired ion trap features to monitor in the Trap On/Off area.

Select lon Source and the filament emission current is displayed in the
lon Source.

Select Multiplier/Dynode and the voltages of the electron multiplier and
conversion dynode are displayed in the Trap.

Select RF Control with the RF radio button the Entrance and Exit
Trapping Field Dipole values are displayed.

Select Waveform with RF Control and the Dipole and Quadrupole
Supplemental Waveform Voltages are monitored.

Select lon Gauge option and the ion gauge pressure in utorr is displayed
in the lon Gauge area.

NOTE: If System Control is started in Diagnostics Mode, no method was
activated and the Dynode readback is a default value of about positive 9,000V.
Once a method has been activated in Manual Control or Acquisition, the correct
Dynode voltage associated with the method is displayed in Diagnostics.
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Diagnostic Tests

Monitoring  Diagrostic Tests |

Selectdl | Cleardl |

O Svstem Verification
O wavefom Generator
[ 5can and Acquisition Test

Click Select All or Clear All to either check or uncheck all the boxes for diagnostic
testing. Test results are displayed in the event messages window. If a test fails,
go to the relevant section of the Troubleshooting Guide in the 4000 GC/MS
Hardware Operation Manual.

Configuring the Monitor and Event Messages Display

Create a larger area for displaying the Monitor window and Event Messages by
clicking Hide Keypad or recover the Keypad by clicking Show Keypad.

You can display the Monitor Window or Event Messages displays alone or in
combination by selecting from the drop-down menu.

| Hide k.eypad I k anitar Windaow and Event Meszages j

K aritar Window Only
Event Mezzag

Yacuum Sogte
’7 B Turbo Pump

Vacuum System

Wacuum Spztem
Turbo Pump
Status:  Mormmal
Speed: 100 %
Current: 242 mémps
Power, 11 'watts
Temp: 23C

lon Gauge

Pressure: 182 uTaonr
Filament 1: OF,
Filament 2: Untested

Fareling Pressure: 24 mTar
Trap Damping Gaz Flow: 1.0 mLAmin.

The turbomolecular pump current and power readings displayed are typical
during routine operation. In this example the instrument is in External
configuration with an auxiliary Helium flow of 1 mL/min. The values for current
and power are lower in Internal configuration.
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The ion gauge reading depends on if there is auxiliary Helium flow; in this case
the system is in External configuration and the reading of ~29 uTorr is
reasonable for an auxiliary flow of 4 mL/min. The reading drops to 6 yTorr when
the auxiliary flow is turned off in Startup/Shutdown mode. In Internal configuration
the pressure should be <10 pTorr.

The foreline pressure is determined with a thermocouple gauge detector; its
reading is strongly influenced by the auxiliary Helium flow as well.

Trap
Trap
b ultiplier: 1342 Vaolks
Dynode: 10360 Woltz [+ onz]

Readings for multiplier and conversion dynode voltages are displayed only when
Multiplier/Dynode is checked in the Monitoring tab dialog in the keypad above.
The multiplier reading is always negative and reflects the voltage drop between
ground and the entrance of the multiplier.

The dynode voltage should be close to 10,000V; the polarity is opposite that of
the ions being detected.

Waveform System

W aveform System
Entrance Endzap Trapping Field Dipale: 100 %
Exit Endzap Trapping Figld Dipale: 10
[Nipole Supplemental s avefarm; 44

]
]
4
[Huadipole SupplementalWavefam: 444

I

The readings for Entrance/Exit End Cap Trapping Field Dipole are activated
when RF control is checked and the RF radio button is checked in the Monitoring
tab dialog. The values should be (100 £1)%.

WWiaveform Soetem
Entrance Endzap Trapping Field Dipole: 0%
Exit Endeap Trapping Field Dipole; [ %
Dipole Supplemental W avefarm: 1M %
Huadipole Supplemental 'wWawveform: 100 &

Dipole and Quadrupole Supplemental Waveform readings are activated when RF
control is checked and the Waveform radio button is checked in the Monitoring
tab dialog. The values should be near 100%.

Temperatures

T emperatures
Entrance Endzap: 93 C

E xit Endcap: 93 C
tanifold; A3 C
T ranzferline: 282 C
Source: 219C
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The current temperatures of all heated zones are shown here. Note that the
temperatures of both Entrance and Exit End Caps are reported. When the trap
temperature has been changed, this information helps to monitor the equilibration
process.

lon Source (Internal)

— lon Source

E miz=zion; 12 uhmps
B alance: Oudizec Dewiation: 0.0 wh
Filament Biaz: -11.7 Walkz

Filarnent 1: [k
Filarnent 2: Intested

On Ife
Gate: 121 Wolts 121 Wolts

When the system is in Internal configuration, you can set the emission current
between 10 and 100 pAmps. The emission reading may vary by 1 pAmps from
the value set in the MS method. Balance is a measure of how well balanced the
emission current is between ionization on and off. Deviation is a measure of the
total deviation of emission current as ionization turns on and off. Deviation is an
indication of the lens’ ability to provide a symmetrical pulse of electrons into the
source. If Deviation >5 pAmps, the electron lens needs to be tuned. The filament
bias is its voltage relative to ground. The bias is -11.9V for El mode and -9.8V for
Cl mode. The status of both filaments is indicated as OK, Open, or Untested. If
the Filament is untested, you can determine its status by activating that filament
in Manual Control mode and then returning to Diagnostics mode. The gate is
pulsed to +120V during ionization and -120V otherwise so that electrons enter
the trap only when they are needed for ionization.

lon Source (External or Hybrid)

— lon Source
Emiz=zion: 2B uAmps
Balance: 1935 udtzec Deviation: 0.3 ud
Filarment Bias: -70.0 Yaolts

Filarment 1: )4
Filarment 2 IIntested

On 3
Lens 2 -80%altzs 120%olts

Electron Lens: 100%alks  -170%olk:
Repeler Lens: -33%alks 33 Yaolkz
Lens 1: -20 6 Yoltz

Lens 3 -19.7 Yoltz

Ring Offzet  -7.4 YWalkz

Endzap Offzet -7 4 Waoltz

When the system is in External or Hybrid configuration the emission current is set
to a default value of 25 pAmps. In negative CI External or Hybrid, the emission
current is set to a default of 250 uAmps. The emission reading may vary by
several pAmps from this value. Balance is a measure of how well balanced the
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emission current is between ionization on and off. Deviation is a measure of the
total deviation of emission current as ionization turns on and off. Deviation is an
indication of the lens’ ability to provide a symmetrical pulse of electrons into the
source. If Deviation > 5 pAmps, the electron lens needs to be tuned. The filament
bias is its voltage relative to ground. The bias is always 70V in External and
Hybrid modes. The status of both filaments is indicated as OK, Open, or
Untested. If the Filament is untested, you can determine its status by activating
that filament in Manual Control mode and then returning to Diagnostics mode.
For analysis of positive ions, Lens 2 is pulsed negative during ionization and
positive otherwise so that ions enter the trap only when they are needed. For
negative Cl, Lens 2 is pulsed positive during ionization. All lens voltages are set
by the Lens Tuning method in Auto Tune. The ring and end cap offsets are set by
the Trap DC Offset Voltage method in Auto Tune.

Event Messages Display

This area displays messages when diagnostic tests are performed.

Startup/Shutdown Tab

|ﬁnﬂﬂﬁlm A400056029.5M5 b | [Rye0s1_ocLpests E:b | I

°Z System Control - Yarian 4000 GC/MS - Not Ready

File Edit Inject Automation Recalculate  Instrument  Windows  Help

B]s| Bysamptnn v|s| Enlen| »8IF| %] 11]>|m| NotReady
m 4000.56 - Not Ready [_ 5] <]
Manual Cantiol | Auto Tune | Temperatures | Diagnostics ~ Startup/Shutdown |Acquis\l\on|
[~ Status and Contral i Current Set Poinl i Operating Conditions ————————————————
EheatedZones e |l eated Zones e
Conditions:  Analysis Trap Temperature: 100C Trap Temperature: 100C
State: Ready b anifold Temperature: s0C Manifold Temperature: 52C
Transferline Temperature: 250 C Transferline Temperature: 252 C
Source T emperature: 220C Source T emperature: 2220
—Vacuum System——————— —Wacuum Spstem—————— —Wacuum Spstem———————
Status: Ready Pump Spin Speed: 100 % Pump Spin Speed: 100 %
Current; 292 mAmps
= PlEme e ) | | = FlisumEfes P £ 8 ———————————————————|
Damping Gas:  On Turn OFf Flow Rate: 4.0 mLmir. Flow: Rate: 4.0 mLmir,
Inlet Pressure: 84 Ps|
Getter Control Getter Contral Getter Contral
’VHEatel On TunOf | | ’VTEmpelalura 400C | ’VTEmpelalura anc
Hide Keypad IEvenl Messages j
——
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Status and Control

— Status and Contral

Conditiots: Analysis

State: R eady

—Yacuum System

Status: Ready
— Pneumatics

Damping Gas:  On Turn Ot |
— Getter Control

Heater: On Turn O |

Conditions displays either Analysis or Shut Down.

State field is either Ready, Shutting Down, or Starting Up.

Canditians: Shut D own Start Up

State: Shutting Cranmn

Statuz and Contral

Conditiors: Start p

State: Starting Llp

Vacuum System

The vacuum system is either Not Ready or Ready. The turbomolecular pump
speed must be 100% for the Ready state to be reached.

Pneumatics

If the instrument is in External or Hybrid configuration, this field shows if auxiliary
Helium damping gas is flowing to the ion trap. Damping gas flow is required for
adequate mass spectral resolution and sensitivity in External mode. Although
sensitivity is compound-dependent, a flow of 3 mL/min is a suggested starting
point and the flow rate is listed in the Current Set Points area. This field does not
appear when the instrument is in Internal configuration.

Getter Control

When the instrument is in External or Hybrid configuration, the getter removes
water and other contaminants from the helium damping gas flow. Turn on the
getter heater after turning on the damping gas flow. This does not appear when
the instrument is in Internal configuration.
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Current Set Points

— Current Set Pointz
—Heated Zones

Trap Temperature; 100C
td anifold Temperature; a0C
Transferline Temperature; 250 C

Source Temperature: 220C

—%acuum Sustem

Pump Spin Speed: 100 %
— Pneumatics
Flaw B ate: 4.0 ml i,
— aetter Contral
Temperature: 400 C
Heated Zones

The current set points of all heated zones are displayed. The source temperature
is not shown when the instrument is in Internal configuration.

Vacuum System

The pump speed is indicated in the vacuum system field. It should be 100 £ 2%
during normal operation.

Pneumatics

The auxiliary Helium flow rate is shown for instruments in External or Hybrid
configuration. The flow is set in the Module Attributes tab dialog of Manual
Control. Turn the flow on by clicking Turn On under Damping Gas in the Control
and Status field. This does not appear when the instrument is in Internal
configuration.

Getter Control

The getter removes water, oxygen, and other contaminants from the Helium

auxiliary damping gas flow. This field is shown only when the instrument is in
External or Hybrid configuration. After starting the system and turning on the
Damping Gas flow, click Turn On button in the Getter Control field to heat the
getter to its operating temperature of 400 °C. This does not appear when the
instrument is in Internal configuration.
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Operating Conditions

— Operating Conditians
—Heated Zones

Trap Temperature: 100 C
b anifald Temperature: 84 C
Tranzferline Temperature: 251 C

Source Temperature; 2230

—%acuum System

Pump Spin Speed: 100 %
Current; 08 mémps
— Preumatics
Flow B ate: 4.0 ml/mir.
Inlet Pressure: 34 PSI
— Getter Contral
T emperature; 402 C
Heated Zones

The current temperatures of all heated zones are displayed. You can compare
these readings with the set points to the left in the Current Set Points field.

Vacuum System

The speed of the turbomolecular pump is100% + 2% during normal operation.
Monitor the speed during Startup/Shutdown here. The rate at which the
turbomolecular pump is started up is proportional to how long it has been shut
down. After short shutdowns for instrument maintenance, the time to reach 100%
speed should be less than 2 minutes. After extended shutdowns, the pump
speed is increased in stages related to power consumption. This slower startup
improves pump lifetime.

NOTE: Failure to reach 100% pump speed in a reasonable time indicates a
vacuum leak and corrective action should be taken. Go to the Troubleshooting
section in the 4000 GC/MS Hardware Operation Manual.

Pneumatics

If the instrument is in External or Hybrid configuration, the damping gas flow rate
and Inlet Pressure are displayed. Compare the flow rate to the set point in the
Current Set Points field. This does not appear when the instrument is in Internal
configuration.

Getter Control

If the instrument is in External or Hybrid configuration and the Damping Gas and
Getter Heater are turned on, the getter temperature is displayed. Compare this
temperature to the set point of 400 °C in the Current Set Points field. This does
not appear when the instrument is in Internal configuration.
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Shutting Down the System
To shut down the 4000 MS, click Shut Down in the upper left corner of the

screen. The heaters are turned off and the speed of the turbo pump is gradually

reduced to 35% of full speed. In the following the shutdown command was
activated. Notice that the turbo pump speed is being reduced as the heated

zones are being cooled.

After the temperature zones are cooled, turn OFF the main power using the
switch at rear of system. Manually vent the system for at least 5 minutes by
opening the vent valve on the front panel one turn counterclockwise.

NOTE: Retract the transfer line before lifting the analyzer assembly from the
vacuum manifold. Failing to retract the transfer line can cause damage to the
transfer line tip and to the trap assembly.

m 4000.56 - Not Ready

M anuial Controll At Tunel Temperaturesl Diagnostics  Startup/Shutdavn |Acquisition|

— Status and Contral — Current Set Paitt: — Operating Conditions
—Heated Zone —Heated Zone
Conditions: Shut Down Trap T emperature: OFF Trap Temperature: 100 c
State: Shutting Drown Manifald Temperature: ~ OFF Manifold Temperature: 490
Tranzferline Temperature: OFF Tranzferling Temperature: 234 C
Source Temperature: OFF Source Temperature: 22C
—acuum System — % acuum System — W acuum System
Status: Mot Ready Pump Spin Speed: OFF Pump Spin Speed: 8%
Current: 140 mémps
— Prieumatics — Pheumatic: r Prieumatic
Damping Gas:  Off (0]} | Flow Fiate: 4.0 mLAmin. Flow R ate: 0.0 mL/min.
Inlet Pressure: 84 Pl
Getter Cantral Getter Contral Getter Control
(Heater: aff (3} | ‘ (Temperature: OFF |7Temperature: IFac

Hide Keypad I IEvent Meszages j
03 14

HEMRc A

Jan
Jan 05 14:57:37:
Jan 05 14:57:37:
Jan 08 14:57:37:

Turning Getter OFF.
Turning Damping Gas OFF.
Shutdown: Pump/Heated Zones are shutting down.
DC NOT PERFOEM MAINTENANCE UNTIL SHUTDOWN IS COMPLETE.

To restart the system after activating the shutdown, click Start Up on the left side
of the screen. This restarts the pumps and turn on the heaters.
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Starting Up the System

= Status and Control

— Current Set Points r— Operating Conditions:
~ Heated Zones

—— HeatedZones————————————
Conditions: Start Lp Trap Temperature: 100C Trap Temperature: 5ac

State: Starting Up Manifold Temperature: 50 C Manifold Temperature: 51C

Transferine Temperature; 250 C Tiansferling Temperature: 71 C

Source Temperature: 220C Source Temperature: B3C

— Vacuum System i Wacuum System ~ Wacuum System

Statug: Mot Ready Pump Spin Speed: 100 % Purp Spin Speed: 4z
Current; 849 mAmps
~Preumatics————— | | r Preumatics———————————————————— rPheumatics——————
Damping Gas:  OIf On | Flows R ate: 4.0 mL/min, Flows Rate: 0.0 mL/min,
Inlet Pressure: 85 Psl
Getter Control Getter Control Getter Cantral
(Healer aff Or | (Tempelature OFF (Tempalature: 57 C

Hide Keypadl IEvent Messages j

Jan 09 16:08:27: 3tartup: Pump/Heated Zones are starting up.
Jan 09 16:08:27: Startup: Damping Gas or Getter not turned O,

Observe the increase in Pump Spin Speed during system startup in Operating
Conditions. The software is locked in the Startup/Shutdown mode until the speed
reaches 100%. You will also see the temperature readings for heated zones
begin to increase in the Operating Conditions field. If the system is in External or
Hybrid configuration, turn on the Damping Gas flow and the Getter Heater in the
Status Control field after the Pump Spin Speed reaches 100%.

NOTE: Failure of the system to reach 100% pump speed in about five minutes

indicates a vacuum leak. See ‘Troubleshooting’ section in the 4000 GC/MS
Hardware Operation Manual.

Acquisition Tab

About Running Analyses

Selecting the Acquisition button activates the 4000 module for analysis. If you
start an analysis while the instrument is in another mode, the software will
automatically shift the MS module into Acquisition mode.

0 0 125 ] som o P ccureme ]

B Sybonn Condws] - o 4 B00 G0 - et ey

File [k st Adowstion Amabodsis beoesnd  Windes  riep
|l e — <= 1 O L T

Wmssd Cortned | deds Tara || Tasystuabinss | Dlagrecetios | Siustaphosdowr,  decpiation |
St Grd Lobed [FETEne=]

[ mem iy Lereliboren
Foan Trsr (000 wirmis St Aoguren § g Huandes Tl DutnFile
End Tina | 10 00 redritsa S agrand [uocipdon ScanHukar [
P Rask ScanDmiopton  Flarand DN ek Tira: [
o HeFml ™ Wk Foa Rasdeln | | ScanHargs - ‘e Lok E

e Eoypad | [Fomctam o (eoratopan =]

G G e =t

After starting Acquisition, the yellow (Not Ready) light turns green (Ready). The
4000 module is ready for analysis. If the GC is not ready, a Not Ready message
is displayed. After the GC and AutoSampler become ready, the Not Ready
message changes to Ready. To determine the individual ready states of the
components, go to the menu under Windows and see the states for the 4000,
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3800, and Combi PAL modules. After all components are ready, an analysis can
be started.

Run an analysis as a single sample or using an automated sequence. To run a
single sample, go to the topic “Injecting a Single Sample” on page 159. To run an
automation, go to the topic “Injecting Multiple Samples” on page 167.

Status and Control

— Status And Control

Fun Time:  0.00 minutes Start .-’-'-.n:quisitinnl
End Time: | 10.00 minutes E dit Method

9] Ready
3 Mo Fault [ wait For Readyln

Before an acquisition starts, the Status and Control field looks like the preceding.
The Run Time is 0.00 minutes. The End Time is the run length specified for the
4000 MS module in the active method. The Ready and No Fault lights are green.

Use Acquisition to override automation and start a run automatically before the
system is Ready. However the file name of the run is 4000.x.sms, not the file
name specified for automation runs. Click Edit Method to open the Method
Builder and modify the method. You are prompted to re-activate the method after
you save changes and return to System Control. Wait For ReadyIn: This feature
is used with external devices that are not networked in to the system such as
Purge and Trap systems. If Wait For Readyln is selected, the system waits for a
signal before starting an acquisition.

— Status And Control

Run Tirme: 10,96 minutes Stop .-'-‘-.::quisiti::unl
15.00 minutes Edt Method

o Rurning
{3 Mo Fault [T wiait For Beadaln

After an acquisition starts, the run time increases in 0.01 minute increments. Stop
Acquisition terminates the MS run but does not terminate the GC run. Terminate
the GC from the GC module window accessed from the Windows menu. To
increase the end time, click End Time and select the desired time.

NOTE: Changing the End Time for the MS module does not change the GC End
Time. Extend the GC run time from the GC keypad.

Endtime

Fleaze enter a new endtime: I 20,06

Ok I Cancel |
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MS Method

M5 Method
Segment Mumber. 1 of 2

Segment Dezcription:
Scan Descrption:  Filament O

Scan B ange: 200 - 205

Before an acquisition starts, the active method is in Segment 1, which is normally
a Filament/Multiplier Delay segment. The length of the segment keeps the MS off
until after the GC solvent elutes.

M5 kethod
Segment Mumber: 2 of 2

Segment Description:
Scan Description:  El Auto FULL
Scan Range: 40 - 300

After a run starts, the Segment Number increments as each segment of the
method runs. The Segment Description is the user-entered description in the
Segment Description field of the MS Acquisition Method in the active method.
The Scan Description indicates the ionization and ion preparation methods used
for acquiring data; these methods are chosen in the Scan Type/Group and
lonization fields of the Method Segment field of the method. Scan Range is the
acquisition mass range.

Operating Conditions

Data File shows the name of the file being acquired. The Scan Number,
lonization Time and lon Count for the current scan are displayed in their
respective fields. This display is updated on a scan-by-scan basis throughout the
GC/MS run.

— Operating Conditionz
[rata File: 3081 _Lin_Calurn_T st

Scan Mumber: 934
lorization Time: 2683

|on Count; 118117

65



Parameters That Affect MS Operation

Electron Multiplier Gain

Normal 4000 GC/MS operation assumes that the electron multiplier gain is set up
to produce approximately 10° electrons per ion. The multiplier voltage needed
for this gain is determined automatically by the Set Electron Multiplier method in
Auto Tune. Changing the multiplier voltage will change the gain of the MS;
calibration and analysis runs should always be run at constant gain to
achieve valid results.

Under certain circumstances (low background, small signal) increasing the
electron multiplier gain by +100 or +200 volts above the 10% gain can improve
the detection limit. As noted above, the same multiplier gain must be used for
determining the calibration curve and analyzing unknown samples.

Emission Current

The emission current is an adjustable parameter in Internal configuration only. It
is set at a fixed 25 pAmps for Hybrid and External configurations.

As a starting point for Internal configuration full-scan analyses, the emission
current should be set so that the ionization time is slightly less than the Maximum
lonization Time for the method. Then the instrument will have its best dynamic
range when data are automatically scaled to account for adjustable ionization
time. If the ionization time is already lower than the max ion time when it is set for
10 uAmps, no sensitivity enhancement (as reflected by signal-to-noise
enhancement) will result from increasing the emission current.

In certain cases, a high emission current can be used to improve sensitivity. One
example is EI/MS/MS in Internal configuration where the MS/MS isolation step
eliminates the higher background that would normally arise from a high emission
current.

lon Trap and lon Source Temperatures

Internal or Hybrid Configuration

It is important that the ion trap temperature be high enough so that analytes
eluting from the column do not condense on trap surfaces. If condensation
happens the chromatographic peaks tail. Trap temperatures can be 50-75 °C
below the highest temperature for the GC column temperature ramp without
compromising chromatographic performance.

Certain compounds (such as. straight chain hydrocarbons) fragment more at
higher ion trap temperatures. Using a low column flow rate in combination with a
trap temperature below 150 °C will improve the mass spectra when fragile ions
are present.

After the system is shut down and the ion trap vented to the atmosphere, do an
initial bakeout period at elevated temperatures to rapidly removal water vapor.
After this, reduce the trap temperature to 150-175 °C. Use the manifold bakeout
functions to do this overnight and reset the temperatures to operating conditions
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automatically. Some applications may require higher temperatures and this is
acceptable. In general, use the lowest temperature that provides good
chromatography.

External Configuration

A low ion trap temperature does not cause tailing of chromatographic peaks
when the instrument is in External configuration, although a Source temperature
set too low may cause similar effects.

As with Internal and Hybrid modes, it is advisable to bake the system out after
maintenance.

AGC Target TIC Value

In EI mode with AGC on, the target TIC value determines how many ions AGC
allows into the ion trap during the calculated ionization time. While increasing the
target TIC value will increase peak heights, increasing it too far will result in a
loss of mass resolution. This would be observed as mass miss-assignments
and/or incorrect isotope abundance ratios. For full-scan El operation, a target TIC
of 20,000 is a good starting point. Under special circumstances, e.g., MS/MS, a
much lower target TIC, such as 5,000, is required. As the m/z distribution of the
stored ions becomes smaller, fewer ions can be trapped without a loss of
resolution.

Using 4000 MS Methods in System Control

The Startup Methods

When you open System Control and display the 4000 MS System Control
Window, the Startup1.mth (first time) or the last active Method for the 4000
GC/MS is activated.

The Startup method is a copy of the Default method. You can use it to build new
4000 MS control methods.

The Default method is placed in the file directory to ensure the existence of a
valid method for the operator to build on. Do not alter this method when
developing new methods

Change the Startup method if you are going to use a customized set of base
parameters to build methods.

NOTE: In building new methods, clicking Defaults places instrument-valid default
values in the section being built, regardless of the values placed in the
Default.mth.

To change Methods, click Activate a Method on the System Control Toolbar or
choose Activate Method from the File menu.
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'@ System Control - Varian 4000 MS - Not Ready
I File Edit Inject Automation Recalculate Instrument

Help.

EBX)

Bl|S| BEstatuot.min

4000.0

2| e E 8 f5l S| o] 11 »-| M| Not Ready

Manual Control | Auto Tune | Temperatures | Diagnostics | Startup/Shutdown | Acquisiion |

[FContiol and Status

Method | active Segment | Checks and Acustments | Madule Sttibues |

Sowce: Intemal e

Method: Intemal Upload MS Method Inst it Config tion Acquisition Data Type.
. “Inlema\ ElandCl | | [(" Centioid ¢ Piofile
Yacuum Systam: 0K ! i |
Temperatures: DK Source: 0K Chiomatographic: Time Seaments

lon Gauge Pressure: 0.0uTon (Fil 1 Valid)

Segment Description

Start

(min.) | (min.)

FIL/MUL DELAY

End l e ﬂ Add
Scan D
Insert
3.00 lonization D Delsts
10.00 El Auto - Full

I~ Tap

Scanning

[~ Calibration Gas - Method Active Method Segment Sean Function Channels
I~ lon Gauge I~ ClGas Activate - =
Era— | I Restore [Numbee| 1= FILMUL DELAY W cycle _brette] 7| N
A || @ 1L =] -

Scan Number: 7732, Time: 10.692 min.
RIC: 7, lon Range: 10.5 - 1000.0 méz

Base Pe
lon: 1674 us, Segment

2000%

1500%—

1000%]

Editing Methods from the 4000 MS Status and Control

Window

You can edit the method in Manual Control and save the changes immediately by
clicking Upload MS Method. However if you wish to also edit other sections
such as data handling, reports, or 3800 GC sections, click Edit Method in either
the Manual Control or Acquisition Window to open the method in Method Builder.

- Control and Statuz

Source: [nternal
tethod: [ntermal

Edit Method |

Upload M5 Meth-:u:ll

Wacuum Svstern: OF.

Temperaturez:  OF,

Method Builder opens with the active Method loaded. You can edit that section or
other sections of the Method.

After editing and closing the Method Builder window, you are prompted to
reactivate the Method. Reactivating the Method downloads the changes.

Source:;

ok

~

“?4) Method C:ivarian'aiMeth3271.mth has changed! Reactivate it?
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yNOTE: If you access the active method from Method Builder via the Workstation
Toolbar, and then close the method editor or save a file, the method must be
reactivated in System Control. To reactivate the current method, click the button
for the method (in this example startup1.mth) in the System Control toolbar and
then select Re-Activate Method.

E System Control - Yarian 4000 GC/MS - Mot Ready
File Edit Inject Automation Recalculate  Instrument  indow

’i%lﬁlﬁl 5 startupl.mith vlez
Wigw/Edit Method
m_4000.56 - Not Ready Edit Compaound Sets

b aral Control | Auto Tunel Tempe  Print Method
Re-Activate Method

— Cantral and Status

Changing Method End Time from the 4000 MS Status and
Control Window

You can change the end time of the acquisition from the Status and Control
window.

— Status And Control
Fun Time: 032 minutes Stop .-“-‘u:quisiticunl
10.00 minutes Edit Method
o Running
& Mo Fault ™| wiait For Beadaln
Click End Time.
Endtime |

Pleaze enter a new endtime: IEI.1 9
Cancel |

Enter the new end time and click OK.
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Effects of Hardware Configuration Changes

After changing the configuration, for example from External to Internal
configuration, System Control restarts. When the 4000 MS module connects, it
compares the current configuration stored in the current Module Attributes with
the configuration reported by the hardware. If these do not match, the Module
Attributes are updated (preset) to the appropriate configuration. A similar process
occurs for the default method (Default.mth).

After making the hardware configuration change, any new method has the
appropriate instrument configuration by default.

NOTE: The presetting of Module Attributes requires that the user run all Auto
Tune routines, as the prior Auto Tune results will be invalid.

3800 GC System Control Window

The Instrument Window

After you have configured your 3800 GC in an instrument, you may view the
Instrument Window. The instrument window allows you to monitor the status of
all modules assigned to the instrument, perform injections of one or more
samples, and perform batch Recalculations.

E’ System Control - Configuration

Ele Edit Inject  Automation  Recalculate  Instrument  Windows  Help

’.|B-°|E‘-°| ) NaFie |w-“| l|ll| [ 2= i |||P|.|

Instrument 1: Warian 4000 GCIMS
Operator: Jean-Louis
Ready

AutoStart Module

3000
4000

44 -hobs_mpl

Instrument 1 Farameters... i

Awailable
Modules
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Double-click in the instrument area or select the instrument from the Instrument
menu to view the 3800 GC Status and Control window. If the 4000 MS window is
displayed, use the Windows menu to select the 3800 GC module.

B System Control - Varkan 4000 G095 - Wadting for ** Ready
Fie Edt Iniect Actomstion Recsculste Instrument | Windows Help

Be]] [Fe0s_0CLPen_ Bl nh ::"_':‘“’:;_“"“‘“"‘ Waiting
L w soonss ot meaty________[ESERA
Marusal Corinel | fusa Ture | | 1 Windowe

durange Ions.

Cortrod and Stahe. ety |

s swohis g
Method Extenal E| UMMSMM| et Instrument | Stetus
=

Treg:

1/ 4000.56 - Wot Rsady e |

Badomalic G Conteol

Taget TIC A0000 2] count
=l
5 'l: Taogs F [~ At Sean Function Channels Hass Data Typs | | bnterisity Nossaleation
lon Gauge ™ 01 Gas i ] = " Contsid T By lanization Time
] [ 08 ke 7 o oweia[ T3] | S| i

If the Status and Control Windows for the modules configured in the instrument
are not currently displayed, you can select Show Module Windows from the
Windows menu and select a module for display at the bottom of the menu.

Elements of the System Control Toolbar

The System Control Toolbar provides you with buttons to do the most common
tasks performed in System Control. Most Toolbar buttons correspond to a menu
command. You can learn what each button does by resting the pointer on the
button. Note that the buttons controlling the SampleList, Sequence and
RecalcList become available after you activate a corresponding automation file.

_'_El__' System Control - Star ## 2 - Ready

File Edit Inject Automation Becalculate Instrument  Windows Help
L 1 P | 1 e
| Byssoozmn View/Edit Method ghirgEa| 20> ||

Print Method
ate bdethod

Click Re-Active Method for additional options.

The 3800 GC Status and Control Window

The 3800 Module Window is like the following. The left side of the window shows
the 3800 Operation parameters: RunTime, End Time, Method State, and Fault
State. The Start, Reset, and Method buttons control the 3800 GC.
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If a detector other than the MS is used for data acquisition, the detector signal
can be viewed in the real time chromatogram display..

=g 3800_44 - Equilibrating

3800 Dperation Temp Zones Set Actual

D Col Owen: 30 90

RunTimme:  0.00 min Starf
——— | |2 Frant 1075: 95 95

EndTime:  4.00 min Reset

o ——= 1| (D Mid 107 af - 43
] E quilibrating Method... @ Coolable3: MAd Mg
@ Faut @ Frant FID: 260 260

(D tid TSD: Qff &0

Walves: -1-2-3-4-5-6-F (@ Heatable3: MAd MAd

<=§=>| 8 |<=‘>| | | N View Middie Only
‘—I_I—' Wiews F & M Horz
125 :| Frant FID: 0.018 mY Wiew F & b Wert

Output from multiple detectors can be viewed horizontally or vertically.

The component status display can be changed to view detailed status of each
component in the GC.

=] B2
TempZones  Set Actual— — Front Detector EFC Status
(2 Cal Dven: 90 90| Type 11 Readw Mo Fault Mo
(2 Front 1079 90 90
@ Mid 1041: Off 43| Ch 1 [Make up) Set; 28, Actual: 28
@ Coolable3: MAt WA
(2 Frant FID: 260 2R0||Ch 2 [H2] Set: 30, Actual: 30
@ Mid ECD: Of 43
(@ Heatable3: MNAA MAA || Ch 3 (4] Set: 300, Actual: 300
e Elat “View Front Only j Front Detector EFC Status -
Front Injector Status
] iddle Injector Status
Frant Flow/Pressure Status
Middle Flow/Pressure Status
Column Oven Status
Front Detector Status

|Middle Detector Status

Click a temperature entry to select the corresponding component status or select
the component status from the list. The component status is displayed in detail.
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Click View Setup to see the 3800 Setup dialog.

3800 Setup

Column Oven Zone: Temp Limit 450 C: No Coalant
Zane 1: Frant 1073: Temp Limit 450 C; No Coolant
Zone 2: Mid 1041: Temp Limit 450 C; Mo Coolant
Zone 3: Not Configured!

Zone 4: Front FID: Temp Limit 450 C

Zone 5: Mid ECD: Temp Limit 450 C

Zone E: Mot Canfigured!

Front Injector EFC Type 1 iz Configured with Outlet: Atm, Units: psi. bin Flove: 20 ml/min
Iid Injector EFC Tppe 3 is Configured with Dutlet: Atm, Units: psi
Rear Injector EFC not Configured

Front FID Detectar EFC Type 11 is Corfigured with Ch 1: He makeup: Ch 2 H2: Ch 3: Air
tdid ECDr Detectar EFC Type 13 iz Configured with Ch 1: M2 makeup
Rear Detector EFC not Configured

Frant Calurnn is Configured with L=4 meters, D=320 microns, He Carier Gas
Hid Column is Configured with L=4 meters, D=0 microns. He Carrier Gas
Fiear Column not Configured

Walve 1 iz Unused: Default iz OFf; Energized iz On
Valve 2 is Unuszed: Default is OFf; Energized is On
Walve 3 is Unused: Default is Off; Energized is On
Valve 4 iz Unuged: Default iz Off; Energized i On
Valve 5 is Unused: Default is OFf; Energized iz On
Walve B iz Unused: Default iz OFf: Energized iz On
Walve 7 iz Unused: Default is OFf; Energized is On

The Installed hardware is listed. The setup is changed from the 3800 GC front
panel.

The Real-Time Chromatogram Display

All detectors installed on the 3800 GC display their chromatographic signals in
real time. Configuration of the chromatogram display for all detectors is the
same.

=g 3800.44 - Equilibrating M=l =
3800 D peration TempZones  Set Actual— — Column Owven Status
FunTime:  0.00 min Start 8 lEDl D:Er;g gg 2192 Eead_l,;::No Eault: EJD ot O
. T Tart : weh Power: Ok aolant:
EndTime: - 400min _Reset ||/ 1079, Off  71|| Setpaint 90C  Actual 210C
® qibiaing  [Mehod | | rogabes WA Nia| Stabiaton Tine 0.00mn
D NoFaul @ Front FI: 260 260
@ Mid TSD: 0ff B9 | Enable Columin Oven Coalant at 60 C
Walves: -1-2-3-4.5E-7 @ Heatable3: MAA - MAA|| Timeout: 2000 min - Timed Out: Mo
Calurnn Oven Status j
Front FI0: 0.077 my A ’
T T T T T T T I_I T
0.5 1.0 1.5 2.0 25 3.0 E'E?Hnutes £

fiidoevpad Show only the chromatogram display. Continue to view the signal

after the run. Select the detector(s) to view.
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I = :
CNEEE[EnE
[Fon 0 ooy

E Hide/unhide the Toolbar.

i Set both the amplitude and time axes to full scale.
Set the amplitude axis to full scale.

Set the time axis to full scale.

Return to previous stored scaling.

Go to next stored scaling.

E Enable/disable the Auto Scale feature.
E Enable/disable the cursor display.

Select the background color for the display.

Drag an area of the display to view a more detailed section of the plot, or zoom in
both axes by pressing and holding the left mouse button on the spot you wish to
enlarge. (Holding the Shift key down will allow you to zoom out.)

] o<l [l
[Foni 0091 mv

I.d i i = .
|:|T|j|—|§ |—|—|— Adjust amplitude
scale.

Adjust zero offset.

Hide/unhide
vertical amplitude
scale slider.

Adjust time scale.
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Documenting Module Information

You may wish to document the configuration of your modules, their installation
and most recent service dates, and other information pertinent to your
instrument. To do so, use the Module Information Editor accessed from the Edit
menu in the instrument window.

Vér' System Control - Star #f 2 - Ready [_ (O] %]
Filz Injgct  Automation Recalculate  Instument  Windows  Help

I Sth:L?:sl | ElEn] v el el ] 10| m]

Lopy

Easte Ghiift s Sn 3800 45 - Ready

L5 el 3800 Dperation TempZones  Set Actual—| —Front Detector EFC

fdd RunTime: 0,00 min Start || © Col Oven: 90 90| Type 11 Ready N
Inzert sz EndTime:  4.00 min Resst [ e S0 &l

y @ Mig 1041: O 48| Ch1 (Make up) Set
Selectil Citrbrie O Ready Method || 1@ Coolable  Mes Na
Fil Doy © NoFaul OFentFD: 260 260|| Ch2 [H2) Set 30, &
@ Mid ECD: o 42
Valves 1234567 @Heatable3  N/A N/A|| Ch3 (ai) Set 300, 4

Hidz Keypadl View Setup I FiEsume Flat "Viaw Frant Only j Front Detector EFC &

3]
B0 -{[Front FID 0,044 mv

50
404
304
20
104
i]

mynlis

53 54 55

Click on the module window to give it the focus.
Select Edit Module Info to display the Module Information Editor dialog.

B Module Information Editor - C:ASTARVMODULE 45 MDF

File Help

sdd | Edi |  Delete | Help | Done |

Drescription = 3800 G in Evaluation Lab
Serial Murnber = 1937_P2

Date Installed = J anuary 30. 1987
Iniections = 1234

Servize
Last Service Date = February 24, 1387
Service Contract = 48 123456

Add or edit sections and items in sections.

The injections value is updated for each injection.

Select Help for details on creating and editing module information.
Click Done to close the window.

Module information is copied into Data Files generated after injections and can
be included in the Run Log portion of the results report.
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Configuring the GC/MS System

Starting System Control the First Time

Before you enter System Control for the first time, confirm that the proper
instrument modules have been enabled and that any instrument modules that are
not part of the system have been disabled. To enable or disable instrument
modules see the Workstation Toolbar section, “Enable/Disable Instrument
Modules” on page 13.

Configuring the Instrument

Before beginning the configuration process, you should know whether you will be
attaching your Workstation and 3800 GC to a company network or to an isolated
network only used for instrument control. If you have a Network Administrator on
site, you may wish to ask which configuration is recommended.

Use this table to determine the order in which you should read the following
sections.

1. If an Ethernet card has not been installed and configured on your PC, read
“Installing and Configuring the Ethernet Card ” on page 76 and one of the
following:

e No Company Network: See “Configuring the 3800 GC Communication
(No Company Network)” on page 83.

e Company Network: See “Configuring the GC for a Company Network® on
page 85.

Read “Connecting the 3800 GC to a PC or Network” on page 82.

If you have not already installed the Varian MS Workstation, do so before
proceeding.

¢ No Company Network: See "Configuring the 3800 GC Communication
(No Company Network)” on page 83.

¢ Company Network: Read “Configuring the GC for a Company Network”
on page 85.

4. Continue reading the rest of the sections, starting with “Adding a GC and MS
to the Instrument ” on page 92.

Installing and Configuring the Ethernet Card

NOTE: The following section describes a procedure that is relatively generic;
consult your Windows documentation and that of the Ethernet card manufacturer
for more detailed explanations.

See the installation instructions packaged with your Ethernet card for information
on installing the Ethernet card in your computer. Before proceeding, your
Ethernet card should be recognized by your Windows version. When done, the
Network Neighborhood icon should appear on your Windows desktop.
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NOTE: For the following procedure, the use of disks other than the ones that
were used for the original Windows installation may result in an Ethernet driver
version mismatch that keeps Windows from starting. Should this occur, it may be
necessary to remove the Ethernet Board from the computer to remove the
incorrect Ethernet drivers.

To Configure your computer’s network settings to communicate with the 3800
GC do the following:

1. Run the Control Panel by selecting it from the Start menu (under Control
Panel or Settings).

2. Double-click the Network icon.

Control Panel [_[Of <]
Eile Edit Wiew Help
I@ Cortral Panel j & gl il X E!I
E!‘ 32bit ODBC [&]Accessibiity Options 8 A dd Mew Hardware
Add/Remove Frograms (] Date/Time Display

[ Farts & Intemet

@Mail and Fax G Miciosoft Mail Postaffice
) Mouss 18, Multimedia

R 00eC T Passwords

i Regional Settings ¥ Sounds

B arian Star

|Configures network hardware and software. v

3. If TCP/IP is already listed in the list of network components, skip to the Note
after step 6, otherwise, click Add.

Network

Configuration | Idenlificalion' Acoess Control'

The following network components are installed:

Client for bicrozoft Metworks

Client for Mefware Networks
3Com EtherLink (11 154 [3C509/3C503b] in 154 mode
|P#/S P -compatible Protocal
MetBEUI

Add... | Remove | Properties |

Frimary Metwark, Logorn:
Client for Microsoft Networks j

File and Print Sharing. .. |

Description

TCPAP iz the protocal you use to connect ta the Intemet and
wide-area network s,

Ok I Cancel

4. Select Protocol and click Add.
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Select Network Component Type EHER

Click the type of network. component you want to install:

Client Add..
BE) Adapter
Y Protocal Cancel |

Protocol is a language’ a computer uses. Computers
must uge the same pratocol to communicate.

5. Select Microsoft as the manufacturer.

Select Network Protocol

Click the Metwork. Protocol that you want to install, then click OK. If you have
3 an installation disk for this device, click Have Disk.

Manufacturers: Metwork. Protocols:
|F#/5P-compatible Protocol
Microzoft DLC

MetBELI

Have Disk.. |
0K I Caricel I

6. Select TCP/IP as the protocol. Click OK. The protocol is added to your
installed network Component list.

NOTE: If you are not connecting your Workstation to a company network (that is,
you are not assigned an IP address by a Network Administrator), follow the next
three steps. If you are connecting your Workstation to a company network, skip
to “Configuring the GC for a Company Network” on page 85.
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Configuring TCP/IP Parameters with no Company Network

The following three steps assume you have completed steps 1 through 3 from
the previous procedure.

1. Select TCP/IP from the network components list and click Properties. The
TCP/IP properties dialog box is displayed.

TCP/IP Properties EHE

Bindingz I Advanced I [DMS Configuration |
Gateway I WINS Configuration IP Address

An P address can be automatically azsigned to thiz computer.
If paur network does not automatically assign 1P addrezzes, ask
wour network. adminiztrator for an addresz, and then type it in
the space below,

" Obtain an IP address automatically

% Specify an P address:

IPaddess 10 . 2 .128. 1 |

Subret Mask: |255. o.0o0.0 |

T Cancel
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2. Enter an IP address in the range 10.2.128.1 through 10.255.255.254. Note
that if you are adding more than one Workstation to this network, each
Workstation PC must have a unique IP address within this range. The
Subnet Mask is automatically set to 255.0.0.0. Do not change this value.

TCP/IP Properties 7] %]
Bindings | Advanced | DMS Configuration |
Gateway | WINS Configuration IP &ddress

An P address can be autamatically azsigned to this computer.
If wour network does not automatically assign IP addrezses, ask
wour network administratar for an address. and then tepe it in
the space below.

" Dbtain an IP address automatically

% Specify an IP addiess:

IPAddess  [10 . 2 .128. 1 |

Subnet Mask: |255. o.0.0 |

Cancel |

Ensure that no entries have been made in your Gateway, and that Domain
Name Server (DNS) and WINS Configuration have been disabled. These
entries are not used in an isolated network. They may cause problems
if they are present. Delete any settings that may have been entered from a
previous configuration.

3. Click OK in the Network dialog box. You will need to reboot Windows for the
changes to take effect.

NOTE: See Communication Problems in the Diagnostic and Troubleshooting
section for information about diagnostic tools to verify that your network
installation is correct.
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Configuring TCP/IP Parameters for a Company Network

The following three steps assume you have completed steps 1 through 5 from
the previous table.

1. Select TCP/IP from the network components list and click on the Properties
button. The TCP/IP properties dialog box is displayed.

TCP/IP Properties 7] %]
Bindings | Advanced | DMS Configuration |
Gateway | WINS Configuration IP &ddress

An P address can be autamatically azsigned to this computer.
If your network does not automatically assign IP addreszes, ask
wour network administratar for an address. and then tepe it in
the space below.

" Dbtain an IP address automatically

IPAddess [123.190. 37 . 207 |

Subret Mask: 255 .255 .255.190 |

Ok I Cancel |

Enter the IP address to be used by this Workstation. Contact your Network
Administrator (or whoever assigns IP addresses in your network) to get the
appropriate address. Note that each Workstation PC must have a unique
IP address. Enter the appropriate Subnet Mask to be used with this IP
address.
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Your Network Administrator may instruct you to obtain an IP address
automatically by selecting the appropriate radio button.

TCP/IP Properties EHE
Bindings I Advanced I DMS Configuration |
Gateway I WwINS Configuration IP Address

A0 IP address can be automatically azsigned to thiz computer.
IF wour network, does not automatically azsign IP addresses, ask
wour network. administrator for an address, and then tppe it in
the space below,

@ an P address a@

" Speoily an|P address:

IPAddess:  [132.190. 73 .207 |

Subnet Mask: | 255 .255.255.192 |

ak. I Cancel |

Contact your Network Administrator (or whoever assigns IP addresses for your
network) to see what the appropriate settings are for your Gateway, and whether
Domain Name Server (DNS) and WINS Configuration are needed.

1. Your Network Administrator may also instruct you to specify parameters in
the Bindings and Advanced tabs.

2. Click on OK in the Network dialog box. You will need to reboot Windows for
the changes to take effect.

NOTE: See Communication Problems in the Diagnostic and Troubleshooting
section for information about diagnostic tools to verify that your network
installation is correct.

Connecting the 3800 GC to a PC or Network

See the Installation Instructions for the 3800 GC Communications Board
(packaged with the 3800 GC Communications Kit) for details on adding the
communications board to your 3800 GC (if it has not been previously installed),
and the “Communications” section of the 3800 GC Operator’'s Manual for
instructions on connecting your GC to the PC or a company network. Before
proceeding, your GC should be connected to your PC or network.
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Configuring the 3800 GC Communication (No Company
Network)

Use the following instructions if both a 3800 GC and Varian MS Workstation PC
are being connected to an isolated network, that is, a network dedicated to
Varian MS Workstations and the instruments they control. In this case, a Network
Administrator will not be involved in assigning IP addresses.

NOTE: If you are connecting your 3800 GC and Varian MS Workstation PC to a
multi-purpose company network managed by a Network Administrator, see
Configuring the 3800 GC Communication for a Company Network.

You can connect one 3800 GC directly to one Workstation...

)

MS Ethernet 3800 GC
Workstation Cahle

|

After you have configured your computer’s network settings start System Control.

3 Lanalysw n b'@uemunm
;W

Click on the System Control/ Automation button.

When System Control has started for the first time, the Star Assistant
Communication Configuration Wizard will appear to guide you through the setup
and network connections of your 3800 GC. Use the following procedure for
configuring the IP address for your GC.

The first time the Star Assistant guides you through the setup of your 3800 you
will get the following messages:

- - - - |
Configuring Communications |

Thiz Star Azsistant will guide you thraugh
the configuration of the hardware and
zofbware uzed for communications with wour
instrument modules.

If pou prefer to wait, you can use the Setup
commandsz in the 'Instrument’ FMenu at any
tirme:.

Click the Mexst button to continue.

¥ Show this introduction nest time

<Back  [FTTHexts R Cancel
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Read the description presented in each window and click on the Next button to
advance to the next step.

Configuring Communications

Fieady to Setup Ethemet Communications.

Click the Mext button bo continue.

< Back

Cancel

- - - - |
Configuring Communications i

“fou have installed a driver for the 3800 GC that uges Ethemet to
communicate with the GC. The communications sofbware heeds to be
configured o that the Star Workstation can locate and identify the
inztruments on pour netwark,

Click the Next button bo continue.

< Back Cancel |

From the Setup Ethernet Ports dialog box, click on Setup for IP Address
Management [BOOTP Server].

| Setup Ethernet Ports for nabilB_csh_varian com - 132 190.73 155

Addiess  Moduls Type P Address or Demain Name Status Actual IP
44 | none  H Mo Address
15 I No Addess
16 Jore =] ] No Address
47 | [nere ] Mo Address

|P Address Management [BOOTP Server)
{ Mo IP ddresses are being assigned from this Waorkstation,

¥ Prompt for Setup if needed < Back oK. Cancel

Click on the Setup button.

When the Setup BOOTP Server dialog box is displayed, turn on the 3800 GC
that has been connected to the network.
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NOTE: If more than one Workstation is being connected on the same network,
only one Workstation should manage the IP addresses for all GCs connected (all
others should have the Manage IP addresses from this Workstation checkbox
unchecked). If more than one Workstation is managing IP addresses, naming
conflicts may arise.

As the GC is powered on, an entry is added to the table. For each entry, an IP
address is automatically assigned. For each GC, you provide a host name that
will be used to identify it in the Varian MS Workstation.

Setup BOOTP Server at 10.2.128.1
W iManage IP addresses from this ‘whorkstation
[ Require pazsword entry for this dislog box

Ethernet | p pgdress| Host— _
Addrecs
0E09300840e | 10013214 Pl [ ISt

HEH

Delete

Lo = Y P

=
a | »

Thiz whorkstation will azzign IP Addreszes az 3800 GCs are powered on.
Llze thiz feature when only ‘work stationz and 3800 GCz are connected ta
the network. 'ou must enter a Host Mame for each 3800 GC, after its IP
Addrezs 1z azsigned, before it can connect bo ang Woaork station.

Thiz Workstation will azzign theze settings to each 3800 GC

Subnet Mazk: Z55.00.0
Gateway: 0.0.0.0
Diarnain: {unnamed:

Canicel |

Click on the Manage IP addresses from this Workstation checkbox to manage
your GC'’s IP address from this Workstation. As the GC is turned on, its Ethernet
address is added to the list. The IP address is automatically generated. Enter a
host name for each GC. This name is used to identify the GC in the Workstation.
You cannot connect to a GC until you provide it a name. Click on OK when
host names for each GC have been entered.

NOTE: Proceed to “Using a Password to Protect BOOTP Settings” on page 90.

Configuring the GC for a Company Network

Use the following instructions if both a 3800 GC and Varian MS Workstation PC
are being connected to a company network, that is, a multi-purpose network
used for services in addition to instrument control. In this case, a Network
Administrator will be involved in assigning IP addresses. If the GC and the Varian
MS Workstation computer are the only devices being connected, see
“Configuring the 3800 GC Communication (No Company Network)” on page 83.
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You may connect virtually any number of 3800 and 3900 GCs and any number of
Varian MS Workstation computers to a company Ethernet network.

Depending upon your network configuration, all Varian MS Workstations will be
able to control all 3800 and 3900 GCs on the network.

After you have configured your computer’s network settings start System Control.

@ Defaut.mth
SIS

Click on the System Control/ Automation button on the Workstation Toolbar to
start System Control.

When System Control has started for the first time, the Star Assistant
Communication Configuration Wizard will appear to guide you through the setup
and network connections of your GC.

NOTE: Before proceeding with this section, consult your Network Administrator
about whether a central BOOTP Server is available on the network.

1. If IP addresses are managed by a central BOOTP Server, then proceed to
Specifying IP Addresses from a Central BOOTP Server.

2. If IP addresses are specified by a Network Administrator but not centrally
managed, then continue reading Specifying IP Addresses from System
Control.

Specifying IP Addresses from System Control

The Varian MS Workstation can be used to specify IP addresses to 3800 and
3900 GCs attached to the network.

Use the following procedure to manage IP addresses from System Control.

The first time the Star Assistant guides you through the setup of your GC the
following opens:

Configuring Communications

Thiz Star Azzistant will guide wou through
the configuration of the hardware and
zaftware uzed far communications with your
instrurment rodules.

IF you prefer bo wait, you can use the Setup
commands in the Instrument’ Menw at any
time.

Click the Mext buttan ta continue.

¥ Show thiz introduction rest time

Read the description presented in each window and click Next.
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Configuring Communications

Configuring Communications

From the Setup Ethernet Ports dialog box, select Setup to display the BOOTP
Server dialog box.

Setup Ethernet Ports for nabilB.csb. varian.com : 132.190.73.155

I |
L& e
I | T

IR | T

Select Setup to display the BOOTP Server Dialog Box.
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The BOOTP Server dialog contains a table listing all 3800 and 3900 GCs to
which IP addresses may be assigned.

NOTE: If more than one Workstation is being connected on the same network,
only one Workstation should manage the IP addresses for all GCs connected (all
others should have the Manage IP addresses from this Workstation checkbox
unchecked). The Workstation acting as BOOTP Server must remain running all
the time to allow other Workstations to connect to GCs. If more than one
Workstation is managing IP addresses, naming conflicts may arise.

Setup BOOTP Server at 132.190.73.1556
¥ iManage IP addresses fram this W orkstatior
™ Require password entry for this dislog bos

Ethernet | 1p ggdress Host—
Address
00.60.92.00.84.0= 0.0.00 r Insert

Delete

fie

o I = L L L

1| |

t anwally enter an 1P Addrezs and Host Mame cnrrespnndlng to each
Ethernet Address in the table, Use this feature when individual [P
Addreszes and Hozt Mames have been reserved for uge by each 3300
GEC, but IP Addrezs and Host Mame management iz not performed by a
Metwork Administrator.

¥ Azzign IP addiesses manually

) Assign: IIJ_ IF addrezses starting from: IEI.D.EI.EI

Thisz "ok station will assign these settings to each 32300 GC

Subnet Maszk: 205,255 255,192
G ateway: 13219073129
Diomain; csh.varnan.com

Cancel |

Check Manage IP addresses from this Workstation box to enable the BOOTP
Server.

If 3800 or 3900 GCs are already connected to the network and powered on, their
Ethernet addresses will appear in the table.

You must enter a host name for each GC. The IP address will not be assigned to
the GC until a name is entered.

You may manually assign any IP address to any GC. When this item is selected,
type the IP addresses directly into the table. Select OK when all addresses and
names have been entered.

When the Assign # IP addresses starting from: #. #.#.# radio button is selected,
the bottom portion of the dialog changes.
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Thiz “Workztation will agzign IP Addresses from a reserved block, of
addreszes az 3800 GC= are powered on. Use thiz feature when [P
Addreszes have been reserved for uge by a poal of 3800 GCs, but IP
Addresz management iz nat performed by a Metwork Administratar. ou
muzt enter a Host Mame for each 3800 GC, after its I[P Address is
azzighed, before it can connect bo ang work.station .

" Assign IP addresses manually

o+ Assign: [4 IP addreszes starting from: |1 32.190.73.204

Thiz “workstation will aszign these settings ta each 3800 GC

Subnet Maszk: 256 2552551592
Gateway: 132190.73.129
Domair: cshovarian.com

Cancel |

Consecutively assign IP addresses beginning from a particular address. Enter
the number of IP addresses you want to assign automatically. Enter the starting
address here. As 3800s are powered on, |P addresses are automatically
assigned starting with this address.

NOTE: Proceed to “Using a Password to Protect BOOTP Settings” on page 90.

Specifying IP Addresses from a Central BOOTP Server

If IP addresses are managed by a Network Administrator from a central source,
the 3800 and/or 3900 GCs must be added to the list of devices requiring IP
addresses. |IP addresses must be assigned to GCs using a BOOTP Server. A
BOOTP Server lists Ethernet addresses (which are unique to each
communication card installed in each 3800 and 3900 GC) along with the IP
addresses that are to be assigned to the corresponding device. You may obtain
the Ethernet address for each GC from the GC’s front panel or the label on the
Ethernet card within the 3800 GC. Turn on the 3800 GC and press any key to
allow it to start in local mode. The Ethernet address will be automatically loaded
into the BOOTP Server list for 3800 and 3900 GCs.

PAGE CURSOR
START STOP
READY  READY RUN
TABLE EDIT
NEW  DELETE CLEAR
LINE LINE  TABLE
METHOD
ACTIVATE  EDIT  MENU ENTRY

HELP  UNDO

AUTOMATION
SINGLE METHOD

SELECT/
METHOD SEQUENCE Enh
GC CONTROL INSTRUMENT

SAMPLE FLOW/
PRI ETALE DELIVERY INJECTOR PRESSURE STATUS SETUP

COLUMN
SUSPEND RESUME OVEN DETECTOR OuTPUT MENU INCR  DECR ENTER

When the GC has completed its initialization process, press the menu button.
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The Instrument menu is displayed. Press 1 to select the Remote/ Local Control
screen. The Ethernet address, IP address and Alias (which may not yet be
assigned) are displayed.

ArTIE enim CTRL DIIN EnR
METHOD METHOD TIME TIME
Method 1 Method 1 0.00 20.00
REMOTE / LOCAL CONTROL
Ethernet Address: XX:XX:XX:XX:XX:XX

IP Address: XXX XXX . XX XXX
Alias: 3800A

Use the Ethernet address shown here when setting up the BOOTP Server. The IP
Address and Alias (host name) are assigned by the BOOTP Server.

If the BOOTP Server that you are using automatically updates its table with
Ethernet addresses broadcast by devices on the network, then the Ethernet
addresses from 3800 and 3900 GCs connected to your network and powered on
will automatically appear. Note that the frequency with which these addresses
are broadcast by the GC decreases over time to a minimum rate of once per
minute. This means that the BOOTP Server may not receive an Ethernet address
for up to a minute from any given GC.

Once you have entered the Ethernet address for each networked GC into the
BOOTP Server, power each GC off then on again. Check that the IP address
shown on the front panel of each GC (in the Remote/Local Control screen)
matches the intended address entered into the BOOTP Server. If they do not
match, verify the Ethernet address, updating the BOOTP Server if necessary.
Powering the GC off and on will update the IP address.

NOTE: When IP addresses are managed from central location by a Network
Administrator, the BOOTP Server on your workstation must be disabled. Verify
that the Manage IP addresses from this Workstation is unchecked in the Setup
Ethernet Ports dialog box.

Setup BOOTP Server at 132.190.73.155

I Manage IP addresses from this Workstationd

™ Require password entry for this dialog box

Ethernet | P m:ll:lress| HDSt;I &I

Address 1 I
nzert
relete I

-

L]

Using a Password to Protect BOOTP Settings

You may wish to restrict access to the BOOTP Server dialog box to avoid
inadvertent or unauthorized changes to IP address assignments. To do so,
enable password protection in the BOOTP Server dialog box. If the Setup
Ethernet Ports dialog box is not displayed, select the Setup Ethernet
Communications menu item from the Instrument menu to display the Star
Assistant Communication Wizard. Click on the Next button to advance to the
Setup Ethernet Ports dialog box.
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Setup Ethernet Ports for Nabil B.csb. varian.com : 132.190.73.155

Address Module Type: |P &ddress or Domain Mame: Statuz Actual IP

R | R Available: 13219073182

45 I INone j
48 I INnne d I Mo Address
47 I INone j

I No Address

I No Address

|P &ddress Management [BODTP Server]
’V Mo IP Addresses are being assigned from this W orkstation, Setup. ‘

W Prompt for Setup if needed < Back oK | Cancel |

Select Setup to display the BOOTP Server dialog box.

The BOOTP Server dialog is displayed.

W Matage IP addresses from this Workstation
W Fequire pazzword entny For thiz dialog bos

Ethernet IP num-ess| Host— _ Add |
Address
00.50.93.00.84.02 0.0.0.0 Fil Insert |

Drelete |

S (N (R P |

1

i

Check the box to enable password protection.

The next time you enter the BOOTP Server dialog box from the Setup Ethernet
window, you will be prompted for a password.

Paszword Entry

IP Addrezz managerent requires
pazzword entiy.  Enter the password ok
belaw.

il

Cancel

Change Pazsword
Enter new pazsword: I

Re-enter new passwaord: I

Enter a password. After it is successfully entered, you may change it. Enter a
new password twice.

The initial password is blank (no password). To set your password initially, enter
the desired password in the Enter new password and Re-enter new password
fields. Subsequent entry into the BOOTP Server will require this password.

NOTE: See Recovering a Lost Password for BOOTP Server Access in the
Diagnostics/Troubleshooting section for instructions on resetting the password.

91



Adding a GC and MS to the Instrument

Once you have configured your Workstation computer and 3800 GC for network
communication, you may select one GC to be controlled from each Varian MS
Workstation.

If it is not already running, start System Control. The Star Assistant
Communication Configuration Wizard will be displayed if you have not yet
configured your GC Ethernet connections. Click on the Next button to advance to
the Setup Ethernet Ports dialog box.

I Setup Ethernet Ports for Nabil B.csb. varian.com : 132.190.73.155

Addiess  Module Type IP Address or Domain Mame Status Actual IP
44 | m Ho Mo Address
45 | hone o] | Mo Address
46 | [Nore =] ] Mo Address
47 | [Mere = Mo Address
( IP Addiess Management (BOOTF Server)

Mo IP Addreszes are being assigned fram this ‘Work station. Setup... I |

¥ Prampt for Setup if needed < Back 0K I Cancel |

Click on the Address button to attach to a 3800 GC on the Ethernet network.

When the Address button is selected, the Module Selection dialog box is
displayed.

Select an Available Module from these found on the Network

MP14-makaha In Uze By intlabd 132190.73.160
3800 mp15 A ailable 132.190.73.150
3800 mp7 Available 132.190.73.184
3800 pilat10 In Use By mdorsey 132.190.73.156
3800 pilat12 Available 132.190.73.154
3800 pilat16 Available 132.190.73.153
3800 pilats Available 132.190.73.152
3800 pilatd Available 132.190.73.182 hd
oK | Cancel |

Select the GC that you wish to connect to the address (44). Click on OK to make
the selection.

NOTE: If you are running on a company network, only GCs on the same local
subnet appear in the Select Available Modules dialog box. To connect to a GC in
a different subnet, type its IP Address directly into the IP address field in the
Setup Ethernet Ports dialog box. Consult your Network Administrator about
subnets on your network.

After you have completed your selection, the Setup Ethernet Ports Dialog Box
shows the 3800 GC connected to your Workstation.

92



Setup Ethernet Ports for Mabil B.csb.varian.com : 132.190.73.155

Address Maodule Type IP Address or Domain Mame Statug Actual IP
|3800 j Ipi|0t8 Available 132.190.73.182
45 | INDne j | Mo Address
46 | INDne j Mo Address
47 | INDne j Mo Address

"IP Address Management [EQODTP Server|

Mo P Addreszes are being assigned from this 'Workstation. Setup.. |

¥ Prompt for Setup if needed < Back oK, | Cancel |

This 3800 GC is connected to Port 44. The status indicates the availability of the
GC. The IP address of the GC is shown here. Click on the OK button to close the
dialog box, and wait for the 3800 to connect.

When the GC connects to System Control, it will be indicated by an icon at the
bottom of the Configuration Window. The icon will have a label reading 3800.44,
and will include the Host Name of the GC appended to the label. The number 44
is a System Control communication addresses that correspond to the Ethernet
port connected to the device.

Modules and Instruments Defined

The Varian 4000 GC/MS system consists of two modules, the 3800 GC and 4000
MS. A third module is present if you have the Combi PAL AutoSampler. (Note
that the CP-8400 and CP-8410 AutoSamplers will not have a separate icon but
will be included on the 3800 Status and Control Window). These modules also
have addresses and the message logs frequently refer to the module and
address. The modules and allowed addresses are listed below.

Module Name Address
Mass Spectrometer 4000 56
Gas Chromatograph 3800 44
AutoSampler Combi PAL 24

Elements of the Configuration Screen

After the 3800 connects to System Control, configure it in an Instrument by
moving its icon from the Available Modules of the Configuration Window into the
Instrument Area. System Control will remember where to put the icon the next
time that the 3800 connects to System Control.
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E System Control - Configuration

Bile Edit Inject Automation Recalculste  Instrument  Windows  Help

||| OnoFie || 2l vl e el o ]

Instrument 1: Varian 4000 GCMS
Cperator: Jean-Louis
Mo Module Configured for this Instrument

AutoStart Module

-

Available 3800 4000

Modules L]

44:hobs_mpi a6

The 4000 GC/MS is usually configured into 2 modules, the 4000 MS and the
3800 GC. A Combi PAL AutoSampler can also be part of the system. After each
module connects to System Control, configure it in an Instrument by moving its
icon from the bottom of the Configuration Window into the Instrument Areas.
System Control will remember where to put the icon the next time that the system
connects.

Place the 3800 GC icon in the AutoStart Module window if either a CP-8400 or
CP-8410 AutoSampler will be used with the GC. If a Combi PAL will be used for
automation, place the Combi PAL icon inside the AutoStart Module window. If the
3800 will be operated without an AutoSampler controlled from the Varian MS
Workstation, leave the AutoStart Module box empty. If you are using a sampling
device with the 3800, the device must be connected to the synchronization port
of the GC.
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15 System Control - Configuration

Eile Edit Inject  Automation Eecalculate  Instrument  Windows  Help

-‘I|n-"|ﬁi| (D No Fike |n-°| l|ll| pBI Fw| el fEo |||>|l|

Ingtrument 1: Yarian 4000 GCiME
Qperatar: Jean-Louis
Ready

AutaStart Madule

3800

=] 4000

| [
44:hobs_mpl 56

| Instrument T Farameters...

Available
Modules

Once the modules are in place you are ready to proceed.

Setting Instrument Parameters

Some parameters used by the Instrument are set in the Instrument Parameters
dialog box accessed from the Configuration window.

Instrument 1 Parameters

Instrument: | FETE LA

Operator: I
Fieady File: |

ax Enols:ID

[~ Erompt on Autamation Start?

Ok I Carcel |

The instrument name appears in the instrument window. Also, note that the
instrument and operator names entered here will appear on any automated
reports generated by the MS Workstation. The Ready File is not used with 4000
GC/MS systems. When the maximum number of non-fatal errors (Max Errors) is
exceeded during automation, the automation sequence halts. Setting this value
to zero disables this feature. You are optionally prompted for this information
when you start an automated sequence of injections or Recalculations. If the
Prompt on Automation Start box is checked, this dialog will appear when an
Automation is started. This feature can be particularly useful if different operators
use the GC/MS instrument.
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NOTE: Do not enter any characters in the Ready File field or the MS will not
come to Ready for injections. For example, if the characters aa were entered in
the Ready File field, the System Control title bar would contain the “Waiting for
‘aa’ Ready” warning as shown here. Even an invisible space character in this
field can cause the problem.

1= 2 P ] ) el 3 72l M| [l sost Lin_topgsmp |

E System Control - Yarian MS #1 - Waiting for "aa” Ready

File Edit Inject Automation Recaloulate  Instroment  Yindows

Running an MS Method without a GC Method

To run an MS method without the GC module or GC method, open System
Control. Under the menu Instrument, select Configuration. Using the mouse, click
and drag the GC icon, and AutoSampler icon, if present, from the middle field to
below the bar labeled Available Modules. When an MS method is activated, the
GC method will not be downloaded. To activate the GC and AutoSampler
modules, click-drag-drop the icons into the active field.

96



Building GC/MS Methods

Using Star Assistant to Create a New Method

Click the Method Builder button | on the Workstation Toolbar, to open the
Create/Open Method File dialog box.

Create/Open Method File |

Select a method file action

i Create a Mew Method File

" Open an Exigting Method File Cancel |

[ Do ot dizplay thiz dialog at startup

If you choose Create a New Method File, the Star Assistant Wizard will guide you
in building this new method. To avoid seeing this message again, uncheck the
box “Show this introduction next time.”

Configuring method

This Star Assistant will quide vou through
adding instrument module control and any
post-run proceszing to the method.

Click the Mext buttorn to continue.

[V iShow thiz introduction next time:

< Back I Mext » I Cancel I

1. Select the instrument configuration for the method, either Custom or
Instrument 1. Use Custom configuration to create methods on a PC remote
from the instrument.
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Select Configuration

Select an existing instrument configuration for the method or
zelect a custom configuration for the method. Then click Mext ta
cohtinue.

— Select

nfiguration—  — Configuration Description

« The following screens will
guide you in selecting a

= Instrument 1 custom configuration for your
method.

< Back I Mest » I Cancel |

2. Select Instrument 1 for the 4000 MS and 3800 GC and click Next.

Select an exigting instrument configuration for the method ar
zelect a custom configuration for the method. Then click Mext to

continue.
—Select a Configuration—  — Configuration Description
= Custom
i |nstument 1 @ 3800 44
[ 4000 56

< Back I Mext I Cancel |

3. Select the channels for post-run processing. If there is a Combi PAL, it is
present as a module in the Configuration Description.

Create sections for post-run processing E
R Far the following module: |4UUU at address 56
Select the channel(s) to Select the Post-Run
process: processes to perfom
[hannel 1=M3 Data ... [elStandard MS Reports

[w]h5 D ata Handling

Ungelect Al

< Back I Mext » I Cancel |

4. After you select the data channels and type(s) of post-run processing for
each detector, the Star Assistant creates a Method containing all the sections
needed to control the hardware, collect data, and do the post-run processing
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specified. These Method sections contain default values for all parameters,

which you can edit as needed for your analysis. This manual has data

acquisition information for GC/MS methods. Data handling and reports are
covered in the MS Workstation Software Reference Manual.

Confirm configuration E

—Added canfiguration

[=- 3800 - Address 44
¢ 1. 3800 Contral
(=1 4000 - Address 56
£ 4000 Contral
Bl Charnel 1=M5 D ata
- Standard M5 Reparts
. M5 Data Handing

Click Finizh to add the module control
and/or pogt-iun procezsing to the
methaod.

You may chck Back to go back and
change any configuration information.

< Back I Finish& I Cancel

Method Builder Window

Overview

E Method Builder - [startupl_external.mth]

[ Fle Edt View Window Help

Ble(E(sy Blib@l sexm] sle] il FE S msm)

Method Motes
BT 3800 GO - Address 44

=-#) 3800 GC Control
Autosampler
Sample Delivery
Injectar
Flow/Pressure
Column Sven
Detectar
Oubpuk
Daka Acquisition
EIE 4000 Mass Spec - Address 56

BT 4000 Mass Sper Control

LT MS Acquisition Method
O Channel 1=M3 Data
E? Standard M3 Reports

E 27 Print Options
Resulks Format
Chromatogram Format
Compound Reports
Calibration Elock Feport Format
s Surnmary Report Format
EE M5 Data Handling
Calculations Setup
Compound Table
Results Treatment

B
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Location: IC: W arianiw/Shstarbup_external mth
Created: Monday, October 06, 2003 08:28:14
Modified:  “Wednesday, January 14, 2004 10:44:33

Size: 47414 bytes
— Method File Attribute
O Read-only O Hidden
Archive O Fequires Password on Save

Fievision Histary:

[Mo Revision Higtory]




The Method is displayed in two panes. The Directory pane on the left is an
outline of the Method. Clicking on an item in the Directory changes the content of
the Parameters pane on the right. Click on the splitter bar separating the panes
to resize them. To hide the Directory, click the Show/Hide Method directory

a
button &l on the Window toolbar.

These menus are at the top of the screen: File, Edit, View, Window, and Help.
Click on each to see its contents. Below this are the three toolbars: the Main
toolbar to open, save, and print Methods; the Directory toolbar to traverse the
Directory outline; and the Window toolbar to position Method windows. Hold the
mouse cursor over each button to see a Tooltip describing its function. A status
bar is at the bottom of the Method Builder window. The toolbars and the status
bar may be hidden or shown using the View menu.

The Method Builder can be used to display and edit multiple Method files. If the
Method Builder is already displaying one method, you can open another using
the File Open command. From the Window menu or using the Window toolbar,
the Methods can be selected, cascaded, or tiled to compare the same sections in
different Method files.

Method Parameters

The Parameters pane displays the content of the method section selected in the
Directory. Four types of windows can be displayed in the Parameters pane:
method file information, method notes, hardware module descriptions, and
editable parameters for the instrument modules, data handling, and reports.

File Information

Location:  |C:\Yananw'Shstartupl_esternal mth
Created: Monday, October 0B, 2003 08:28:14
Modified:  ‘wednesday, January 14, 2004 10:44:33

Size: 47414 bytes
Method File Atiibutes
O Read-only [ Hidden
Archive [ Requires Password on Save

Revizion Histary:

[Ma Revision Histary) ;I

E---E, 3800 GC Contral

Selecting the file name at the top of the Directory displays method-related
information, including name and directory path, creation and modification dates,
file size, file attributes, and the revision history.
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Method Notes

| A Fls Edt Wew Window Help

BlSQE% BIBIB] LT[R 0] Sl2] 1 drM e = S|
: sf;::"lh:;:;:rm' This i gy dedaull startup method lor Esternal Conbigurstion

= umﬁ-:-ﬂd&mﬂ
=1 ) 000 50 Contrel
B st campler

The imjesctor ared cobuman ans Bathy sek b 1500 s the oplit iz 5001 to kesap the GC chesn)

Selecting Method Notes displays a blank Parameters pane. Enter notes about
the method as text. You can enter any information you like about the method,
sample preparation, laboratory practices, etc. It is possible to copy text from a
Microsoft Word or Excel document and paste into the Method Notes; however,
graphics/images cannot be copied and pasted in this way. Method Notes are
printed when the Method is printed.

Instrument Modules

Highlighting low-level outline branches for the 3800 GC, 4000 MS, or Combi PAL
(those that cannot be expanded) displays Parameter panes with editable
parameters for controlling the instrument, for data acquisition, and for post-run
data processing and reporting.

Importing Method Sections

You may wish to copy sections from one Method to another. Open the target
Method file. This is the Method to which you want to Import one or more sections.
Use File Import Section to open the Import Method File dialog.

B4 Method Builder - [startupl_external.mth®]
:! File Edit Wiew ‘Window Help

_:E Mew Chri+h Ll
— Open... Ctrl+O =
Close
T Save Chrl+5
B save As...
Set Password Import Method File
v Prompt for Action at Startup Ll Ia Ve s j - rj( '
Print... Ctri+P

[E5260MT_Hybrid_Mz0_AGC 500
[y 260MT_Hybrid_Mzo_aGC.mtl
[Ey260MT_Hybrid_Nz0_MSMS.

1 5ervice
[1svsLoG
1 WsDataFiles

Print Prewview
Print Setup...

&dd Module Contral, ..

Add Post-run Processing...
E-  Delete Section..,

Impott Section...

1 startupl_external.mth

2 Coltest_External.mth

3 startupl.mth

4 8081 _OCLPests_ExtEI 1a.mth

Exit

=

[ 260MT MICT I 35.mth
"2 260MT _Hybrid_Nz0.mth
[T 26DMT_Hybrid_MZ0_AGC 30K.mth

[

[Py ZEDMT _Hybrid_Wz0_MSMSHF
525 _Ext_CLmth

[Bys25_Ext ELmth

||

»

File name: |525_Ext_EI .mith

Open I

Files of type: |Meth0ds [¥.rrith]

=| Cancel |
Recent Files >|

Select the source Method from which you will import. Select the sections that you
wish to import by clicking on them. If you click on one section and the hold down
the shift key while clicking on another section, all of the sections in between will
be selected. Holding down the control key while clicking on a section adds that
selection to those files already selected. Clicking on a highlighted section while
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holding down the control key will remove that section from the list of selected
files.

Import Method Sections

— Sections ta Import

3800 GC-Module 44
4000 Mazs Spec-todule 56

Selectélll Cancel |

Click Import to import selected sections to the target Method. If the Method
already has sections with the same module address and channel ID, you will be
prompted to assign a new module address and channel number to the imported
section or overwrite the existing section in the current method.

Deleting Method Sections

Open the Method containing the sections to remove. Click the Delete Section
button on the Method Builder Toolbar or use the File Delete Section.

[ Method Builder - [Method1*]
D File Edit “iew ‘window Help

@Iblﬂlﬁl%l BlpEl clex|2] sl2] FE =l =Bl
ethodNotes ’Eé@ I[MethDdFlleNotSaved]

EI W 9200 AutaS ampler Cantrol - Addr

- Created:
I 'ﬂ' Configuration -
=8 E, 3800 GE - Address 44 Modiied
=81 3800 G Cartrol Size: 9401 bytes

Method File Attribute:

7 Flow/Pressure O Read-only O Hidden
7 Column Oven

") Dstectar O Archive [ Requires Password on Save
) Output
- ) DataAcquisition Revision Histary:

B E, Charinel Front=277
B @ D ata Handling

|[N0 Revizion History]

A dialog box of the sections in the Method opens. Highlight the sections to delete
by clicking on them. Click one section and hold down the shift key while clicking
on another section to select a range. Hold down the control key while clicking on
a section to add that selection to the list. Click a selected section while holding
down the control key to remove that it from the list.
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Delete Method Sections

— Sections to Delete

3800 GC-hModule 44
4000 M azs Spec-todule 58

4000 Standard M5 Reports-Module BE.1
4000 M5 Data Handling-kodule 6.1

Selectglll Cancel |

When the desired sections have been highlighted, click the Delete button to
delete them from the Method. You will be prompted for confirmation before each
section is deleted.

Printing the Method

Click the Print icon on the Toolbar. %I

Select the desired Method sections and click Print.

Print Method Sections

— Sectionz to Print

4 Andule 55
4000 Standard MS Reports-Module 56.1
4000 M5 D ata Handling-t odule 56.1

Selectélll Cancel |

You can print the active Method from System Control (File> Print) and the
Workstation Toolbar.

Password Protecting a Method

Click Set Password M on the Method Builder Toolbar to open the Add
Password dialog.
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Add Password

Enter new pazsword: I“*’“‘""""
% ]

R e-enter new password: I

ak. I Cancel |

Enter the password and then re-enter it to confirm.

Once a Method is password protected, it can be used in System Control for
instrument control, data acquisition and data handling. It can be viewed in
Method Builder as well.

However, the selected password must be entered to save Method changes. It is
now “locked” and can be edited only when the password is known.

4000 MS Method Section

Setting Up the MS Method Editor Screen

Under the Directory item 4000 Mass Spec Control, click MS Method Editor. The
Parameters pane will now show the MS acquisition method.

{5 Method Builder - [4000 MS Ext Coltest.mth]

[ER File Edit WYiew window Help

= T Y 1T N R ST SR 4
M4 [r] B = =Bm|
4000 MS Ext Coltest.mth
Method Mates Instrument Configuration Acquisition Data Type
wersion Info [Extemal E1 -]  Centioid Profile
=% ) 3800 GC - Address 44
= ¥ 3800 6C Control Chiomatographic Time Sagments
;,Aumsammer . Start | End e Add
HSampleDEWw Segment Description [min] | (min,) | $53n Description ol
¥ Injector
F| 1 |FILAMUL DELAY 4.00 lonization OFF Delete
)P Preestie 2 [Colest ] 400 1800 ElAuo-Ful
¥ Column oven = Defaults
¥ Detector
4
5 Outpt 5
¥ Dats Acquisition 3 ‘
= 4000 Mass Spec - Address 56 =
-
Methad Seament
¥ lonization On Soan Type: [Ful =] lorieatione [E =] Seanbode: [Namal =l Setpoints;
Defaults
General Parameters | lorization Corirol| Esternal El Paiameters Full Soan Parameters |
Mass Range Ture
Low Mass: 50— m/z Type:  |[Auta B
=] Low Mass | High Mass | RF Storage | lon Time
HighMass: | 350 mvz (mfz) | (miz) | Level(miz)| Factor (%)
1 i | 150 20 100]
2 151 E] E 100
3 301 399 E 100
4 400 1000 E 100
|
6
Costomize st | add | pese |
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Setting a Full-Screen Display
ElE

If you are going to do a thorough editing operation, to click Hide Directory
on the toolbar so that you can see the MS Method Editor full-screen.

Inztrument Configuration Acquigition Data Type
Euternal EI L] & Centroid " Profils
Chromatographic Time Segments
cucr Start End - = Add
Segment Description : 2 Scan D p :‘
(min.] | (min.] Ingert
1 |FILAMUL DELAY 4.00 lonization Off S
2 |Coltest 1 400 18.00 El Auto - Full
3 Defaults
d Restore
5
E =

Methad Segment

I¥ lonization On Scan Type: |Full | lonization: iEI ~| ScanMode: |Nomal b Setpoints...
Drefauls

General Parameters] lonization Eontml] Esternal EI Parameters  Full Scan Parameters l

tazz Range- 1 Tune-
Low Mass: e Type:  |Auto =] save.
| 1| 10 1 50_ 8_ 100
| 2 | 151 300 25 100
3 | am 393 sl 100
4 400 1000 35 100
5 |
6 ] |
Customize i | Add ‘ |

Setting the MS Instrument Configuration

— Instrument Configuration

External EI j
|ntermal El and Cl

Esternal Cl
Hybrid HPS
Hybrid LPS

. T

I

Configuration Menu

There are three hardware configurations: Internal, External, and Hybrid. The
configuration defines what ionization modes can be used for data acquisition.
The choices are Electron lonization (EI) or Chemical lonization (CI). The
instrument Configuration is set in the upper-left corner of the MS Method Editor
by selecting from the drop-down list box.

When you change from one ionization configuration to another, for example, from
Internal ionization to External ionization, you must either activate an existing
method or build a new method appropriate to the new ionization configuration.
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The ionization configuration is selected in the MS Acquisition Method section of
the method in the Instrument Configuration list box. If you change the ionization
configuration in a method, all the previous Time Segment information will be
replaced with a default section appropriate to the new ionization configuration.

Internal Configuration Options

In Internal configuration you can create a method to collect El or Cl data alone,
or you can build a method with multiple time segments to collect either El or CI
data. Clin internal configuration can only be performed on positive ions. This is
also known as PCI.

External Configuration Options

In External configuration, create an External El method or an External Cl method
but not a method with both El and Cl segments. However, in Cl mode, you can
collect either positive Cl (PCI) or negative Cl (NCI) data on a segment-by-
segment basis. When an External Cl method is active, the Cl ion volume in the
external ion source is automatically inserted except when Auto Tune methods
are being run.

Hybrid Configuration Options

Hybrid methods can be performed only in positive or negative ion Cl modes (PCI
or NCI) except when Auto Tune methods requiring EI mode are being run. For
both these methods, Cl reagent ions are formed in the external ion source and
drawn into the ion trap to react with compounds eluting from the GC column.
Note the Hybrid HPS and LPS options in the selection menu. Hybrid HPS (High
Pressure Source) is performed with the Cl volume inserted into the ion source
whereas the LPS (Low Pressure Source) option occurs in the El source
configuration.

Choosing the MS Acquisition Data Type

Acquigition D ata Type
’75 Centroid i~ Praiile

In a given method, only Profile or Centroid data may be collected.

Centroid Data

The standard data acquisition type is Centroid. The apex of each mass peak is
reported with as ion and intensity data this is reported to one decimal place, for
example, m/z 231.2. Centroid data are required for library searches and
quantitation.

Profile Data

Profile data may also be acquired; the data files are much larger because ten
data points are collected at each m/z. Profile data is useful for determining the
charge state of multiply charged ions. It is also used to diagnose difficulties with
mass resolution or mass assignment.
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Editing Chromatographic Time Segments

The mass spectrometer can be programmed to acquire data in different ways by
dividing the analysis into chromatographic time segments. In the simplest
implementation, the default method always has a 3-minute filament/multiplier
delay in Time Segment 1 before the instrument is turned on to collect data in
Segment 2. This protects the system during the elution of the sample solvent
front. However, for more complicated analyses, such as GC/MS/MS on multiple
analytes, you can define up to 250 time segments for a single analysis. The
maximum run time is 650 minutes.

Chromatographic Time Segments

s Start End . i Add
Segment Description (min.) | [min.] Scan Description :‘ 7"18&“
1 |FIL/MUL DEL&Y 3.00 lonization OIff mh
2 | 300 1000 ElAute-Ful _— 1
3
4
5

|
4

Highlight rows by clicking on the row numbers on the left side of the segment
table.

¢ Add - adds a new segment with the same MS parameters of the last
segment in the table (except for the segment description).

e Insert - inserts a new row before the currently selected row with the
same parameter values.

e Delete - delete the currently selected row.

e Default button - inserts system default parameters to the current
segment.

e Restore - restores current segment parameters that were present when
the method was first opened or last saved.
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You can enter a segment description of up to 60 characters into the Segment
Description field for each segment. Enter the desired time in minutes in the Start
and End Times fields.

The Scan Description field is entered automatically based on the choice of Scan
Type and lonization mode in the Method Segment field below.

Chromatogram Time Gaps in Multi-Segment Methods

Depending upon the instrument configuration, data can be acquired in different
lon Modes (EI/CI - Auto/Fixed) and/or using different lon Preparation techniques.
When multiple segments have been acquired, MS Data Review displays each
segment independently in the Chromatogram display. There will be no
connection between the last point in one segment and the first point of the next
segment. There is a small time gap between segments. This gap will be less than
one second.

Programming Individual Time Segments

Method  Active Seament ] Checks and Adjustments ] Module Attributes I

Method Segment

| lonization On Scan Type |Fu|| ﬂ lonization: ‘EI j Scan Mode: ‘Norma\ j
Defaults

General Paramelels] lonization Contral | Intemal E| Parameters  Full Scan Parameters |

Mass Range Tune

LowMass | 50— miz Ty [auto | Save.
=1 Low Mass | High Mass | RF Storage lon Time
HighMass: | 1000Z] me2 mz) (m#z) | Level (m7z),  Factor (%)

10 99 35 100
100 243 35 100
280 393 35 100
400 1000 35 100

Customize | Add | |

@ m‘a‘m‘m‘—

Features selected in the top of the Method Segment dialog determine which tab
dialogs will be displayed in the remainder of the screen.

lonization On Selection

If lonization On is not checked, the filament and multiplier will be OFF during the
segment. This is the default setting for Segment 1 when new methods are
created to protect the filament and multiplier from damage by the solvent front
during GC/MS runs. lonization mode None can be used for other time segments
as well.

NOTE: For all data acquisition segments the lonization On box must be checked.
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Scan Type/Group

The scan type is either full-scan or an ion preparation techniques. The default is
Full.

Full: Full-scan data for the selected mass range

AMD: Automated Method Development of MS/MS conditions. Up to ten voltages
for collision-assisted dissociation of the MS/MS precursor ion can be tested on a
single chromatographic peak using this feature. Once the best dissociation
condition has been identified, it can be selected for MS/MS, MRM, or MS".

MS/MS: MS/MS, or tandem mass spectrometry, is the isolation of a precursor ion
formed during ionization, dissociation of the precursor ion by applying energy,
trapping and scanning the resulting product ions. You can select multiple
precursor ions.

MS": This is multistage MS/MS, in which a product ion from one tandem MS
experiment becomes the precursor ion for the next stage. MS3, MS#, up to MS".
The practical analytical range of MS" has not yet been evaluated at introduction
of the 4000 MS system.

SIS: Selected lon Storage allows selection of up to 6 ion ranges for monitoring.

lonization

|onization: I El - I

The available ionization modes depend on instrument configuration. Internal El
and Cl offers either option; External and Hybrid offer but one ionization mode for
a given configuration choice.

Scan Mode

Scan Mode; |N|:urma| ﬂ

L]

The default scan mode is normal.

Normal: This Scan Mode uses a prescan in Automatic Gain Control mode to
determine optimum ionization time, and then ions are scanned at 5000 u/sec to
collect the mass spectrum.

Fast: This Scan Mode also uses a prescan in Automatic Gain Control mode to
determine optimum ionization time, but ions are scanned at 10000 u/sec to
collect the mass spectrum.

Fastest: This Scan Mode uses no prescan and ions are scanned at
10000 u/sec to collect the mass spectrum. This mode is only available in Full
scan type.
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General Paramel

ters ] The minimum # of uScans to average and data
rate will be automatically computed.

Setpoints

Segment Setpoints

"Calibrant—

Ok, I Cancel |

Check Calibrant On? to turn on the FC-43 calibration gas during an acquisition
segment.

Overview of lonization Methods

There are five sets of ionization parameters depending upon instrument
configuration. In this section, the parameters for controlling each mode are
discussed.

e ‘“Internal ElI Method Parameters” on page 110

¢ “Internal PCI Method Parameters” on page 115

o “External El Method Parameters” on page 119

o “External PCI and NCI Method Parameters” on page 122
e “Hybrid PCIl and NCI Method Parameters” on page 125

Internal EI Method Parameters

This section details how to set parameters for an electron ionization method in
Internal configuration. “Internal Electron lonization” on page 191 has more
information about the theory of electron ionization and how it is implemented in
this instrument.

General Parameters

Select Scan Time to adjust the seconds/scan.

SetPoints
™ Scan Time El I awirmurn S can Time HMultiplier Offset: UEI: +/-volts
(¢ yScans Averaged: BEl uScans tass Defect: DElﬁ mmu/T 00w
Data Bate: 0.av Hz.

o Select uScans Averaged to adjust the # of
Centraiding Parameters uScans to average. The Maximum Scan

Count Threshold: 1E|: Time and data rate will be automatically

Customize

computed.
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SetPoints

* Scan Time 115 Seconds/scan

" uScans Averaged: 3: Minimum # of uScans Averaged

D ata B ate: n.g7v Hz.

Scan Time, uScans Averaged, and Data Rate are linked. The number of
microscans averaged is updated when the scan time is adjusted and vice versa.

There is a trade-off between how rapidly spectra are collected and the
reproducibility of mass spectra or peak areas. As more microscans are averaged,
the relative intensities of ions in the mass spectrum become more reproducible.
However, one needs to keep in mind that collecting more data points across a
chromatographic peak will improve peak area reproducibility on replicate
injections.

Setting up to average three scans is a good recommendation to get good
spectral quality along with an acceptable data rate.

The Mass Defect allows for a systematic correction of the difference between the
nominal mass of an ion and its exact mass. Its importance arises from the fact
that the NIST library reports molecular weights to the nearest integer mass unit
only, whereas the 4000 MS stores ion/intensity pairs with a mass assignment to
the nearest tenth of a mass unit. For library searching, ion masses are rounded
to the nearest integer. If the m/z of an ion happens to fall close to the 0.5u
crossover point, it may be assigned to the wrong mass. This is more likely for
molecules with higher molecular weights, since the mass defects for several
atoms may add together to produce a sizable mass defect.

The Multiplier Offset adjusts the EM voltage as much as £300V relative to the
current multiplier setting in the Module Attributes tab dialog in Manual Control
(this is usually the 105 gain value from Auto Tune). Sometimes better sensitivity
is achieved, particularly in techniques such as MS/MS, when the multiplier
voltage is increased. Note that this adjustment can be made on a segment-by-
segment basis.

The Count Threshold is normally 1 count; a value of 2-3 counts will reduce the
number of low-level ions reported in the mass spectrum. This approach may
improve library searches and reduce data file size at the cost of somewhat less
detailed information in the mass spectra. The count threshold is shown only if the
Customize button is active.

lonization Control

General Parameters  |onization Contral I Internal El F

Target TIC: I 20000 3: colnts

|'.-’-'«ut0matic GFain Control

The Target Total lon Current, or TIC, is specified here. The Automatic Gain
Control (AGC) algorithm uses the ion count from a prescan at fixed ion time,
along with this target value, to calculate an ion time necessary to fill the ion trap
with the target number of ions during the analytical scan. The objective is to fill
the trap with an optimal number of ions during each analytical scan. The Target

111



TIC is usually not set below 10,000 for full scan acquisitions, but it should also
not be set too high or spectral distortions due to space charge (loss of MS
resolution and/or shift in mass assignments for strong chromatographic peaks)
may result. Typically, a Target TIC between 20,000 and 40,000 counts gives the
best results.

General Parameters  lonization Contral | Internal E1 |

— &utomatic Gain Contral

Target TIC: BN = counts

r lonization Time

™ Fixed lonization Time

|omizatian Time: I 1003: WEEnOnds
Man lan Time: |25DDDE Lzecands

I Cugtomize

If one activates the Customize features, it becomes possible to run fixed ion time
experiments and/or to change the Maximum lon Time for Automatic Gain
Control. Fixed ion time experiments are generally limited to diagnostic tests and
are not advised for qualitative or quantitative analysis in the ion trap.

Changing the Maximum lon Time can improve the sensitivity of techniques such
as MS/MS or SIS. This parameter can be increased to 65,000 usec. If the ion
time in the baseline of the chromatogram is not reduced below the maximum ion
time, the ion trap is not being filled with ions to the level designated by the Target
TIC. One can do three things in Internal EI mode to increase the ion signal: 1)
raise the emission current, 2) raise the multiplier voltage, 3) increase the
Maximum lon Time. If the third approach is used and you are collecting data for
quantitation, make sure that enough data points are collected across the
chromatographic peaks for reliable quantitation. At least five, but preferably
seven or more data points are needed for good quantitative data. Remember that
using Fast Data Rate may allow the use of higher Maximum lon Times without
compromising quantitative data quality.

Internal EI Parameters

ieneral F'arametersl lonization Contral - Internal E1 Parameters

Intermal EI Parameters
’V E mnigzion Current: =l uarnps

The emission current is the current of electrons produced by the filament and it
controls the number of electrons that enter the trap. It is a good rule for full scan
data acquisition to adjust the emission current so that the AGC ion time of the
baseline is approximately the maximum ion time. By doing this, the system will
have its maximum dynamic range. The number of ions stored in baseline scans
will require the Maximum lon Time and the AGC lon Time will be cut back for any
chromatographic peaks. In EI/MS/MS, where the MS/MS isolation step eliminates
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the higher chemical background that would normally arise from a high emission
current, emission currents of 50-100 pA can proportionately increase sensitivity
over that of the default 10 pA current.

Full Scan Parameters

General Palametersl lonization Eontloll Irtermal E| Parameters  Full Scan Parameters

M ass Range

Lo Mags: Iﬂma’z
High M az2: I 10003: miéz

The lower and upper limits of the mass range to be acquired are entered in this
tab dialog.

General Parameters | lonization Control - Full Sean Parameters I

M azz B ange — Tune
LowMass: | 40 miz Type: |Auto = %LI
. ) = Low Mass | High Maszz | RF Storage lon Time
High Mass: | 3007 m/z (m/z] (mfz] | Level (mfz)| Factor (%)
1 10, 150) 20 100
2 151 300 25 100
3 am 399 35 100
4 400 1000 35 100
L
b
I Cuztomize Inzert | Add | Dielete |

With Customize active, it is possible to program up to six different segments of
the acquisition mass range. You can use the Insert, Add, and Delete buttons to
adjust the number of segments. Notice that the RF Storage Level can be
programmed for each segment as well as the lon Time Factor. When a scan is
performed in Auto mode, the prescan is followed by an ionization time and scan
of each segment needed to cover the Mass Range designated to the left of the
segment table. The actual lon Time for each segment is the AGC lon Time
multiplied by the percentage in the lon Time Factor field.

Setting Up the Method for DFTPP or BFB Tuning

Tune
Type: |.-'-‘-.ut|:| j
Ao
Lo|EFE

{Single Segment

Use the menu in the Tune Type field to designate BFB Tune or DFTPP Tune.
This displays a segment table in which mass ranges and lon Time Factors have
been suggested to meet the US EPA tune requirements for determination of
environmental contaminants. BFB tune is used for volatiles analysis and DFTPP
tune for semi-volatile analyses. Following is the set of factors for DFTPP Tune.
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Method Segment
W lonization On Scan Type: lFull Li lonizatiorn: |E| j Scan Mode: |Mormal -
Defaults
General Parameters | lonization Contral | Intemal EI P Full Scan Paramet ]
tazz Range Tuhe
e 5UE|: ey Tope: |l R Save...
. 3 ra [ Low Mass | High Mass RF Storage lon Time
High Mass: | 1000 méz (m#2) (m/z) | Level (m/z)| Factor (%)
1 1o 75 E a0]
2 TE 130 35 140
3 13 333 35 Kl
4 400 1000 =) 25
5
(]
Customize Insert | Add J Delete |

DFTPP Tune Parameters

To meet DFTPP tune requirements, use these parameters as a starting point and
check the relative ratios of ions in the spectrum of DFTPP compared to the
requirements of the particular semi-volatile method. If needed, adjust the lon
Time Factor for particular segments to increase or decrease the abundance of
key ions. You can use Varian’s EnviroPro software to generate DFTPP Tune and
other reports needed for environmental analyses.

Similarly, one can designate BFB Tune to display a table of parameters that is a
good starting point toward meeting US EPA tuning requirements for volatiles
analyses.

General Parametersl lonization Controll Internal EI Parameters  Full Scan Parameters |

kazz Range — Tune
Low tass: I 35 3: m/z Type: IBFB =] M
. ) = Low Mazz | High Mazz| RF Storage lon Time

High Mass: | 300 m/2 (m#z) {mfz) | Level (mfz)| Factor [%]
1 10 70 27 120
2 bl 78 a1 70
3 74 150 a1 100
4 151 1000 =] 70
5
6

I Customize Inzert Add Delete

DFTPP Tune Parameters

NOTE: The recommended starting parameters for DFTPP and BFB are
somewhat different for Internal and External El modes.
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Internal PCI Method Parameters

This section details how parameters may be set for a positive chemical ionization
method in Internal configuration. For more details on the theory of positive
chemical ionization and how it is implemented in this instrument, see the 4000
MS lonization Techniques section, “Internal Positive Chemical lonization” on
page 194.

General Parameters

Adjust the seconds/scan
General Parametey

SetPefhts

" Scan Time 3 Mawirmurm Scan Time Multiplier Qffzet: 03: +i-volts
* uScans Averaged: [33: uScans Mazz Defect: 03: 1 00w
Data Rate: 0.87 Hz.

Adjust the # of uScans to average |

Centroiding Parameters

Count Threshold: 1 3:
Customize

SetPoints

™ Scan Time 1.15 Seconds/scan

" uScans dweraged: El: Minirurm # of uScans Averaged

C'ata B ate: 0.87 H=.

Scan Time, uScans Averaged, and Data Rate are all linked. The number of
microscans averaged is updated when the scan time is adjusted and vice versa.

There is a trade-off between how rapidly spectra are collected and the
reproducibility of mass spectra or peak areas. As more microscans are averaged,
the relative intensities of ions in the mass spectrum become more reproducible.
However, one needs to keep in mind that collecting more data points across a
chromatographic peak will improve peak area reproducibility on replicate
injections.

Set up to average three scans to get good spectral quality along with an
acceptable data rate.

The Mass Defect allows for a systematic correction of the difference between the
nominal mass of an ion and its exact mass. Its importance arises from the fact
that the NIST library reports molecular weights to the nearest integer mass unit
only, whereas the 4000 MS stores ion/intensity pairs with a mass assignment to
the nearest tenth of a mass unit. For library searching, ion masses are rounded
to the nearest integer. If the m/z of an ion happens to fall close to the 0.5u
crossover point, it may be assigned to the wrong mass. This is more likely for
molecules with higher molecular weights, since the mass defects for several
atoms may add together to produce a sizable mass defect.
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The Multiplier Offset adjusts the EM voltage as much as +300V relative to the
current multiplier setting in the Module Attributes tab dialog in Manual Control
(this is usually the 105 gain value from Auto Tune). Sometimes better sensitivity
is achieved, particularly in techniques such as MS/MS, when the multiplier
voltage is increased. Note that this adjustment can be made on a segment-by-
segment basis.

The Count Threshold is normally 1 count; a value of 2-3 counts will reduce the
number of low-level ions reported in the mass spectrum. This approach may
improve library searches and reduce data file size at the cost of somewhat less
detailed information in the mass spectra. The count threshold is shown only if the
Customize button is active.

lonization Control

General Parameters  lonization Control I Intemal CI F

Target TIC: I EDDDE counts

|'f-\uh:|matic Gain Control

The default Target TIC for positive chemical ionization is 5000. The target can be
set as high as 65,000.

General Parameters  |onization Control I Internal CI F

—Autornatic Gain Control

Target TIC: I EDDDEZ counts

— lonization Time

[ Fised lonization Time

|onization Time; 100=d uzeconds

Max lon Time: I 25003: useconds

When you click Customize, you can run fixed ion time experiments with ion
times as high as 65,000 psec or to change the Maximum lon Time for CI Auto
experiments. You can turn on the Cl Gas and the ion trap in Manual Control and
check the ion time in CI Auto mode. If this time is less than 1,000 usec, lowering
the Max lon Time may improve performance. The closer the actual ionization
time is to the Max lon time, the closer the actual reaction time will be to the Max
Reaction Time.
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Internal Cl Parameters

General Parametersl lonization Cantral  Internal C Parameters | Full

r Internal CI Parameter

Ernigsion Current; I 103: LAmps

— Reagent Parameter

Beagent: |Methanal j Save... |
Reagent Low Mazs: I 253: mi'z

Feagent High Mass: I 503: mdz

Set the emission current set between 10 and 100 pAmps. Settings above

10 uAmps do not improve performance unless the ion time in the baseline of the
chromatogram is at the Max lon Time; this value can be viewed by clicking the
Customize button in the lonization Control tab dialog. Setting the emission
current so that the ion time in the baseline is just below the Max lon Time will
give the widest dynamic range for the Cl method.

~Internal Cl Parameters

Emigzion Current: I '“:'5: uAmps

Reagent Parameters

Reagent: |Methanal j

Acetonitrle
|zobutane
hethane
ik ethanaol

Reagent |

Reagent H

Select Parameters for any of four internal PCI reagents from list. If you design
parameters for a new reagent or change the parameters for one of these
reagents, you may save these changes under a new name that will then be
added to your list of selections.

Internal CI Reagent Parameters E

Create, update, or delete user defined parameter sets:

Marme: | ENgETE

Create I [MElete | Cahicel |

The default values for Reagent Low Mass and Reagent High Mass vary
depending on the selected Cl reagent. When the Customize button is clicked,
note that the Reaction Storage Level and the Ejection Amplitude are also
reagent-dependent. These features are all discussed in more detail in “Internal
Positive Chemical lonization” on page 194 in the section 4000 MS lonization
Techniques. Briefly, Reagent Low Mass must be low enough so that the reagent
ions can be created and stored. For example, formation of the methane reagent
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ions at m/z 17, 29, and 41 requires that the CH3 and CHj precursor ions be
stored. Therefore, the default Reagent Low Mass for methane is 15u.

Methanol has its reagent ions at m/z 33 and 47, so a higher default Reagent Low
Mass value of 25u is appropriate.

The Reagent High Mass value may be lowered to exclude one of the Cl reagent
ions. For example, you could set the value to 40u to exclude the 41u reagent ion
of methane. However, since there are still neutral methane molecules in the ion
trap, the m/z 41 ion can be recreated by reactions of stored 29u ions with
methane.

General Parametersl |ohization Control ~ Internal Cl Parameters | Full:

r Intemal Cl Parameters

Emizzion Current: I 103: ubimps

— Reagent Parameter

Beagent: |Methanol j Save... |
Reagent Lo kass: I 253: mi'z

Reagent High Mass: I 50 3: mdz
Reaction Storage Level:l 253: mi'z
Ejection Amplitude: I 1 53: Walts

Max Reaction Time: 1005 mSecs

With the Customize button active, you can change the Reaction Storage Level
or the Ejection Amplitude. The Ejection Amplitude is applied at the end of the
ionization time to eject unwanted high mass El artifact ions. The default value for
each reagent usually does not need adjustment. The Reaction Storage Level
affects the storage efficiency for high mass ions. When this value is set below
25u, storage of ions above m/z 200 will be poor. This is one reason that
ammonia PCI is not a default option for the 4000 MS in Internal PCI; its reagent
ion is at m/z 18.

The final adjustable parameter in the Customize screen area is the Maximum CI
Reaction Time. The operating range is from 1-2000 usec. Depending on the CI
reagent and the target compound of the analysis, sensitivity may be affected
significantly by varying this parameter.

Full Scan Parameters

General Parameters I lonization Controll Internal Cl Parameters  Full Sean Parameters

—Maszs Fange
Low Mass | High Mass
[m{fz]) [mfz)
1 50) 1000)
[ 2 |
L
L
L]
6
Insert Add Delete
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It is typical to use only a single mass range segment in PCI, in which case one
simply enters the desired values for Low Mass and High Mass of the acquisition
range. However, as shown below, one can enter up to six non-contiguous mass
ranges (separated by at least 10u). This feature can also be time programmed on
a chromatographic segment basis. It is then possible to tailor the Cl acquisition
ranges for Cl to different target analytes depending on the mass spectrum of
each compound. An example a three-range acquisition is shown here:

—Mazsz Range
Low Maszs | High Mass
[m/2) [m{z]
1 150 200
2 300 350
3 400 425
4 |
5
6
Inzert | Add | Delete |

External EI Method Parameters

This section details how parameters may be set for an electron ionization method
in External configuration. For more details on the theory of electron ionization
and how it is implemented in this instrument, go to “External Electron lonization”
on page 199 in the section 4000 MS lonization Techniques.

General Parameters
G | P b
BrerE Farameters l Adjust the seconds/scan
SetPo)
" Scan Time El Maximum Scan Time tultiplier Dffset: DE': +/- volts
* _uScans Averaged: BE: uScans tass Defect: 03: 1000

D ata Bate: Hz.

Adjust the # of uScans to average |

Centraiding Parameters

LCount Threshold: 1 3:
Cuztomize

SetPaoints

* Scan Time 1.15 Secondsz/zcan

" uScans Averaged: El: inirum # of uScans Averaged
Data Rate: 0.87v Hz.

Scan Time, scans Averaged, and Data Rate are all linked. The number of
microscans averaged is updated when the scan time is adjusted and vice versa.
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There is a trade-off between how rapidly spectra are collected and the
reproducibility of mass spectra or peak areas. As more microscans are averaged,
the relative intensities of ions in the mass spectrum become more reproducible.
However, one needs to keep in mind that collecting more data points across a
chromatographic peak will improve peak area reproducibility on replicate
injections.

Setting up to average three scans is a good recommendation to get good
spectral quality along with an acceptable data rate.

The Mass Defect allows for a systematic correction of the difference between the
nominal mass of an ion and its exact mass. Its importance arises from the fact
that the NIST library reports molecular weights to the nearest integer mass unit
only, whereas the 4000 MS stores ion/intensity pairs with a mass assignment to
the nearest tenth of a mass unit. For library searching, ion masses are rounded
to the nearest integer. If the m/z of an ion happens to fall close to the 0.5u
crossover point, it may be assigned to the wrong mass. This is more likely for
molecules with higher molecular weights, since the mass defects for several
atoms may add together to produce a sizable mass defect.

The Multiplier Offset adjusts the EM voltage as much as +300V relative to the
current multiplier setting in the Module Attributes tab dialog in Manual Control
(this is usually the10° gain value from Auto Tune). Sometimes better sensitivity is
achieved, particularly in techniques such as MS/MS, when the multiplier voltage
is increased. Note that this adjustment can be made on a segment-by-segment
basis.

The Count Threshold is normally 1 count; a value of 2-3 counts will reduce the
number of low-level ions reported in the mass spectrum. This approach may
improve library searches and reduce data file size at the cost of somewhat less
detailed information in the mass spectra. The count threshold is shown only if the
Customize button is active.

lonization Control

General Parameters  lonization Control | Full Scan Parameters

Target TIC: I 200003: counts

"Automatic Gain Control

The Target Total lon Current, or TIC, is specified here. The Automatic Gain
Control (AGC) algorithm uses the ion count from a prescan at fixed ion time,
along with this target value, to calculate an ion time necessary to fill the ion trap
with the target number of ions during the analytical scan. The objective is to fill
the trap with an optimal number of ions during each analytical scan. The Target
TIC is usually not set below 10,000 for full scan acquisitions, but it should also
not be set too high or spectral distortions due to space charge (loss of MS
resolution and/or shift in mass assignments for strong chromatographic peaks)
may result. Typically, a Target TIC between 20,000 and 40,000 counts gives the
best results.
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General Parameters  lonization Contrl | Full Scan Parameters

— &utomnatic Gain Control

Target TIC: I 200003: counts

— lonization Time

[ Fised lonization Time

|onization Time;: 100= useconds

tax lan Time: I 250003: uzeconds

If one activates the Customize features, it becomes possible to run fixed ion time
experiments and/or to change the Maximum lon Time for Automatic Gain
Control. Fixed ion time experiments are generally limited to diagnostic tests and
are not advised for qualitative or quantitative analysis in the ion trap.

Changing the Maximum lon Time can improve the sensitivity of techniques such
as MS/MS or SIS. This parameter can be increased to 65,000 usec. If the ion
time in the baseline of the chromatogram is not reduced below the maximum ion
time, the ion trap is not being filled with ions to the level designated by the Target
TIC.

To increase the ion signal in External EI mode, either raise the multiplier voltage
or increase the Maximum lon Time. If using Maximum lon Time, at least five, but
preferably seven or more data points are needed for reliable quantitative data.
Using Fast Data Rate may allow the use of higher Maximum lon Times without
compromising quantitative data quality.

Full Scan Parameters

General Parametersl lonization Contral -~ Full Scan Parameters

Mazz Range

Law Mazss: I 403: me'z

High M ass: 300 mz

Customize

The lower and upper limits of the mass range to be acquired are entered in this
tab dialog.
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Method  Active Seament | Checks and Adjustments } Module Attributes ]

Method Segment
I¥ lonization On Scan Type: ‘Ful\ ﬂ lonization ‘EI ﬂ Scan Mode: |Norma| ﬂ Setpoints.. |
Defaults
General Paramelers] lonization Control } Intemal EI P Full Scan P f ]
taze Range Tune
Lot | B e | e [T -| S|
. = Low Mass High Mass  RF Storage lon Time
Hich Mass: [ 10002] me m/2) (miz) | Level (m/2)| Factor (%)
1 0] 59 35 100]
2 100 249 35 100
3 250 399 35 100
4 400 1000 35 100
[Ea0]
6
Custamize Ingert | Add ‘ Delete |

When Customize is enabled, it is possible to program up to six different
segments of the acquisition mass range. You can use the Insert, Add, and
Delete buttons to adjust the number of segments. Notice that the RF Storage
Level can be programmed for each segment as well as the lon Time Factor. If
excessive fragmentation is observed in the mass spectrum, it may be useful to
lower the RF storage level below 35u for a given segment of the acquisition
range. Note that lowering the RF storage level below 35u will decrease the
storage efficiency for high-mass ions, particularly above m/z 250.

When a scan is performed in Auto mode, the prescan is followed by an ionization
time and scan of each segment needed to cover the Mass Range designated to
the left of the segment table. The actual lon Time for each segment is the AGC
lon Time multiplied by the percentage in the lon Time Factor field.

External PCl and NCI Method Parameters

This section details how parameters may be set for positive or negative chemical
ionization methods in External configuration. For more details on the theory of
chemical ionization and how it is implemented in this instrument, go to “External
Positive or Negative Chemical lonization” on page 202 in the section 4000 MS
lonization Techniques.

General Parameters

General Paramet Adjust the seconds/scan to average |

SetPgts
" Scan Time 3 Maxirmum Scan Time Multiplier Offzet: 03: +/- volts
(" uScans Averaged: BEI: uScans Mazz Defect: 03: 100w

H

Data Rate:
Adjust the # of uScans to average |

Centroiding Parameters

LCount Threshald: 1 3:
Custornize
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SetPaoints

* Scan Time 1.15 Seconds/scan

" uScans dveraged: 3: irirum # of uScans Averaged

C'ata B ate: 0.87 Hz.

Scan Time, uScans Averaged, and Data Rate are all linked. The number of
microscans averaged is updated when the scan time is adjusted and vice versa.

There is a trade-off between how rapidly spectra are collected and the
reproducibility of mass spectra or peak areas. As more microscans are averaged,
the relative intensities of ions in the mass spectrum become more reproducible.
However, one needs to keep in mind that collecting more data points across a
chromatographic peak will improve peak area reproducibility on replicate
injections.

Setting up to average three scans is a good recommendation to get good
spectral quality along with an acceptable data rate.

The Mass Defect allows for a systematic correction of the difference between the
nominal mass of an ion and its exact mass. Its importance arises from the fact
that the NIST library reports molecular weights to the nearest integer mass unit
only, whereas the 4000 MS stores ion/intensity pairs with a mass assignment to
the nearest tenth of a mass unit. For library searching, ion masses are rounded
to the nearest integer. If the m/z of an ion happens to fall close to the 0.5u
crossover point, it may be assigned to the wrong mass. This is more likely for
molecules with higher molecular weights, since the mass defects for several
atoms may add together to produce a sizable mass defect.

The Multiplier Offset adjusts the EM voltage as much as +300V relative to the
current multiplier setting in the Module Attributes tab dialog in Manual Control
(this is usually the 10% gain value from Auto Tune). Sometimes better sensitivity
is achieved, particularly in techniques such as MS/MS, when the multiplier
voltage is increased. Note that this adjustment can be made on a segment-by-
segment basis.

The Count Threshold is normally 1 count; a value of 2-3 counts will reduce the
number of low-level ions reported in the mass spectrum. This approach may
improve library searches and reduce data file size at the cost of somewhat less
detailed information in the mass spectra. The count threshold is shown only if the
Customize is active.

lonization Control

General Parameters  lonization Control I External CI

Target TIC: I 5000 3: counks

|'.ﬁ.utamatic Gain Control

The default Target TIC for positive or negative chemical ionization is 5,000. The
target can be set as high as 65,000.
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General Parameters  lonization Control I Esternal

—Automatic Gain Control

Target TIC: I EDDDE counts

— lonization Time

[ Fixed lonization Time

|onization Time; I 1005: uzeconds
Max lon Time: |25|:|[||33: uzeconds

When the Customize button is clicked, one has the option to run fixed ion time
experiments with ion times as high as 2,500 pusec or to change the Maximum lon
Time for Cl Auto experiments. One can turn on the Cl Gas and the ion trap in
Manual Control and check the ion time in Cl Auto mode.

External Cl Parameters

General Parametersl |onization Contral — External Cl Parameters | Ful

r External Cl lonization Parameters

— Polarity
&' Puositive

" Megalive

— Reagent Parameters

Save... |

Beagent Gas:

Ll Background: I 453: méz

Although there is a menu to allow you to choose from several Cl reagents, initial
evaluation indicates that methane is the reagent of choice for chemical ionization
when the instrument is in External configuration.

Reagent Parameters
Beagent Gas: | Methane j

Acetonitrile
Ammonia
lsobutane

Ll Background:

Full Scan Parameters

General Parametersl |onization Controll External C| Parameters  Full Scan Parameters

Mazz Range

Lo b azs: I 503: méz
High Mass: I 10003: mdz

Only the start and end mass for the acquisition range are entered in this tab
dialog. Do not use a start mass below 50 for External PCI with methane. This
causes reagent ions to be counted in the prescan and leads to ion times that are
too short.
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Setting up the Method for DFTPP and BFB Tuning

-Tune
Type:  |Auto |
Auta
Lo|EFE
1 15ingle Segment
L T |
2 100 249 25 100
3 250 450 5 100
4 451 1000 ] 100
[ =

From the list, select BFDB Tune or DFTPP Tune. Doing this displays a segment
table in which mass ranges and lon Time Factors have been suggested to meet
US EPA tune requirements for determination of environmental contaminants.
BFB tune is used for volatiles analysis and DFTPP tune for semi-volatiles
analysis. Here is the set of factors for BFB tune in External EI mode:

Full Szan Parameters I

— Tune
Type -
Low Masz | High Mazsz | RF Storage lon Time
[mfz] [mfz] Level [mfz] Factor [%]
1 10 il 27 200
2 b 3 35 a0
3 9 170 35 100
4 171 270 35 100
5 27 1000 35 100
6

To meet tune requirements, use the provided parameters as a starting point and
check the relative ratios of ions in the spectrum of BFB or DFTPP, as relevant. If
needed, adjust the lon Time Factor for particular segments to increase or
decrease the abundance of key ions. You can use Varian’s EnviroPro software to
generate BFB or DFTPP Tune reports and other reports needed for
environmental analysis.

Hybrid PCl and NCI Method Parameters

This section details how parameters may be set for positive or negative chemical
ionization methods in Hybrid configuration. For more details on the theory of
chemical ionization and how it is implemented in this instrument, go to “Hybrid
Positive or Negative Chemical lonization” on page 206 in the section 4000 MS
lonization Techniques.
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General Parameters

Adjust the # of seconds/scan

" Scan Time EI M awimum Scan Time Multiplier Offset: UEI: +/- valts
{* uScans Averaged: EEl: uScans Mass Defect: DEl: roru, T 000

Diata Bate: ney?
Adjust the # of uScans to average |

Centroiding Parameters

LCount Threshald: 1 El:
Custarnize

SetPaints

* Scan Time 1.15 Seconds/zcan

" uScans dwveraged: El: inimum # of uScans Averaged

Data Rate: 0.8v Hz.

Scan Time, uScans Averaged, and Data Rate are all linked. The number of
microscans averaged is updated when the scan time is adjusted and vice versa.

There is a trade-off between how rapidly spectra are collected and the
reproducibility of mass spectra or peak areas. As more microscans are averaged,
the relative intensities of ions in the mass spectrum become more reproducible.
However, one needs to keep in mind that collecting more data points across a
chromatographic peak will improve peak area reproducibility on replicate
injections.

Setting up to average three scans is a good recommendation to get good
spectral quality along with an acceptable data rate.

The Mass Defect allows for a systematic correction of the difference between the
nominal mass of an ion and its exact mass. Its importance arises from the fact
that the NIST library reports molecular weights to the nearest integer mass unit
only, whereas the 4000 MS stores ion/intensity pairs with a mass assignment to
the nearest tenth of a mass unit. For library searching, ion masses are rounded
to the nearest integer. If the m/z of an ion happens to fall close to the 0.5u
crossover point, it may be assigned to the wrong mass. This is more likely for
molecules with higher molecular weights, since the mass defects for several
atoms may add together to produce a sizable mass defect.

The Multiplier Offset adjusts the EM voltage as much as +300V relative to the
current multiplier setting in the Module Attributes tab dialog in Manual Control
(this is usually the 105 gain value from Auto Tune). Sometimes better sensitivity is
achieved, particularly in techniques such as MS/MS, when the multiplier voltage
is increased. Note that this adjustment can be made on a segment-by-segment
basis.

The Count Threshold is normally 1 count; a value of 2-3 counts will reduce the
number of low-level ions reported in the mass spectrum. This approach may
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improve library searches and reduce data file size at the cost of somewhat less
detailed information in the mass spectra. The count threshold is shown only if the
Customize button is active.

lonization Control

General Parameters  lonization Control | Hybrid Paran

Autornatic Gain Control

Target TIC: I EDDDEZ counts

The default Target TIC for positive or negative chemical ionization is 5,000. The
target can be set as high as 65,000.

General Parameters  lonization Cantral | Hybrid Parz

—&utomatic Gain Control

Target TIC: I EDDDE counts

— lonization Tirme

[" Fized lonization Time

|orization Time: I 1003: UgEConGds
Max lon Time: I 25|:||33: useconds

Click Customize, to run fixed ion time experiments with ion times as high as
65,000 psec, or to change the Maximum lon Time for Cl Auto experiments. One
can turn on the Cl Gas and the ion trap in Manual Control and check the ion time
in Cl Auto mode.

Hybrid Parameters

General Parameters | lonization Contral — Hybnid Parameters | Full Scan Parameters

— Hybrid lonization Parameters

Reagent Gas: W M - Palarity———
Feagent Low Mass: Iﬁ ez E EDSiti\te

Reagent High kMass: Iﬂ 'z " Hegalive

Ejection Amplitude: Iﬂ Yolts | Fieagent lons

Max Beaction Time: IW mSecs ﬁta:rth-iass: Iﬂ iz
Beaction Storage Lewvel; I@ ez End Mass: Iﬂ iz
Ll Backaround Mazs: Iﬂ ez

The Reagent Low Mass and Reagent High Mass values are set to bracket the CI
reagent ion mass range of interest. The Reagent Low Mass must be set to at
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least 10u below the mass of the lowest reagent ion of interest without a loss of
intensity for that reagent ion. It is helpful to make adjustments of these
parameters in Manual Control with the View box checked in the field to the right
of this dialog. The Reagent Low Mass parameter sets the RF storage level to
exclude ions below the selected m/z. This is not a precise way to perform
isolation. By contrast, the Reagent High Mass isolation step occurs after the
ionization time, when resonant waveforms are applied to the ion trap end caps to
eliminate ions with m/z above the selected Reagent High Mass.

Ejection Amplitude is the voltage of the waveforms for high mass isolation of ClI
reagent ions. The default value is 15V.

Max Reaction Time is the maximum time in usec allowed for Cl reaction. If the
ion time is reduced below the maximum based on the results of the prescan, the
ion time will be scaled back proportionately. The allowed range for this parameter
is 1-2000 psec.

The Reaction Storage Level is the RF storage level in the ion trap during Cl
reaction, following the ionization period. It should not be set above the m/z of the
Cl reagent ion with which you wish to perform the Cl reaction, else these ions will
be ejected from the ion trap.

The CI Background Mass is the lowest m/z counted during the CI prescan. It can
be higher than the low mass of the acquisition range but is usually set to be at or
below the Start Mass value.

The Polarity is selected here to perform either positive or negative hybrid CI.

Set the Start and End Mass ions to View in this dialog. Click the View box when
the method is opened in Manual Control to observe the effects of Reagent Start
Mass and Reagent End Mass isolation adjustments. Remember you must
manually turn on the ion trap and Cl gas icons to observe the Cl reagent ions in
this way.

Full Scan Parameters

General Parameter&l lonization Enntroll Hybrid Parameters  Full Scan Par

—Mazz Fange
Low Mass | High Mass
[m#z] [m#z]
1 50 1000
2
3
4
5
6
Insert Add Delete

It is typical to use only a single mass range segment in Cl, in which case one
simply enters the desired values for Low Mass and High Mass of the acquisition
range. However, as shown below, one can enter up to six non-contiguous mass
ranges (separated by at least 10u). This feature can also be time programmed on
a chromatographic segment basis. It is then possible to tailor the Cl acquisition
ranges for Cl to different target analytes depending on the mass spectrum of
each compound. An example of a three-range acquisition is shown here:
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—Mazsz Range
Low Mass | High Mass
[m/2) [m{z]
1 150 200
2 300 350
3 400 425
4 |
5
6
Ileert | Add | [elete |

Overview of lon Preparation Methods

lon Preparation Methods

The two fundamental processes in mass spectrometry are ion creation and ion
analysis. Because the ion trap stores ions before the ion analysis step, it is
possible to insert ion preparation steps to manipulate the ion population before
the mass spectrum is collected. This manipulation can consist of simply ejecting
certain ions or ranges of ions from the ion trap (Selected lon Storage, or SIS).
More involved ion preparation is required for tandem mass spectrometry
(MS/MS). In this process, Precursor lons of a selected m/z are first isolated by
application of waveforms to the ion trap end cap electrodes. Then the isolated
ions are dissociated by using additional waveforms to induce energetic collisions
with helium in the ion trap. For some applications, ion preparation methods
improve both selectivity and sensitivity significantly. The 4000 MS ion trap
performs SIS and MS/MS by means of ion preparation methods that modify the
scan function. Advantages associated with ion preparation methods are similar to
those of other sample preparation methods, e.g., reduction of noise, increased
selectivity, and improved sensitivity.

MS/MS lon Prep Method

General Parameters I lonization Control I Intemal E| Parameters  M5#MS Parameters

— M55

Isolation Excitation | Excitation| Product lon| Product lon
E;ﬁc[l:;j;][ Window | Waveform Type| Storage | Amplitude| Start Mass | End Mass H:::'Zs
[mfz) Level [mfz) [wolts] [mfz) [mfz) g
1 131.0) 3.0 Resonant A 57.7 020 58 M N

[rzert | Add | Delete | "q"CaIcuIatorl Customize |

The MS/MS parameters are set out in tabular form. Each of the three steps of
MS/MS-isolation, dissociation, and scanning, follow across the table.
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Isolation of the Precursor lon

Izolation
Precursor .
lon [m/z] \"';'r::?;w
131.0 358

Precursor lon Mass (m/z) has a range is 50 to 1000 m/z.

NOTE: Integer mass values may be used if the mass isolation window (next
step) is greater than 1.5 m/z. If the window size is less than 1.5 m/z, or if the
mass defect of the precursor ion is greater than approximately 0.3 m/z, use the
exact fractional mass.

The Isolation Window (m/z)

The full mass isolation window range is 1.0 to 14.0 m/z; the actual range is
dependent on the precursor ion. The default value is 3.0 m/z. Integral and
fractional mass isolation windows are both accepted. If an isolation window
smaller than 1.5 m/z is used, then the exact mass of the precursor ion should be
entered in Precursor lon Mass.

Maximum Isolation Window as a Function of Precursor Mass

Precursor lon (m/z) <80 <100 <120 <180 <280 <420 >420
Maximum lIsolation 3.0 4.0 5.0 7.0 10.0 12.0 14.0
Window (m/z)

NOTE: When beginning method development, start with a mass isolation
window of 3 m/z to ensure that the ion is centered in the window. For example for
a precursor ion mass of 502 m/z and a mass isolation window of 3 m/z, ions of
masses 501, 502, and 503 m/z would be isolated. If there is a need to reduce the
window because of interfering ions, this should be done in a later step because
the customized parameters may require optimization.

NOTE: Some ions are more easily dissociated during the isolation step.
Therefore, increasing the window may reduce the ion loss by dissociation at the
expense of selectivity.

Dissociation of the Precursor lon

Select the Waveform Type by selecting Non-Resonant or Resonant excitation
in the drop-down list box.

Excitation | Excitation
Waveform Type| Storage | Amplitude
Level [m/fz] [woltz]

- a7y 0.20

Mon-Resonant
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Excitation Storage Level (Resonant or Non-Resonant
excitation)

Definition: the RF storage level in m/z when the dissociation waveform is applied
following isolation.

The excitation storage level range depends on the precursor mass, but the
lowest product ion must be more than several mass units above the excitation
storage level. A starting excitation storage level for a precursor ion can be

calculated using the “q” calculator. The “q” calculator is accessed by right clicking
on any of the fields in the MSMS parameters table.

Excitation | Excitation| Product
Storage | Amplitude| Start M:
Level [m/z) [wolts) [m/fz)

577 OED
"q" Calculakor
What's This?
The optimum excitation storage level is a tradeoff between a storage level high

enough to allow fragmentation of the precursor ion and a storage level low
enough to allow efficient trapping of the lowest m/z product ion.

A higher excitation storage level allows more energy to be imparted to the
precursor ions by allowing a higher excitation amplitude.

The storage efficiency for product ions will be reduced if the storage level is
greater than about 70% of the m/z of the ion.

For some analyses, a compromise may be needed to observe any product ions.
An excitation storage level may need to be chosen which will result in reduced
trapping efficiency of the product ions.

As a rule of thumb, the highest recommended excitation storage level will be the
product ion m/z divided by 1.4. For example, if the product ion m/z is 140, then
the excitation storage level should be no higher than m/z 100 for optimum
trapping efficiency of the product in.

The MS “q” Calculator

[Pl

For convenience, The MS “q” Calculator is available in all lon Preparation
Options.

"g" Calculator [ x|
—"g'" Calculator

Specify a desired "'g"* walue and click Calculate to
determine the Excitation Storage Level caresponding
tothe "q'" value. Click Update and Cloze to copy the
calculated Excitation Starage Level value back into
the table. Click Cancel ta dizcard any calculation and
returh to the table,

Frecursor lon Mass 4500 miz

Desired 'q"" YWalue:

Excitation Storage Level: 198.2 miz
Update and Cloze Cancel |
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The “g” value can be changed and a new excitation storage level calculated for a
given precursor ion.

NOTE: Set the excitation storage level to avoid ejection of the lowest mass
product ion. If, for example, a precursor ion of m/z 403 dissociated to product
ions with m/z values of 350, 200, and 131, you would not want to use a storage
level value above 94 m/z (131/1.4=94).

Storage RF values are often reported in terms of the Mathieu “q” parameter in
the scientific literature. The value of the “q” parameter determines the stability of
the precursor ion trajectory. More stable trajectories allow higher excitation
voltages to be applied before ions are ejected from the trap. It has been
empirically observed that a “q” value of 0.4 provides an optimum yield of product
ions. This calculator utility determines the corresponding CID storage RF value

(m/z) following user entry of the desired “q” value.

Excitation Amplitude in volts

The amplitude range for non-resonant excitation is 0 to 120 volts. For resonant
excitation, the range is 0 to 60 volts. The default values are 20 volts for the non-
resonant excitation method and 0.2 volts for the resonant excitation method

NOTE: If the excitation amplitude used is too large, the precursor ion and
product ion spectra will be absent because both ions will be ejected from the
trap. If the value is too small, the precursor ion spectrum will be dominant and the
product ion spectrum will be weak or missing.

Scanning the Product lons

Product lon | Product lon More
Start Mass | End Mass Ranqes
(m/z) (m?z) .

193 460 I

Set the Product lon Start and End Masses to cover the mass range required.

Customize a Non-Resonant Method

The parameters in the MS/MS lon Prep Method Editor window are the basic ones
needed to create a MS/MS lon Prep Method file. For the vast majority of
applications, no other information is required to use the MS/MS technique
successfully. However, some applications may require further customization.

Customize Parameters is separated into three sections: lonization, Isolation and
Dissociation. These parameters are hidden by default but can be modified by
clicking the Customize button.

Precursor Ig':j;gg';" ﬁ':::?;?: Low Offset | High Offset HIiEEilzc':isrs:s
lon (mz) | | cvel (msz)|  [(m/z) (m/z] [m#z) [volts)
450.0 35 a5 na 0.o 5.0

Customize lonization and Isolation Parameters

13
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lonization

Precursor lon (m/z): The precursor ion is the desired ion m/z that will be
isolated in the MS/MS isolation step. This Precursor lon m/z value is used in both
Resonant and Non-Resonant Methods of MS/MS. For more info, please review
the previous table titled Maximum Isolation Window as a Function of
Precursor Mass.

lonization Storage Level: The m/z value at which the RF is maintained during
ionization and the coarse isolation step. The range is 30 to 100 m/z, with a
default value of 35 m/z.

Isolation

Low Edge Offset: The mass offset to optimize the ejection of the mass just
below the precursor ion mass. The Low Edge Offset range is -0.5 m/z to 0.5
m/z. The default value is 0.

Low Edge Offset affects the isolation window on the low mass side of the
precursor ion. Increasing the mass offset (increasing the default from 0 to 0.1
m/z) makes the isolation window on the low mass side of the precursor ion
larger. Decreasing the offset (decreasing from the default 0 to -0.5 m/z)
decreases the window on the low mass side. The offset should be adjusted to
minimize the amplitude of the adjacent masses below the precursor ion. Initially,
adjust in 0.2 m/z increments.

High Edge Offset: The mass offset to optimize the ejection of the mass just
above the precursor ion mass. The High Edge Offset range is -0.5 m/z to 0.5
m/z. The default value is 0.

High Edge Offset affects the isolation window on the high mass side of the
precursor ion. Increasing the mass offset (increasing the default from 0 to

0.1 m/z) makes the isolation window on the high mass side of the precursor ion
larger. Decreasing the offset (decreasing from the default 0 to -0.1 m/z)
decreases the window on the high mass side. The offset should be adjusted to
minimize the amplitude of the adjacent masses below the precursor ion. Initially,
adjust in 0.2 m/z increments.

If the Low or High Edge Offset range is not sufficient to completely isolate the
desired ions, either increase (in the case of desired ions not being present) or
decrease (in the case of unwanted ions being isolated) the isolation window.

High Edge Amplitude: Amplitude of broadband waveform used to eject masses
above the isolated precursor ion. Default value is 35 volts. If loss of precursor
ions due to dissociation is observed, reducing this amplitude may help. However,
some ions with a higher m/z than the precursor ion may not be ejected.

Dissociation

Excitation | Excitation| Excitation
Waveform Type| Storage | Amplitude Time
Level [mfz] [volts] [mzec]

Non-Resonant = | 198.2 20,00 20

Customize Dissociation Parameters (Non-Resonant)

Waveform Type: The waveform type is either resonant or non-resonant.
Resonant waveforms are harmonious with the frequencies of electrons held in
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the ion trap. Non-resonant waveforms are not harmonious with the frequencies of
the electrons held in the ion trap.

Excitation Storage Level (m/z): The RF storage level in m/z when the
dissociation waveform is applied following isolation. The excitation storage level
range depends on the precursor mass, but the lowest product ion must be more
than several mass units above the excitation storage level. A starting excitation
storage level for a precursor ion can be calculated using the “q” calculator. The

q” calculator is accessed by right-clicking on any of the fields in the MS/MS
parameters table.

The optimum excitation storage level is a tradeoff between a storage level high
enough to allow fragmentation of the precursor ion and a storage level low
enough to allow efficient trapping of the lowest m/z product ion. A higher
excitation storage level allows more energy to be imparted to the precursor ions
by allowing a higher excitation amplitude.

Excitation Amplitude (volts): Voltage used to excite the precursor ion causing
it to dissociate into product ions. The amplitude range for non-resonant excitation
is 0 to 120 volts. For resonant excitation, the range is 0 to 60 volts. The default
values are 0.2 volts for the resonant excitation method and 20 volts for the non-
resonant excitation method.

If the excitation amplitude used is too large, the precursor ion and product ion
spectra will be absent because both ions will be ejected from the trap. If the value
is too small, the precursor ion spectrum will be dominant and the product ion
spectrum will be weak or missing.

Excitation Time: The excitation time is the time required for collision-induced
dissociation (CID) by ion excitation. The excitation time range is 0 to 650 msec.
The default excitation time is 20 msec for both resonant and non-resonant
excitation.

Customize a Resonant Method

The parameters in the MS/MS lon Prep Method Editor window are the basic ones
needed to create a MS/MS lon Prep Method file for most application. However,
some applications may require further customization.

Customize Parameters is separated into three sections: lonization, Isolation and
Dissociation. These parameters are hidden by default but can be modified by
clicking the Customize button.

Precursor Ig't"i__;‘;:g';" I':.r'cilr:::i;]: Low Offset | High Offset Hégilgc:::ﬁs
lon [m/2) | | Cvel (msz)|  (miz) [m2) [m2) [volts)
4500 K] ah nao nao a5.0

Customize lonization and Isolation Parameters

lonization

Precursor lon (m/z): The precursor ion is the desired ion m/z that will be
isolated in the MS/MS isolation step. This Precursor lon m/z value is used in both
Resonant and Non-Resonant Methods of MS/MS. For more info, please review
the previous table titted Maximum Isolation Window as a Function of
Precursor Mass.
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lonization Storage Level: The m/z value at which the RF is maintained during
ionization and the coarse isolation step. The range is 30 to 160 m/z, with a
default value of 35 m/z.

Isolation

Isolation Window (m/z): The full mass isolation window range is 1.0 to

14.0 m/z. The actual range is dependent on the precursor ion. The default value
is 3.0 m/z. Integral and fractional mass isolation window values are both
accepted. If an isolation window smaller than 1.5 m/z is used, then the exact
mass of the precursor ion should be entered in the Precursor lon Mass field.

If the Low or High Edge Offset range is not sufficient to completely isolate the
desired ions, either increase (in the case of desired ions not being present) or
decrease (in the case of unwanted ions being isolated) the Isolation Window
value.

Low Edge Offset: The mass offset to optimize the ejection of the mass just
below the precursor ion mass. The Low Edge Offset range is -0.5 m/z to
0.5 m/z. The default value is 0.

Low Edge Offset affects the isolation window on the low mass side of the
precursor ion. Increasing the mass offset (increasing the default from 0 to

0.1 m/z) makes the isolation window on the low mass side of the precursor ion
larger. Decreasing the offset (decreasing from the default 0 to -0.5 m/z)
decreases the window on the low mass side. The offset should be adjusted to
minimize the amplitude of the adjacent masses below the precursor ion. Initially,
adjust in 0.2 m/z increments.

High Edge Offset: The mass offset to optimize the ejection of the mass just
above the precursor ion mass. The High Edge Offset range is -0.5 m/z to
0.5 m/z. The default value is 0.

High Edge Offset affects the isolation window on the high mass side of the
precursor ion. Increasing the mass offset (increasing the default from 0 to

0.1 m/z) makes the isolation window on the high mass side of the precursor ion
larger. Decreasing the offset (decreasing from the default 0 to -0.1 m/z)
decreases the window on the high mass side. The offset should be adjusted to
minimize the amplitude of the adjacent masses below the precursor ion. Initially,
adjust in 0.2 m/z increments.

High Mass Ejection: Amplitude of broadband waveform used to eject masses
above the isolated precursor ion. Default is 35 volts. If precursor ions are lost due
to dissociation, reducing this amplitude may help. However, some ions with a m/z
higher than the precursor ion may not be ejected.

Dissociation
Excitation | Excitation | Excitation CID
Waveform Type| Storage | Amphitude Time Hogl'll:late F';‘:Tjh;:c?;s Frequency
Lewvel [mfz]| [wolts] [mzec) a Offzet [kHz)
Resonant - 193.2 0.20 20 H 1 n.o

Customize Dissociation Parameters (Resonant)

Waveform Type: The waveform type is either resonant or non-resonant.
Resonant waveforms are harmonious with the frequencies of electrons held in
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the ion trap. Non-resonant waveforms are not harmonious with the frequencies of
the electrons held in the ion trap.

Excitation Storage Level (m/z): The RF storage level in m/z when the
dissociation waveform is applied following isolation. The excitation storage level
range depends on the precursor mass, but the lowest product ion must be more
than several mass units above the excitation storage level. A starting excitation
storage level for a precursor ion can be calculated using the “q” calculator. The

q” calculator is accessed by right-clicking on any of the fields in the MS/MS
parameters table.

The optimum excitation storage level is a tradeoff between a storage level high
enough to allow fragmentation of the precursor ion and a storage level low
enough to allow efficient trapping of the lowest m/z product ion. A higher
excitation storage level allows more energy to be imparted to the precursor ions
by allowing a higher excitation amplitude.

Excitation Amplitude (volts): Voltage used to excite the precursor ion causing
it to dissociate into product ions. The amplitude range for non-resonant excitation
is 0 to 120 volts. For resonant excitation, the range is 0 to 60 volts. The default
values are 0.2 volts for the resonant excitation method and 20 volts for the non-
resonant excitation method.

If the excitation amplitude used is too large, the precursor ion and product ion
spectra will be absent because both ions will be ejected from the trap. If the value
is too small, the precursor ion spectrum will be dominant and the product ion
spectrum will be weak or missing.

Excitation Time: The excitation time is the time required for collision-induced
dissociation (CID) by ion excitation. The excitation time range is 0 to 650 msec.
The default excitation time is 20 msec for both resonant and non-resonant
excitation.

Modulate RF: Whether the RF storage field is modulated during resonant CID.
This modulation greatly reduces any effect of changing secular frequency with
concentration.

Number of Frequencies: The number of frequencies at which the CID excitation
waveform is applied. The range is 1 to 119 frequencies, odd numbers only. The
default value is 1 frequency applied at the end caps. A value of 3 generates three
frequencies: the resonance frequency and frequencies 500 Hz above and below
that frequency

CID Frequency Offset: For certain applications it maybe desirable to offset the
dissociation frequency. The CID frequency can be adjusted between + 10 kHz.
CID frequency offset can only be applied to a single frequency. If the number of
frequencies is greater than 1 this field is hidden.

Customize Precursor lon Isolation

If you wish to further optimize precursor ion isolation by reducing the isolation
window, first build a method with a mass isolation window of 3 m/z, an excitation
time of 0 usec, and a CID (excitation) amplitude of 0 volts. This permits you to
observe only the isolation of the precursor ion without the influence of CID. The
exact fractional mass of the ion should be used for the precursor ion mass.

For practice, use a fixed sample source, such as perfluorotributylamine (PFTBA)
calibration gas, or the column bleed obtained by raising the gas chromatograph
oven temperature. Adjust the isolation parameters to isolate a single ion.
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Select an Excitation Technique

The compound and matrix you are using determine which excitation technique
you should use. Resonant excitation works well with most compounds, but non-
resonant excitation has been found to work better with some. You are advised to
begin your analysis with resonant excitation because it gives better results. If the
results desired cannot be obtained using resonant excitation, switch to non-
resonant excitation.

Optimize the Non-Resonant (or Resonant) CID Parameters

Follow these steps to optimize the non-resonant or resonant excitation CID
parameters. Determine whether the CID (excitation) amplitude used was too
large or too small.

NOTE: If the CID (excitation) amplitude used was too large, the precursor ion
and product ion spectra will be absent because both ions will have been ejected
from the trap. If the value was too small, the precursor ion spectrum will be
dominant and the product ion spectrum will be weak or missing.

Increase or decrease the CID (excitation) amplitude until a change in the spectra
is observed. In the case of non-resonant CID, use 10 volt steps; for resonant
CID, use 0.2 volt steps. Continue to increase or decrease the CID (excitation)
amplitude, but in smaller increments until suitable ion spectra are obtained.
Adjust the excitation time in 10-ms steps to optimize the spectra.

NOTE: If the precursor ion is ejected instead of forming a product ion, increase
the excitation storage level and adjust the excitation amplitude. In general,
increasing the excitation storage level necessitates the use of higher amplitude to
dissociate the ions. Do not raise the excitation storage level above the storage
level where the product ions will not be stored.

Customize the Resonant Excitation Method

For practice, you can use a fixed sample source such as perfluorotributylamine
(PFTBA) calibration gas or the column bleed obtained by raising the gas
chromatograph oven temperature.

Iteratively adjust the excitation storage level, excitation amplitude, and excitation
time to optimize precursor-to-product ion conversion. The optimum excitation
amplitude will be slightly different when RF modulation is selected.

NOTE: If the amplitude used is sufficiently large, the precursor ion should be
ejected. Precursor ion ejection indicates that the CID frequency applied to the
end caps is properly resonant and that the trap function has been correctly
calibrated.

To excite multiple ions at once, increase the CID bandwidth by increasing the
Number of Frequencies from 1 to 3 frequencies. This increases the mass range
around the precursor ion that is excited. Several frequencies may be used with or
without modulation, and may be useful when exciting isotopic clusters.
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Automated Method Development

Automated Method Development (AMD) is used to optimize CID conditions for
product ion formation in a MS/MS method. AMD uses up to 10 different sets of
conditions for the same precursor ion.

When using Automated Method Development (AMD) option, set the ion time for
1 microscan per analytical scan by adjusting Scans Averaged (General
Parameters). This will ensure that the maximum number of cycles through the
different voltages (scan segments) across each peak is performed.

Below is a strategy for using AMD to determine the optimum excitation storage
level and excitation voltage:

e Determine the precursor ion and retention time for each compound from
an injection using normal EI mode. Build a multi-segment acquisition
method, with one segment per compound.

e Use the default conditions with Automatic Method Development to
determine the mass of the product ion(s). AMD allows the CID voltage to
be incremented on a scan-by-scan basis (20v, 40v, 60v) for up to 10
scans and then the cycle repeats.

¢ Once the m/z value of the product ion is determined, make the following
calculation. Product ion m/z divided by 1.4 = the highest CID RF
excitation level. For example, if the product ion is m/z 140, then the
excitation storage level should be no higher than 100 to ensure good
trapping efficiency of the product ion.

e Once the excitation storage level is set, the only variable to optimize is
the CID voltage. This can be done with two injections using AMD. The
first injection can use voltage increments of 10 volts (Non-resonant) or
0.2 volts (Resonant). The second injection uses smaller increments of
the excitation amplitude near the optimal level.

The optimal excitation amplitude and excitation storage level are dependent on
the compound and the analysis. Optimal excitation amplitude may be such that
the precursor ion has been completely dissociated and only the product ions are
scanned, or a small fraction of the precursor is still present and both precursor
and product ions are scanned.

Determine the Voltage for Non-Resonant Excitation (AMD)

Follow these steps to determine the optimum voltage for non-resonant excitation
by using AMD while injecting the precursor compound.

—AMD

P G, ] Egchatin [ Exhatin] et fon] Prodt o] s =
[m/z) Level [m/z] [volts] [m#z) [m/z)
1 414.0 3.0 Mon-Resonant = 48.0 10.00 a0 420 =
2 | 4140 3.0 NonResonant | 430 20,00 50 0
3 | 4140 3.0 NonResonant | 480 30.00 50 420
T 414.0 3.0 Mon-Resonant = 480 40,00 50 420 [
5 | 41410 30 Non-Resanant | 430 50.00 50 420
6 | 4140 3.0 NonResonant | 4310 £0.00 50 420
7 | 4140 3.0 NonResonant | 420 70.00 50 420
8 | 41410 30 Non-Resanant v | 430 5000 50 420 g~
Kl LIJ

[mzert | Add | Delete | "'g" Calculator Customize |

Example of 20 V steps in AMD.
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Setting the excitation amplitude for scan segment 1 to 0 volts will verify that the
precursor ion is isolated without a large loss in intensity. Inject the sample and
examine the spectra across the peak.

Set the excitation RF equal to the lowest mass product ion expected divided by
1.4. If the product ions are not yet known, start with the excitation RF = 48 m/z.
Set up the AMD method to cycle through excitation voltages using increments of
10 or 20 volts.

If you require a more accurate value for the excitation voltage, change the
excitation amplitude steps to 2 or 3 volts for each group near the best values
found with the 10-volt increments and re-inject the sample.

NOTE: If the RF level was raised to trap the lowest product ion and you do not
have a satisfactory number of product ions either try another precursor ion or
switch to resonant excitation. Some ions are sufficiently stable that they are
ejected from the trap before they can acquire enough energy to dissociate. Also
try increasing the excitation time.

Determine the optimum voltage by plotting the product ion intensity data as a
function of CID (excitation) amplitude as shown below.

Nonresonant Excitation of a Typical lon

1200 T

1000 T — " Parention

Product
lon
Intensity gog +

(m/z)

R S

800 T Production 1

*~ Production 2

400 T

200 T

0®
0 10 20 30 40 50 60 70 80 90 100
CID Excitation Amplitude (volts)

In the case above, the optimal excitation amplitude would be about 40V. This is
because there is still some precursor ion present, the primary product ion
intensity is at the maximum, and the secondary product ion has just started to
form.

Determine the optimum storage level by plotting the product ion intensity data as
a function of CID (excitation) amplitude for different RF levels as shown below.

139



Product lon Formation vs. Excitation RF for a Typical lon
Using Nonresonant Excitation
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Excitation amplitude (volts)

In the case shown above, the storage level of 48 m/z has a very narrow optimal
excitation range. This may result in a change in dissociation over time as the
excitation energy output drifts.

NOTE: The maximum yield of product ions shifts to higher CID (excitation)
amplitudes as the RF level is increased.

Save AMD conditions to MS/MS.

How to Determine the Optimum Voltage for Resonant
Excitation Using Automated Method Development (AMD)

Follow these steps to determine the optimum voltage for resonant excitation
using AMD while injecting the precursor compound.

—AMD
Procumsos| \iniow | Wavefom Type| Storage. | AmpMtude| Start Mass | End Mass. H';‘:;gﬂ
[m/z] Level [(mfz) [volts] [m#z] [mfz]

1 414.0 3.0/ Resonant - 480 0.00 50 420 o

2 414.0 3.0 Resonant B 48.0 010 50 420 =

2 414.0 3.0 Rezonant B 480 0.z20 50 420 =

4 4140 3.0 Resonant B 480 0.30 50 420 |

5 4140 3.0 Resonant B 480 0.40 50 420 |

[ 4140 3.0 Resonant B 480 0.50 50 420 |

7 414.0 3.0 Resonant B 48.0 0.60 50 420 |
] 414.0 3.0 Resonant = 48.0 0.70 50 420 -
Kl ﬂJ
|nzert | Add | Delete | "'g" Calculatar | Cuzstomize |

Set the excitation storage level equal to the lowest mass product ion expected
divided by 1.4. If the product ions are not yet known, start with the excitation
RF=48 m/z and an excitation time of 20 ms. Set up the AMD method to cycle
through excitation voltages using increments of 0.2 or 0.5 volts.

Determine the optimum voltage by plotting the product ion intensity data as a
function of CID (excitation) amplitude as shown below.
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Resonant Excitation of a Typical lon
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This figure shows a typical breakdown curve for resonant excitation using
modulation. The optimal excitation amplitude for maximizing product ion 1 is
around 0.5 volts. The optimal excitation amplitude for producing both product
ions 1 and 2 is around 1.2 volts.

Save AMD to MS/MS method.

MS/MS with Different Precursor lons

Multiple Reaction Monitoring (MRM) is using MS/MS with different precursor ion
masses and different dissociation parameters. MRM is capable of doing MS/MS
of up to ten different precursor ions. This is useful, for example, for a target
compound and a labeled standard which have a mass difference larger than the
maximum allowed isolated window and which co-elude.

When using MRM, set up the 4000MS acquisition method for 3 microscans per
analytical scan. Each scan function will have its own data channel. When doing
quantitation, MS Data Review can analyze these channels separately.

Each of the MRM scan functions must be optimized individually using AMD. The
optimal AMD conditions can be saved to a MS/MS method by highlighting the
line and changing the scan type from AMD to MS/MS. You can copy a MS/MS
(or AMD) line by highlighting the line and typing <ctrl> c (copy). This line can be
copied into the MRM (or MS/MS) method by <ctrl> v (paste).

NOTE: If you are doing linearity studies using MRM, you may need to change the
default prescan ionization time of 300 psec to obtain optimal linearity. This value
depends on the compound and the concentration range.

MS/MS/MS (or MS")

MS" uses sequential MS isolation, dissociation and trapping steps to gain
information about a given precursor ion. In this operation a product ion from a
previous CID step is isolated and becomes the precursor ion for the next CID
step. The additional dissociation step can be used to increase selectivity of
analyte versus background or for additional structure information. MS?® uses two
precursor ions for sequential dissociation. MS™, or
MS/MS/MS/MS/MS/MS/MS/MS/MS/MS, is 9 isolation and dissociation steps
before the final scan of product ions.
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o -
Gereral Parametersl lonization Cortral | External El Parameters  MS™n Parameters

~M5"n
Precmsnr SN vope| Shoiaton | Exciaton] Frodutjon| Plodution| e |5
[mfz) Level [mfz] [volts]) [mfz) [mfz])
1 436.0 5.0 Resanant - 57.7 0.35 425 423 -
2 426.0 5.0 Resonant - 57.7 0.4z 355 355 ]
3 356.0 3.0 Resonant z 57.7 0.3 58 14 N
4 I =
L I o
] I N
7 I o
8 - N
a = | =
[rsert | i | e[t | "'g"* Calculator Customize |

The optimization of MS" is similar to MS/MS. First, work out optimized conditions
for MS/MS of the first precursor ion. AMD will make this process go faster.

Then optimize the conditions for dissociation of that product ion (entered as the
second precursor ion). You may need to make sequential injections using the
MS?3 method. If the second (or third)-generation product ion is in the original El or
Cl spectrum, then you can use AMD to find the optimum conditions.

Selected lon Storage

Selected lon Storage (SIS) may be used with either External El or Internal El.

Using the Selected lon Storage (SIS) option, you may selectively accumulate or
store specific ions in the ion trap. Success with this technique requires that there
be no excessive space-charge build up. Optimum mass resolution is achieved by
controlling the number of ions in the trap.

SIS eliminates unwanted ions by ejecting them from the trap. Given the optimum
number of ions that can be stored in the trap, SIS enriches the sample ions
relative to the unwanted matrix ions by ejecting the latter throughout ionization.
The unwanted ions are ejected from the trap by a technique known as resonant
ion ejection.

Operational Modes for SIS
SIS is enabled using the scan Type/Group drop-down list box.

SIS can operate in several mode; Single-lon, Multiple-lon, Range, and Cluster.
Each is described below.
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General Parametersl lanization Eontroll Internial E| Parameters SIS Parameters

515
Low Mass | High Mass Igrll'ijzl:lign Target Factor | Waveform Scale
[m#z] [m/fz] Level [3;21 (%] Factor (%)
1 200 208 28 100 100
2 370 382 35 150
3 440 458 35 100 75
4 468 463 35 100 150
5
]
V' AutcScale Waveform Insert Add Delete I Custamize

SIS mode; Customize

The lonization Storage Level, Target Factor (lon Time Factor), and Waveform
Scale Factor can be adjusted for each of the mass segments. The Waveform
Scale Factor can be autoscaled—based on the calibration—or explicitly set.

NOTE: There is a minimum gap of 10 m/z between the end of one segment and
the start of the next segment.

Single-lon Mode

Single-lon Mode is where a single ion is selected for storage.

— 515
Low Masz | High Mass
[mfz] [miz]
1 276 27h
2 I

SIS; Single-lon Mode

The Single-lon mode of SIS has the advantage of removing all of the background
noise from the analysis. However, since there is only one ion, there is no
secondary information, and therefore no confirmation of the compound.

NOTE: Unit mass isolation can only take place at low mass; at higher masses, a
range of ions is stored even when a single mass is entered.
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Multiple-lon Mode

— 515
Low Mazz | High Mass
[m#z] [miz]
1 276 27h
2 114 114
3 = I

SIS; Multiple-lon Mode

The Multiple-lon Mode is used to collect several ions from a single analyte. This
allows for confirmation of compound identity through ion ratio confirmation. Up to
six (6) ions can be specified in a single time segment.

Range Mode
— 515
Low Maszs | High Mass
[mfz] [m/z]
1 150 250
2 450

SIS; Range Mode

The Range Mode is good at eliminating sections of the spectra where high
background ions are present, such as column bleed at 207 m/z. Up to 6 ranges
can be analyzed in a single time segment.

Cluster Mode
— 515
Low Masz | High Mass
[m{z] [m/fz]
1 200 208
2 370 agz2
3 440 453

SIS; Cluster Mode

The Cluster Mode is a combination of the Range and the Multiple-lon Modes.
The Cluster Mode is set up to store only the ion clusters of a selected compound.
This is useful when looking at chlorinated or brominated compounds. The Cluster
Mode retains all of the isotope ratio information but removes most of the
background ions for better sensitivity. The clusters of octachlorobiphenyl ether at
201, 372, and 442 are shown in the above example.
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3800 GC Method Section

The 3800 GC Method Windows

The 3800 GC entry specifies the Varian MS Workstation module address of the
GC that the method uses. The module address in the parameter window can be
changed so that a method developed for an instrument using one module
address can be easily modified for use on another instrument at a different
module address.

’jﬁl\e Edit Yiew Window Help ;Iilll
BleR|ss| BlnE| 5s(ex]w] @] W v [E & S|
skartupl.mtb*

Method Motes Detector: IESUU GC Address: |44 j
G - Address 44

3000 GC Control

Autasampler

Sample Delivery Aulosamp\er

Injector E|Samuls Delivery

FlowPressure EI Injector

Column Cven g Flow/Pressure

Detector Colurnn Oven

Output B\ Detector

—Detector Contral P.

Detector Contral Parameters =

L Data Acquisition E| Output
&1~ T 4000 Mass Spec - Address 56 B b Ao =
=} E 4000 Mass Spec Control Last Modified: Tuesday, December 30, 2003 11:14:53

T M5 Acquisition Method

r— Selected Channels and Post-Hun Processing

Post-Run Processing I Channel | Last Modified

Ready [ o S

The 3800 Method section contains eight Method windows: Autosampler, Sample
Delivery, Injector, Flow/Pressure, Column Oven, Detector, Output, and Data
Acquisition. These windows contain all parameters that control the operation of
the 3800 GC during a chromatographic run. If the 4000 MS is the only detector
and samples are injected by syringe, the Sample Delivery, Detector, Output, and
Data Acquisition sections are irrelevant and will not be discussed in this manual.
For information on these sections of the 3800 GC method, see the 3800 GC
Operator’'s Manual.

Checking Method End Times

All editing windows other than the Column Oven window and Detector window
show the current end time of the column oven program above the Save and
Cancel buttons.

Temp [C) [[l?;?,t.ﬁ,] Hold [min] | Total [min)

50 1.00 1.00 Add

2DEI| 200 20.00 21.78 Insert |
Delete |

G| G | P |-

Calurnn Oven End Time: 20.00 min
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If you enter program end times for components other than the column oven that
exceed the column oven end time, the following warning is displayed.

Method Editor <]

The following components hawve program end times that esceed the Column Owven
EndTime: Front 1079 Injectar Ramp; The Column Oven EndTime detemines the
Method EndTime on the 38300 GC. Do you want to zave this Method even though
thiz condition exists?

When the Method is downloaded to the 3800 GC, component program end times
that exceed the column oven end time will be truncated.

Injector Window

The Injector window contains up to three Injector Programs (Front, Middle, Rear).
Only the isothermal 1177 and temperature-programmable 1079 injectors are
available on the 4000 GC/MS system. Use the Injector Programs to specify the
temperature set point and split ratio of the isothermal 1177 Injectors, and to
specify the temperature ramp and split ratio of the programmable 1079 Injector.

[E4 Method Builder - [Method1*] [_ O] x]
JEle Edt ¥iew Window Help =] x|

i3] | (] @lal@] 2> @(2] [ =] BElm 4]

thOdV Front Injector |Middls|niscl0r| Hearlnieclurl
= Method Notes
E|. 8200 AutoSampler Control - Address 26 Front Injector Type: [1079 | Injectar Oven: & On € Off
: Configuration

180 3800 GE - Address 44

- EF) 3800 GC Control Enable Coolant at (C):
oI Sample Deli Splt Rat
Rt Coolant Timeout fminf: [ 20.00 | —Ip‘ =

Injectar
Flovi/Fressure

Column Oven Temp [C) lg'::?ﬂl Hold [min] | Total [min]|
Detectar

50) 20,00 20,00 it

Output
[Fsert
[elere

Injector Coolant: © On & Off

.. % Data Acquisition
- B Charnel Frant=27?
£ B Data Handing
Intearation Parameters
Peak Table
Calibration Setup
Werification Setup
=] Time Events Table
= @ Standard Reports
g4 Print Options
1= Resuls Format
= Chiomatogiam Format
Calibration Block. R eport Foimat

Columh Owen End Time: 20000 min

Fleady [ [NUM 7

Use the tabs to select which Injector Program you wish to edit.

Select the type of injector (1177 or 1079) at each position, or select “None” if no
injector is installed at that position.
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1079 Injector

f you indicate that a 1079 Injector is installed, an Oven Power switch and a
Coolant switch are displayed.

Frant Injector | Middle Iniectorl Rear Iniectorl
Front Injectar Type: |1D?S 'I Injector Oven:  On O OIf
Injgctor Coolant: € On & O

Enable Caoalant at [C):
= Split Ratio... |
Caolant Timeaut (minj: | 20.00 = e

Temp [C) [[I;::it:.] Hold [min) | Total [min]

a0 20.00 20,00 Agdd |
=

| eert

[TElEte |

L e Q0| P | o

Colurmn Owen End Time: 20000 min

Indicate whether or not you will use the installed 1079 injector by clicking on the
On or Off radio buttons (buttons relate to Injector Oven and Injector Coolant).

If you indicate that Coolant is turned on, specify the desired “Enable Coolant at”
temperature and “Coolant Timeout” time.

Use the spreadsheet to build a temperature ramp program . The first row of the
spreadsheet contains the initial temperature and hold time for the 1079 injector.
The 1079 will equilibrate to this setting when the method is activated, and will be
restored to this setting when each chromatographic run is completed.

Rows after the first row of the spreadsheet contain the programmed settings for
each of the ramp segments. Each segment will ramp to the specified temperature
at the specified rate (assuming the rate is achievable), and then hold the
temperature for the specified time.

NOTE: The Rate in the first row is always blank and cannot be edited. The Total
column cannot be edited either.

1079 Split Ratio

Front Injectar |Midd|e|niectol| Rear Iniectorl
Front Injectar Type: |1D?S 'I Injectar Over: ™ On Off
Injector Coolant: & On & Off

Enable Coolant at [C):

= Split B atio....
Coolant Timeout [min]: | 20.00 = &I

Temp [C] [g;'::ﬁl] Hold [min) | Total [min]

1 B0 20.00 20.00 Add
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If the 1079 Injector is connected to a Type 1 EFC, press the Split Ratio button to
build the Split Ratio Time Program.

NOTE: You must have already configured the Type 1 EFC in the corresponding
position in the Flow/Pressure Section before you can program the Split Ratio.
Specifically, to build a 1079 Split Ratio Program, a Front 1079 must have a
corresponding Front Type 1 EFC, a Middle 1079 must have a corresponding
Middle Type 1 EFC, and a Rear 1079 must have a corresponding Rear Type 1
EFC.

Use the Split Ratio spreadsheet to build a Split Ratio Time Program to control the
1079 injector / Type 1 EFC combination.

Split Ratio for Front 1079 + Front Type 1 EFC |
Time Split State | Split Ratio Add
[mitial On - 20 Insert
Q.01 0ff - [ff

1.00[on ' 100 Diglsiz
St

i
i

O | CT | o | Gl | P | =

Calurnn Oven End Time: 2000 min

Save I Cancel |

This is a typical program for a splitless injection. A low split ratio conserves carrier gas
while keeping contaminants from building up in the injector. The injector is kept splitless
for about 1 minute so that all analytes injected can focus on the column. A split ratio of
100 after injection flushes residual solvent from the injector.

The first row of the spreadsheet contains the Initial Split State and Split Ratio for
the 1079 injector. The 1079 will equilibrate to this setting when the method is
activated, and will be restored to this setting when each chromatographic run is
completed.

Rows after the first row of the spreadsheet contain the time-programmed settings
for the 1079 Split Ratio. The Split Valve will be switched to the ratio in each row
at the indicated time.
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1177 Injector

If you indicate that an 1177 Injector is installed, an Injector Oven Power switch, a
Temperature setting and a Split Ratio button are displayed.
Click “On” or “Off” to use the oven.

Front Inector ] Middle Irgector | Rea Injector |
Fronk Injector Type: |11T-"T-" 'I Injector Over: @ On ¢ Off

Temperature [C]:
Set the desired Spiit Fatio...

Temperature.

If Type 1 EFC is used, press “Split Ratio” to
build a Split Ratio Time Program.

NOTE: The Type 1 EFC in the corresponding position in the Flow/Pressure
Section must be configured before you can program the Split Ratio. Specifically,
to build an 1177 Split Ratio Program, a Front 1177 must have a corresponding
Front Type 1 EFC, a Middle 1177 must have a corresponding Middle Type 1
EFC, and a Rear 1177 must have a corresponding Rear Type 1 EFC.

Use the Split Ratio spreadsheet to build a Split Ratio time program to control the
1177 injector / Type 1 EFC combination.

Split Ratio for Front 1177 + Front Type 1 EFC

Time Split State | Split Ratio

i,

[mitial On 20 |[sert
0.01 Of 0ff
1.00 On 100 Dzlats

St

[a]a]a]a]a]n

O | CT | o | Gl | P | =

Calurnn Oven End Time: 2000 min

Save I Caricel

This is a typical program for a splitless injection. A low Split Ratio conserves
carrier gas while keeping contaminants from building up in the injector. The
injector is kept splitless for about 1 minute so that all analytes injected can focus
on the column. A Split Ratio of 100 after injection flushes residual solvent from
the injector.
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The first row of the spreadsheet contains the Initial Split State and Split Ratio for
the 1177 injector. The 1177 will equilibrate to this setting when the method is
activated, and will be restored to this setting when each chromatographic run is
completed.

Rows after the first row contain the time-programmed settings for the 1177 Split
Ratio. The Split Valve switches to the ratio at the indicated time.

Flow/Pressure Window

The Flow/Pressure window contains up to three Electronic Flow Control (EFC)
Programs (Front, Middle, Rear). Only Type 1 and Type 5 EFC modules can be
configured on the 4000 GC/MS system. Type 5 EFC is used for applications like
purge-and-trap or static headspace sample introduction.

[& Method Builder - [Method1™] =1 &3
"JEle Edt Wew wWindow Help ==l

EEEE N R EEE= S = TR
IS Methodt* Front EFC | Middle EFC | Frear EFC |

[ Method Notes
=T 5200 AutoSampler Contiol - Address 26 Front EFC Type: [Type 1 ffor 1073 Inectors) I~
i T Configuration
=815 3800 GC - Address 44 P'f":i']"e
-89 3800°GC Control e

Sample Delivery

Injector
Flow/Pressure
Coluran Oven

Rate
[psi/min]

Hold [min)

Total [min)

1.00 1.0, Agdd

200 200 14.00 20,00 =
Deleta

Detector
Output
B Data Acquisition
=8 Charnel Front=FID

=+ Data Handing
Integration Parameters - Constant Cobumn Flow Mode:
Peak Table Constant Flowe & 0ff ¢ On
Calibration Setup
Werlfication Setup
Time Events Tabls
B4 Standard Reports

&5 Print Options

ee|w|m|u||a-|w =

Fiesults Farmat
1 Chiomatogram Farmat - -
1 [E3 Calioation Block Regort Fomat Column Dven End Time: 20.00 min

Feady 2

Use the tabs to select which EFC Program you wish to edit.

Select the type of EFC (Type 1, Type 3, or Type 4) at each position, or select
“None” if no EFC is installed at that position.
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Type 1 EFC (for 1079/1177 Injectors)

If you indicate that a Type 1 EFC is installed, a pressure ramp spreadsheet will
appear.

Front EFC | Middle EFC | Rear EFC|

Frant EFC Type: IT_n,lpe 1 [for 1079 Injectors] j
Pressure Rate - -
(psi] {psi/min) Hold [min] | Total [min)
1 10.0 1.00 1.00 Add
2 20.0] 200 14.00 20.00 Insert |
| 3 | -
4 Delete |
| 5
| 6
| 7
]
— Constant Calumn Flow Mode
Canstant Flow: @ 0ff € On

Colurnn Oven End Time: 20.00 it

Use the spreadsheet to build a pressure ramp program to control the Type 1 EFC.

The first row of the spreadsheet contains the Initial pressure and hold time for the
Type 1 EFC. The EFC will equilibrate to this setting when the method is
activated, and will be restored to this setting when each chromatographic run is
completed.

The Rows after the first row of the spreadsheet contain the programmed settings
for each of the ramp segments. Each segment will ramp to the specified pressure
at the specified rate (assuming the rate is achievable), and then hold the
pressure for the specified time.

Note that the Rate in the first row is always blank and cannot be edited. Also note
that the entire Total column cannot be edited.

Constant Column Flow mode for Type 1 EFC is enabled in the Flow/Pressure
window.
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Front EFC | Middle EFC | Fiear EFC|

Front EFC Type: IT_l,lpe'I [for 1079 Injectors) d
Pressure Rate . .
(psi) (psi/min] Hold [min]) | Total [min)
1 [— s
2 |eert
3
4 [elete |
]
[
7
g
— Canstant Colurn Flow Made
Constant Flow: © 0 & On
Colurmn Flows [mlmir);

Calurnn Oven End Time: 20000 min

Click on the Radio Button to turn on the Constant Column Flow Mode. This mode
disables the spreadsheet and reveals the Constant Flow rate value.

Enter the desired Column Flow.

When the method is activated in System Control, the Varian MS Workstation will
generate and download the appropriate pressure program corresponding to the
Column Temperature program, the Column Setup Length and Diameter, the
Carrier Gas, and the ambient Barometric Pressure. These parameters are
specified at the 3800 GC front panel, and the Barometric Pressure is measured
by the 3800 at the time the Method is downloaded. The 3800 will run the
pressure program to hold the Column Flow at the specified value as the Column
Temperature is ramped during each run.
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Column Oven Window

The Column Oven window contains the Column Oven Program. Use the Column
Oven Program to specify the Coolant Parameters and Stabilization Time of the
Column Oven, and to specify its programmable temperature ramp.

|5 Method Builder - [Method1-] 2O
) Eile Edt View Window Help 18] x]
T = o T e = i = e AT T 0
[ Methodi=
' Method Mates Colurmn Oven Colant: © On & Off
T 8200 AutoS smpler Control - Address 26 .
ﬁ' Configuration Enable Coalant at [C)
£ B} 3800 GC - Address 44 -
Coclant T t 20.00
=-# 3600 GC Contal el T i [ 20001}
[ Sample Delivery Stabilzation Time (min)
Injector
Flow/Pressure Temp ([C) "?;::i‘:.] Hold (min] | Total (min)
1 5] 20.00 2000 Add
2
2| (st
DataAcaiston = =
=-£0) Channel Front=77? 4| ke
=B Dats Handing 5 | —I
=] |ntegration Parameters _E
Peak Table -
Calibration Setup _7
& Verffication Setup | 8|
£ Time Events Table
B @ Standard Reports
gy Prirt Options
/=7 Results Fomat
% Chiomatogram Fomat
=] Calibration Block Report Format
Flaady NUM %

Indicate whether or not you will use the Coolant by clicking on the On or Off
radio buttons.

Use the spreadsheet to build a temperature ramp program to heat and/or cool
the Column Oven.

Specify the desired temperatures at which to Enable Coolant and then set the
times for Coolant Timeout and Stabilization Time.

The first row of the spreadsheet contains the Initial temperature and hold time for
the Column Oven. The Column Oven will equilibrate to this setting, and stabilize
for the specified Stabilization Time, when the method is activated, and will be
restored to this setting when each chromatographic run is completed.

Rows after the first row of the spreadsheet contain the programmed settings for
each of the ramp segments. Each segment will ramp to the specified temperature
at the specified rate (assuming the rate is achievable), and then hold the
temperature for the specified time.

NOTE: The Rate in the first row is always blank and cannot be edited. Also note
that the entire Total column cannot be edited.)
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Autosampler Window

The Autosampler window contains sampling parameters for the 8400/8410
Autosampler when attached to the 3800 GC. The parameters include selection of
the sampling syringe size, the penetration depth for sample and solvent wash
vials, the default clean and clean modes, and the injection modes.

& Method Builder - [Method17] [_ (O] x]
"JEle Edt Wiew Window Hep _1=] x|
= e e e o e =T A s = = s T RN T
Method 1~
o[ Method Notes
-7 3900 GC - Address 45 Autosampler| 54010 d
=80 3800 GC Contral B Size (L = < ample Depth (% -
e yiinge Size (Ll [10 uL ample Depth (%290 |
o B Injsctor Injection Mode: [Std Spi/spil = Solvent Depth (%]
Flow/Pressure D .
efault Clean Clean tMod

Column Oven
Detectar Wik ||
Walume [ul] | 5.0
Shiokes:

Speed [ul/sec): | 5.0

L

Pre-Inj Solvent Flushes:

Pre-Inj S ampls Flushes

Post-Inj Solvent Flushes:

=)

T L

Clean Solvent Source:

)

=] Time Events Table
E--@ Standard Reports

b Print Options
Fiesults Format
Chromatagram Format

Calibration Block Report Format

Colurnn Oven End Time: 20,00 min

Ready T

Default clean steps are used in the case that automation is stopped or a serious fault is
detected. Select Pre and Post injection syringe clean modes.

Injection Mode

Injection Made: | Std Split/S plil "I

lean—— 5td On Columr <
Meat
Wial: ||izcous

Walume [ul]: 5&firn3-:| -

The Injection Mode selection consists of five predefined injection modes:
Standard Split/Splitless, Standard On-Column, Neat, Viscous and Volatile. If any
of these modes cannot satisfy your injection needs, a sixth User Defined mode is
available. Selecting User Defined mode allows you access to all 8400
autosampler parameters to fine-tune your injection.

Consult the Online Help for a detailed description of all Injection Mode
parameters.

Auto-Configuring the Method to Match the 3800 GC
Hardware

When you edit a 3800 GC Method while the corresponding GC is online in
System Control, you are warned if the Method configuration does not match the
hardware on the GC.
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Method Editor

Bus Addresz 44. Do pou want bo automatically change the Method to make it compatible

@ Thiz 3800 Method iz not compatible with the Hardware Setup for the 3800 that iz Online at
with the Hardware?

Click on Yes to change the Method to match the GC.
Click on No to accept the Method as is.

If you choose to auto-configure the Method, the following dialog is displayed.

Method Editor <]

@ The kMethod has been automatically updated to make it compatible with the Hardware!

Uploading the Method from the 3800 GC

You can get the Method from the GC and save it in the Varian MS Workstation.
This allows you to do local Method editing on the 3800 GC front panel and then
save this Method for later use on the Workstation.

-'_El_-' System Control - Yarian Star ##1 - Ready
Edit  Inject Automation  Becalculate  [nstument Windows  Help

Activate Method = | | | |
Upload Active Method from Mo 2l ’E ﬁl‘ ﬁf Eﬂ Ll

Mew Samplelist. ..
Qpen SampleList..

Hew RecalcList...
QOpen RecalcLizt...

Mew Sequencelist...
Open Sequencelizt...

Erint
Printer Setup...

v HRemember Last Open Files

Exit

To upload the Method from the 3800 GC to System Control, select Upload
Active Method from Modules from the File menu.

You are then prompted for the name of the file under which to save the Method.
The active Method in System Control is updated to reflect the parameters
obtained from the 3800 GC.
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The Startup Method

When you start System Control and display an Instrument Window, the last
active Method for that instrument is activated. When System Control is started, it
will return to the initial settings in the Method that was last used on the
instrument.

To change Methods, simply click on the Activate a Method button on the
System Control Toolbar or choose Activate Method from the File menu.

-_é- System Control - ¥arian Star #1 - Suspended

File Edit Inject Automation FRecalculate [nstrument “Windows Help

e e 1= = = o O S

Activate a Method

sm 3800.44 - Ready 1= 5 |
3800 Operation———————  Temp Zones Set Actual— — Sample Delivery Status
RunTime: 0.00 min Start D Col Dven: 90 90| [Walve 1: Front Split: On [split]
. . ————— (@ Front1079: 100 100||Valve Z: Front Split: On [split]
Endfime: h00imin |} RessU Jiijigy) i ma: Off 41| Valve 3 Front Spit On [spiit]
O Resdy M/ N/A| Valve 4 Front Spi: On fspli]
O Mo Faut 260 260| |Valve 5: Front Splt: On [splt]
0 B1||Valve B: Front Split: On [zplit]
Valves: -1-2-3-45-6-7 (@) Heatahle3: M/a  NA&| [Valve 7: Frant Split: On (split)
Hide Keypad I Wiew Setup. I Fesume Blot “\v"\ew Frort Only j Sample Delivery Status j
] = T
e 1 | EN
12.5 ‘| Front FID: 0.043 my| 5| |

Editing Methods from the 3800 Status and Control
Window

The 3800 GC Status and Control Window contains a Method... button that allows
you to directly edit the active Method corresponding to that GC.

=g 3800.44 - Ready 1= o |
3800 Dperatian TempZones  Set Actual— — Sample Delivery Status
RunTime: 0,00 min Start 8?' D:;’;:g 133 133 xa:“e; E'mt gp:?t gn :sp:?t}
8 T o rant : alve ont Split: O [zplt
BT €@ _,_Ffese‘___‘ (@ Mid 1079 Off 41/ |Valve 3 Front Spit. On [spit)
O Ready HMethod ||| @ conabler:  MAA N7A| Valve & Front Spit n (spl)
@ NoFaut () Frant FID: 260 260 Valve 5: Frant Split On [split)
@ Mid TSD Ot B1||Walve B Front Spht: On [split]
Valvesz 1234587 1) Heatable? Mg N/ | Walve 7: Front Spiit On [split]
Hide Keypad | Wiew Setup... | Fesume Flot IView Front Only d Sample Delivery Status j

Mmoo
e AR EIEEE

1.5 J[Front P 0086 m] B
10.0
E 754
S 50
E 254
i1}
T T T J
a1 a2 a3

T 1
simﬂutes | -l
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When you click on this button, Method Builder is opened with the active Method
loaded and the corresponding Instrument Module selected. You can then edit
that section or any other section of the Method as described previously.

Once you have edited the Method and closed the Method Builder window, you
are prompted to reactivate the Method. Reactivating the Method downloads the
changes to the Module.

Il System Control B

@ todule 330044 kethod haz changed! Beactivate it?
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Acquiring GC/MS Data

Injecting a Single Sample

Overview

If you are doing method development or are just looking at one sample, you may
prefer to acquire data one sample at a time. If you want to run multiple samples,
automation using a SampleList is the most efficient route. If the 3800 GC and
4000 MS are configured and a GC/MS Method has been built for data
acquisition, you are ready to acquire data with either of these approaches. If this
has not been done, please see the previous sections for instructions.

Using the Inject Single Sample Dialog Box

You can inject a single sample from System Control by using the Inject Single
Sample dialog box.

31 System Control - Yarian 4000 GC/MS - Ready

File Edit | Inject Automation Recalculate  Instrumen

:i%l qu W Inject Single Sample. ..
m 4000.56 - Ready

Display the Inject Single Sample dialog by selecting it from the Inject menu or by

clicking on the Inject Single Sample button on the toolbar ﬂ .

The Inject Single Sample dialog box is displayed. The dialog will be automatically
configured to match the sampling device installed in the instrument.

Sample Type

Sample Name: ors | Amount Std | Unid Peal
i Fau

Peak. L
onk| Multiplies

Default Hame: Jnalysis nane nane o
[T |
Iniect the S ample sing the Method:
[ \VarariE\Colest_Estemalmth Browise. Defaults
I™ | Clear Cosfficients before Callbrating
Inject | Cancel DataFiles...| ResalcList
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Defining the Fields and Buttons
The top of Sample List window has fields The following are definitions.
sample Name o the sample name here. The final name of the file depends

on settings accessed by clicking the Data Files button. If only %s is listed in the
Data Files dialog, the sample name is as entered.

5 le T . .
ample 1ype There are several choices available from the Sample Type drop-
down list box:

Sample Type

Calibration
Yerfication
B azeline

Cal

level | |f you designate the Sample Type as calibration, you can designate which
calibration level you are injecting. You can enter up to ten levels.

Inj. Specify here the number of injections of this sample. You may make up to
nine replicate injections at each calibration level.

Injection Notes £ o \otes about the sample.

Motes

] I Eewert | Cancel |

Autolink  gee the Specifying Data Handling Parameters section in this manual.

- Injection | Injectors | Amount Std | Unid Peak s .o MultiChannel
W Yolume Used [I5. N% only) | Factor Gl | [EfsEm MultiStandard
[ 0 10 Posi = 1 0 1 1 rone

In the Vial, Injection Volume, and Injectors Used fields, enter information about
the sample. The fields beginning with Amt. Std. are used only for data files
acquired with standard GC detectors.

160



Inject the S ample uzing the Method;

|C:Warian’w’5 YColkest_Ewstermal mth Browse. .. |

Select the Method to use for the run. Click the Browse key to select a file using
Windows Explorer.

Defaults...

4" Click here to change the default entries in the table above, such as
Injection Volume, Injector Used, etc. After defining new defaults, click the Save
button to activate the new defaults.

Diata Files... | . .
Change the location and name of the Data Files here.

Fieu:aln:List...l . . . . o
Click to generate automatically a Recalc list associated with single
sample acquisitions.

Click Inject to start the run.

Specifying the Data File Name and Path

Data File names can be up to 255 characters long. Sample ID, injection date,
module name, and injection number can be embedded in the file name making
the Data File name correlate with each sample injection. When you click on the
Data Files button, the Data File Generation dialog box is displayed. The left side
of the Data File Generation dialog box allows you to select the drive letter and
subdirectory (path) where the data files are to be stored.

Data File Generation [ x|

Specify the names for D ata Files generated by detector modules uzsing this S ampleList.
MHumbers will be appended to file names if the file already existe. Do not include the file
extenzion in the Data File name.

— Directory for Data Files————— ~ Data File names
[= wariarmsz | ITest_Zs“/oi
= data
£ 1200 El and NI Pest SDS1J E=ample:
g SEBU Lo Test_Sample 11
& E'Z:%"F:"EI U ze the following symbols o enter the
= j corresponding variable data to the file
name.
Mew Falder. .
e | %z= Sample D
%= Injection number
. %d= Date
Drives: Zm = Detector Module name
- j %t = Injection Time

ak. I Cancel |

The Data File names field allows you to create a file name “specification.” Follow
the directions in the text shown below this field to specify file names that contain
sample injection specific information. In the Example field, you will see a dynamic
update of an example file name as you type in the specification. This makes it
easy to see how a Data File created with this file name specification will appear.
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Specifying Per-Sample Data Handling Parameters

NOTE: Data Handling Parameters in the Sample List are applied only to data
collected with standard GC detectors!

Most Data Handling parameters are specified in the Method used during the
injection. Some parameters may vary on a per-sample basis, and are therefore
specified when you perform the injection. The following Data Handling
parameters can be specified on a per-sample basis:

¢ Unidentified Peak Factor

e Multiplier

e Divisor

¢ Amount Standard when one Internal Standard is being used

See the GC Data Handling and Reports Manual for a brief description of these
parameters. See the Star Workstation Regulatory Compliance Manual for a
complete description of how these parameters are used to calculate results.

Specifying a RecalcList

You can choose to create a new RecalclList, append to an existing RecalcList, or
neither create nor update a RecalcList. To select an option that you want, click
on the RecalcList button and the related dialog box will be displayed.

RecalcList Generation x|

You can automatically create or update a RecalcList with files generated
during automated injections. Specify the RecalcLizt generation optionz
fiar thiz SampleLizt below.

" Do not automatically create and update a RecalcList,

¥ Create and update a new FecalcList.

RecalcList name: Iu::Warianws'\untitled.rcl
" Append ta an existing RecalcList.

RecalcLizt name: I Browse,.. |

[ Ovenarite the Flecalc List each time the SampleList Begins.

] I Cancel |

If you choose to create a new RecalcList, this automatically-generated RecalcList
will not overwrite an existing RecalcList. If a RecalcList with the same file name
exists, the newly created RecalcList will have number appended to its file name
to make it unique and to prevent the older RecalcList from being overwritten.
Alternatively, you may select the checkbox to overwrite the RecalcList each time
the SampleList begins.
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Monitoring the Status of the Run

After an injection is performed, the status of the run can be monitored in the
instrument window.

| = e ] ol 3 2 ] oo s o] Phpooment Bt
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W ] [Bacoken Eraendih vl Eriee] pElElE ] e [m] onsing
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The module status is shown in the status and control windows and on the
Toolbar.

Automation actions and errors are logged in the Message Log; the latest line of
this log is shown at the bottom of the screen. When you double-click on the
status bar at the bottom of the instrument window, the entire Message Log
window is displayed.

‘ Message Log: MSGLOG1.MLG _ (O] ]

1E02:13  Instrument 1: - Single S ample Automation Began
1E:0213  Instrument 1; Activating Single Sample 'C14-C17
TE:0213  Instrument 1: Method 3300-1.mth Activated
1E:0212  Instrument 1; Results will append to new RecalcList ~SIMGLET018.RCL

TE:02:25  Instrument 1: Beaitning Vial 1 Injection 1 an Fri Feb 13 16:02:25 1338

1E:07:27  Instrument 1; Data File ©14-0171-3800.44-2-13-98000 un created for 'C14-C17, Injection 1.
1B:07:54  Instrument 1: StarFinder. c:\starhc14-0171-3800.44-2-13-98001.1un added to database.
16:09:05 Instrument 1: Completed 1 Inject Actions for C14-C17 with 0 Enrors

TE:05:05  Instrument 1 Completed 0 Autolink Actions for C14-C17

16:09:05  Instrument 1: Completed 0 Mew Calibration Block Actions for C14-C17

1E:05:05  Instrument 1 Completed 0 Calibration Block Report Actions for C14-C17

TE:03:05  Instrument 1: End of Automation reacked.

All Message Log entries are stamped with the time they occurred.
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Using QuickStart to Acquire a Single Sample

QuickStart is a fast way to inject a single sample without using System Control
directly. QuickStart can be customized and is ideal when setting up instruments
for routine use. See the on-line help in QuickStart for further details.

Ed

4000 .56043.5h: Ik

@bononci mth 3 |
G

QuickStart starts System Control and waits for the modules to log in. When the
instrument is ready, the QuickStart dialog is displayed.

[PAMS Quickstart - 1
File Screen  Options
Instrument Number
Instrument Name
Operator Mame
Sample HName

Sample Description 1

=

1
4000 M5
Gunter 5.
|Pesticid_1
[Methad Development

Sample Description 2
Primary Method
|C:\Valian\h"9\pest.mlh
Folder for Data File Storage
[C:\Warianw/S\Datat

Browse 2400

Sample Type Vial [1
" Baseline # Injects |1
" Calibration Yolume [1
' Analysis Amount [1
" Verification Factor [1
[T | Clear, Coefficients Hulliplies 1—
Divisor [1
AutoLink.__. |
Level [1

Start | - Help | Exit |

Entering Information in the QuickStart Dialog
The instrument number, name, and operator are entered in the top three fields.
Enter sample name and descriptions, if desired, in the next three fields.

Click the mouse in the Primary Method field. Either modify the name here or click
the Browse button to select from the Windows Explorer menu:
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Select Star Method EHE
Loak in: I@Varian\:\u"S j - &k E-

| 140005ys [C1scData

1 data Clservice

|1 Dicxin Data CsvaLos

| 1EPData C1wsDataFiles

| IExamples [Ey260MT NICT CI 35.mth

|_1IRData [EBy260MT _Hybrid_Nzo.mth

|1 Manuals [EBy260MT _Hybrid_NzO_AGC 30K.mth
| IMCData [y 26DNT_Hybrid_N20_AGC 5000.mth
| IMsGLoG [FBy260MT _Hybrid_Nz0_AGC.mth

I MsTutorials [EBy260MT _Hybrid_Hz0_MSMS.mth
satsys [FRy260MT _Hybrid_NzO_MSMSHR.mth

KN o]

File hame:

Files of type: | Method Files [*.mth) =l Cancel |

In a similar manner, select a path for data file storage by first clicking the mouse
within the Folder for Data File Storage field and then either typing the path or
clicking the Browse button to open the Data File Generation dialog and choose
the path. To tailor the file name, follow the instructions in the Data File Names
field.

## Data File Generation

S pecify the names for D ata File generated by detector modules for this QuickStart screen.
Mumbers will be appended ta the file names if the file already existz. Do not include the file
extension in the Data File name.

r— Directory for Data Files———— [~ Data File Mame:

=1 Hi%mEd¥s
SV arianiw'S
Y Data

(L1 Development
[Z1 Replicates

Example:

Sample 1

Uze the following symbals to enter the
coresponding variable data ta the file name

Mew Folder | %3 =Sample |D
*%i = Injection humber
Drives A=l
— %m = Detector Module name
Se j %t = Injection Time

()8 | Cancel |

Choose the Sample Type: Analysis, Calibration, Baseline, or Verification.

NOTE: Selecting Baseline will actually create an Analysis file type for GC/MS
data.

Click AutoLink to add any post-run processing commands you want to use
(optional). For example, you can Browse for a Custom MS Report Editor software
template and insert it as an AutoLink command. Then, in System Control
processing, you can have automated printing of Custom MS Report Editor
reports at the end of a run.
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AutoLink Commands

— Start of 5ampleList
Command/Method Other Parameters
| | Browse |
Command Other Parameters
: : Browse |
- End of SampleList
Command/Method Other Parameters
| | Browse |
oK | Cancel

Click Hardware to select parameters for the AutoSampler. This is the dialog if an
8400 AutoSampler is configured:

1 8400 Hardware & Configuration E
Sampling Device Injectors Uzed

¢~ Bul Syiinge IPos 1

B Between Injgctions
€100 ul Swings [Dupiicate =

2nd Inj. Walure |1 0 Injection Delay ID_D

Second Sample Mame
|2 42

Second Sample Naotes

ok | Cancel |

Enter sampling information. This information is specific to the type of sampling
device installed. Note that Factor, Multiplier, and Divisor fields apply only to data
acquired with standard GC detectors, not MS data files. Level is the Calibration
level if that is the sample type.

Vial 1

# Injects |1
Yolume (1
Amount |1
Factor (4

Multiplier |1

T

Divizor |1

Level |1

Click Help for more information about QuickStart.
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Help Topics: Reference Help Quick Start

Contents | index | Find |

Click a book, and then click. Open. Or click anather tab, such as Index.

@ Dialog Boxes
@ Customizing Quick Start
@ Quick Start lcons

Open I FErrint.... Cancel

Injecting Multiple Samples

Introduction

Before injecting multiple samples, the 3800 GC, 4000 MS, and AutoSampler
must be configured and a GC/MS Method must be created.

Using a SampleList in System Control

You can create and edit a SampleList in the Automation File Editor or in System
Control. In this section you will learn how to edit a SampleList and inject multiple
samples from System Control.

gdlt Inject  Automation  Recalculate

Agtivate kMethod
Upload Active Method fram Modules..

New S amplelist
Open SampleList...

New RecalcList...
Open RecalcList

New Sequencelist..
Open Sequencelist...

Print
Printer Setup...

Exit

Choose to open either a New SampleList or an existing SampleList from the File
menu. The SampleList window for the open SampleList is displayed. It contains
fields that are specific to the sampling device configured in the instrument. In this
case, if a sampling device such as the 8400 AutoSampler is configured, the
corresponding SampleList is used.
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: 8400 SampleList: New_Samples.smp =1 B3

C

al. | 4. Injection
Sample Name Sample Type level Inj.

Volume

Injectors| Amount Std

Used (15 N only] Add
1 none none 0 10 Pas 1 1
Insert
Delete
Fill Down
Add Lines
Defaults...

Injection Notes | AutoLink = Vial

Default Name analysis

K K KN K KN KN K KN K
R RN KN KNI KN KN K

-
=

KiN| i
Beain Suspend I Hesume: Data Files.. RecalcList...

Size spreadsheet columns by dragging their border using the left mouse button.
Right-click on the column headers for formatting options. When the table is
scrolled to the right, the Sample Name column does not scroll so you can easily
tell for which sample you are entering additional parameters.

Defining the Fields in the Table

The top of the SampleList window you see fields where you can enter information
about the sample. The following define the fields and buttons in this dialog:

Sample Name ¢ .o e sample name here. The final name of the file depends
on settings accessed by clicking the Data Files button. If only %s is listed in the
Data Files dialog the sample name will be as you entered it here.

5 le T . .
ample 1ype There are several choices available from the Sample Type drop-

down list box. Use the scroll bar to see all the options.

Sample Type Sample Type

B azeline
Frint Calib

Yerfication

B azeline —
Prirt Calib

Mew Calib Block ™

Frint Surmrmary

Cal

level | |f you designate the sample type as calibration, you can designate which
calibration level you are injecting. You can enter up to ten levels.

Ini. Specify here the number of injections of this sample. You may make up to
nine replicate injections at each calibration level.

R D LTl Enter notes about the sample.
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Motes

] I Biewvert | Cancel |

AutoLink | ge6 the Specifying Data Handling Parameters section in this manual.

s Injection | Injectors | Amount Std | Unid Peak = F a.e MultiChannel
e Yolume Used [I15. HX only] Factor Leilipier | - i MultiStandard
[ © 10 Pasl = 1 I 1 1 none

In the Vial, Injection Volume, and Injectors Used fields, enter information about
the sample. The fields beginning with Amt. Std. are used only for data files

acquired with standard GC detectors.
Inject the S ample uzing the Method:

IE:WarianWS WColtest_Euternal. mth Browse. . |

Select the Method to use for the run. Click the Browse key to select a file using
Windows Explorer.

What the Buttons Do

Add
él Adds a new line to the end of the list.
&l Inserts a new line before the currently active line.

ﬂl Deletes the currently active line.

FilBown | \hen sections of columns or entire lines are highlighted, the
information in the top highlighted row is repeated to the lowest selected row.

AddLines.. | Aqq several similar lines to the Sample list, You can then enter
the common information in the dialog box.

Add Lines to 8400 SampleList

Cal | . | Injection Injection | Injectors| Amount 5td | Unid Peak| o MultiChannel
SamyTa e Sermya e Ini | “hotes | Autolink || Vial | \iime | Used | [0S, NZ only)| Facter | Multiplier " | MultiStandard
| e [analysis - 1 nane nane [ 10 Posl v 1 [ 1 nane
Mumber of Lines to Add: [10
¥ Humber Sample Names from: [1 ¥ MumberVias hom: [0

Add Insert Cancel

To sequentially number the Sample names, check the box and enter the starting
number and the number of entries to add. The Sample Names will have these
numbers appended to them.
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Defaults. ..

4" Change the default entries in the table above, such as Injection
Volume, Injector Used, etc. After defining new defaults, click the Save button to
activate the new defaults.

Data Files...l . .
Change the location and name of the Data Files.

Fecal-List... | i i . i
Select to automatically generate a Recalc list for with single sample
acquisitions.

ﬂl Click and a prompt for the Method opens.

Spstem Control will inject the Samples using the Methad:

Browse... |

Diata Files wil be saved in:

chvarianwshdata

Cancel |

Enter the method name directly or Browse for the Method file. Click OK, the
Method downloads to the 3800 GC, and the run begins. If using a manual injector
or a sampling device not controlled by the Varian MS Workstation, start the
device manually.

Specifying the Data File Name and Path

Data File names can be up to 255 characters long. Sample ID, injection date,
module name, and injection number can be embedded in the file name making
the Data File name correlate with each sample injection. When you click on the
Data File button, the Data Files Generation dialog box is displayed. Select the
path and the file name specification for the data file. The left side of the Data File
Generation dialog box has the drive letter and subdirectory (path) where the data
files stored.

Use the right side to create a file name specification. Combine text entry with the
“%” variable symbols to specify file names that contain sample injection specific

information. An example of the file name is dynamically updated as the file name
specification is typed. This feature makes it easy to see how a Data File created

with this file name specification will appear.
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Data File Generation

Specify the names for Data Files generated by detector modules using this SampleList
MNumbers will be appended to file names i the fle already exists. Do not include the file
extension in the Data File narme.

i~ Directory for Data File: i~ Diata File name:
(= VARIANWS | |zSzi
B2 data
23 1200 El and MCI Pest 8081 Example:
23 BCCI test
Sample 11
£ BFE S
& gﬁﬁ’;ﬂ Use the fallowing spmbols to enter the
] LI conesponding varable data to the file
name.
New Fald
Ee | %s= Sample D
Xi= Injection number
%d= Date
Drives #m = Detector Module name
= j %k = Injection Time

Cancel |

Specifying a RecalcList

You can choose to create a new RecalcList, append to an existing RecalcList, or
not create nor update a RecalcList. To select the RecalcList option that you want,
click on the RecalcList button. The RecalcList Generation dialog box is
displayed.

RecalcList Generation x|

You can autornatically create or update a RecalcList with files generated
during autornated injections. Specify the RecalcList generation options
for thiz SampleList below,

" Do not automatically create and update a Recalclist.

¢ Create and update a new RecalcList.

Recalclist name: Ic:\varianws\untitled.lcl

" Append to an existing FecalcList.

RecalcList name: | Browse,.. |

[~ Ovemvrite the Fecale List each time the 5ampleList Begins.

QK. I Cancel |

If you choose to create a new RecalcList, this automatically generated RecalcList
will not overwrite an existing RecalcList. If a RecalcList with the same file name
exists, the newly created RecalcList will have number appended to its file name
to make it unique and to prevent the older RecalcList from being overwritten.
Alternatively, you may select the checkbox to overwrite the RecalcList each time
the SampleList begins.

Changing Default SampleList Entries

When you add a new row into a SampleList, default values are used for each
cell. To change the default values, click on the Default button in the open
SampleList window. The following dialog box will be displayed. Enter the desired
default values and click on Save.
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Set 8400 Samplelist Defaults [ ]

Sample Name Sample Type Injection AutoLink | Vial Injection | Injectors | Amount Std | Unid Peak Multiplier | Divisor MultiChannel

Notes Volume | Used | (IS. N only) | Factor MultiStandard
[Default Name |Analysis - 1 none none 0 1.0 Pes1 =] 1 [ 1 1 none

Cancel

Monitoring the Status of Runs

Monitor the status of a run in the instrument window.

(= 5 s s o] vmries ]
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The module status is shown in the status and control windows and on the
Toolbar.
Keypad Display

For information on “Status and Control” see page 59, “MS Method” see page 65,
and “Operating Conditions” see page 69. For fields in the keypad display, go to
the relevant section in “System Control” on page 17.

Monitoring the Chromatogram

For information on chromatogram display options, go to “Chromatogram Toolbar”
on page 29 and “Configuring the Real-Time Chromatogram Display” on page 34
in the System Control section.

Monitoring the Mass Spectra
For information on spectrum display options, go to “Spectrum Toolbar” on page

32 and “Configuring the Real-Time Chromatogram Display” on page 34 in the
System Control section.
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Message Log

Automation actions and errors are logged in the Message Log; the latest line of
this log is shown at the bottom of the screen. When you double-click on the
status bar at the bottom of the instrument window, the entire Message Log
window is displayed.

| Message Log: MSGLOGT MLG M=] &

034436 In ent 1 Lutor an

09:44:37 In ent 1: Sampl .zmp Achivated

09:44:37  Instrument 1: Method 3800-1.mth Activated

09:44:37  Instrument 1: Fesults will append to new RecalcList 1-RELIOOT.RCL

09:44:580  Instrument 1: Beginning YWial 1 Injection 1 onwed Feb 18 09:44:50 1338

03:49:43  Instrurent 1: Data File ¢14-c17 2td mix-11007un created for 'C14-C17 Std mix-1", Injection
09:49:47  Instrument 1; 380044 Ch Front Data Handling: Mon-reference peak not identified

09:51:19  Instrument 1: Beginning Yial 1 Injection 2 on*w/'ed Feb 18 03:51:19 1938

09:56:22  Instrument 1: Data File ¢14-c17 std mix-12001.n created for 'C14-C17 Std mix-1", Injection
09:56:24  Instrument 1: 3800.44 Ch Front D ata Handling: Mon-reference peak. not identified

09:53:00  Instrument 1: Beginning Wial 1 Injection 3 onwed Feb 18 03:53:00 1938

The chromatogram is displayed as it is acquired.

Saving SampleLists for Later Use

When you make changes to the open SampleList, the changes are automatically
saved to the SampleList file and will be used for the automated runs that are in
progress. If you want to edit a SampleList other than the open SampleList, use
the offline Automation File Editor application described in the next section of this
manual.

Using More Than One Method for Injections

The Varian MS Workstation allows you to perform automated injections using
more than one Method. There are two ways in which this can be accomplished.
The first is by changing the active Method from within the SampleList. The
second is by using a Sequence.

Changing the Method in the SampleList

Change the Method used during injections by activating a Method in a
SamplelList row.

Automation File Editor - [New_Samples.smp]
File Edit Help
EEEIENE
i New_Samples.smp - 8400 SampleList | _ O] x|
. | Injection - - Injection | Injectors
Sample Hame Sample Type Inj. Notes AutoLink | Vial Volume: Used dd
1 | Sample_1 Analysis 1 none none 0 10 Posl = —
2 | Sample_2 Analysis 1 none none 0 10 Psl = L=t |
3 |Sample 3 Analysis 1 nake none 1} 1.0 Pos1 = Delete
e ] T | Ele
5 |Samplz_4 Verification nane 0 10 Poz1 -
= Baseline 1 =
L6 | Frint Calib I e
7 Hew Calib Block Z | Defauls
8 -
9 5l Hardware,
10 E

173



1. Select Activate Method from the Sample Type cell.
2. Click on the AutoLink button in the row that you are working. The Activate
Method dialog box is displayed.

Activate Method

Method PathN ame
|C:Warianiw/ S\ ewibethod mth

Browse. .. | Cancel |

3. Enter the name of the Method or use Browse to pick from a list of files.

utomation File Editor - [New_Samples.smp]
Elle Edit Help
e e g 4 =am
: New_Samples.smp - 8400 SampleList [_ O] x]
Cal. . Injection - - Injection | Injectors
Sample Name Sample Type level Inj. Notes AutoLink | ¥ial Volume Used Add
1 Sample_1 Analysis - 1 nane none 1] 1.0 Pos1 = : n
2_|Sample_2 nalysis - 1 none none 0 10 Posl = et |
3 |Sample 3 Analysis - 1 nane none 0 10 Fosl = Delete
4 Activate Method NewMethod, -
5 | Sample_4 Analpsis x 1 hang none 0 10 Pos1 =
6 - ~  AddLines...
| 7 hd T Defaults.
8 - -
3 = >  Hardware. ..
10 - e
Kl M| i
Data Files... RecalcList.

When this line is encountered during automated injections, the specified Method
is activated.

You may specify any number of Methods to be used in the SampleList.

Using the Sequence Window

The Sequence window allows you to specify multiple Methods and SampleLists
to be processed during automation.

Edit Inject  Automation  Hecalculate

Agtivate Method...
Upload Active Method from Modules...

Mew Samplelist...
Dpen Samplelist...

Mew RecalcList...
Open RecalcList...

Mew Sequencelist...
Open Sequencelist...

Frint
Frinter Setup...

Exit

Choose to open either a New SequencelList or an existing SequenceList from the
File menu...
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‘i%lﬁl ___Demonstrationhilﬁl |:|||:|| }Elﬁllﬁrlﬁﬂl “l"l.l

...or by clicking on the New or Open Automation File button on the toolbar

=
The Sequence window for the open Sequence is displayed.
! Sequencelist: Pilot_9_seq [_[O] %]
‘ Action Method Sample/RecalcList
Inject = | c:\start3800-1.mth chstarspilot3_B07.smp &I
chstarhe14-c178-3800.44 1-8-98001- c:hstars2reli smp | Frsert

DElEte

Fecale
Pririk

Print Message Log
Purnp(z] Off
Lamp(s] Off

Bravise.

LI ENEN|

=
=)

Eeaqi | Susgendl Besumel

=
i
b=}
s

Click Add to add lines to Sequence List. You may enter any number of
Sequence lines.

Choose the action to be done in that step of the Sequence from the drop down
box.

Browse for a Method and SampleList file in the active cells.

Press Begin to start the automation.

Automation File Editor

Overview

The Automation File Editor is used for creating and editing SampleLists,
RecalcLists, and Sequencelists outside of the Varian MS Workstation System
Control application. The off-line Automation File Editor allows access to these
files without disrupting automated runs that may be occurring in System Control.

NOTE: SampleLists and Sequences that are active and running in System
Control cannot be accessed simultaneously in the off-line Automation File Editor.

Accessing the Automation File Editor

4 Click on the Automation File Editor icon on the Workstation Toolbar

The Automation File Editor is displayed.
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Creating or Editing a RecalcList

utomation File Editor

Edit Help

e Recalclist...
SampleList...
Sequence...

Save b,

it

Printer Setup...

E xit

Either choose a New RecalcList or Open an existing RecalcList from the File
menu.

utomation File Editor
File Edit Help

=Bs 8 &=

The RecalcList window for the open RecalcList is displayed. It contains most of
the same fields contained in the SampleList. Where the SampleList may contain
AutoSampler and sample specific data handling information, the RecalcList
contains the Data File name and data file specific data handling information. The
fields that are common to both the RecalcList and the SampleList are described
in the sections following the creation of the SampleList.

‘ (o= 2 e ] N 2307 1] [0 4smmasenznoms | [Bcotest Externclint b |

& Automation File Editor - [Pesticide.rcl]

Fie Edi Help

Bz & 4l=nm

i Pesticide.rcl - RecalcList [ O] =]
Data File G ks Sample Type | (S35 | 1ni | 72230° | autalink ['ﬁ;"f“,;‘ o
1 Wew Callb Block ~, =
2 | \vaiianwishdalaiwersion_B31\pesticide_lneaiiyllon_Smipest_2ng_5mL_1.sm Pest_2ng_ml Caliration DR none none:
|3 | o\wariarws\datatersion 531 \pesticide_linesrityow_Gmipest_Tng_Smi_1.sm Pest_Tng_Gml Calibration =l 31 e T Delete |
[ & | crvarianwshdataiversion_B31 4 pesticide_ lovs_5ml\pest_500pg_5ml_1.:Pest_500pg_Bml Calibration =4 none none Fil Dawn
5 | ciwananwsidataversion 631 4pesticide_l flow_5ml\pest_200pg_5mi_1: Pest_200pg_Sml Calibration - 51 nane none
|76 | ovwarisrwshdatatversion_5314pesticide_i +_Bmi\pest_100pg_Bml_1 < Pest_100pg_5ml Caltration I G none none. _ Defas. |
"7 | civwarianws\datatversion_631 \pesticide_linear +_5mispest_50pg_Sml_1.sr Pest_50pg_5ml Calibration = 71 none none e
|8 | o\wariarwshdatavversion_B31\pesticide_linearityMlow_Bmi\pest_20pa Sl 1 st Pest_20pg_Sl Caltration = 8h nane none
|9 | cvwarisrwshdatavversion_531pesticide_linearityMlow_Bmivpest_10pg_5il_1 st Pest_10pg_Sml Calibration B none none ﬂl
[0 = [ astions. |
11 =l
K -
| 13 I~
14 1
K5 -
16 =~
(7] =
I3 -
19 =l
[20] B
Ll | i
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Recalc

Notes  Enter notes about the Recalculation of the Data File.
AutoLink
Enter post calculation operations to be performed.
Repart...

Press the Report button to generate a report for the currently
selected data file. Note that if a data file is not highlighted in the Data File
column, no report will be generated.

MS Report - Sample Report for pest_20pg_5ml_1.ems - Page 1 of 9 |_ (O] x|
File Wiew Preferences Options Window Help

E'Sample Report for pest_20pg_5ml_1.sms - Page 1 of 9 M=l E3

Ad
For Help, press F1 l_ MM v

Actions...
If a report was generated with the Report button, clicking on the

Actions button shows a selection of actions that may be done.

[ [

Wigws/Edit M5 Chromatogram

Prink Custom MS Report
Print Standard MS Report
Wiew Custom MS Repork
Wiew Standard MS Report

i —
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Creating or Editing a SampleList

gzi Automation File E ditor

Recalclist...
SampleList...
Sequence...
Save b,
it

Printer Setup...

E xit

Either choose a New SampleList or Open an existing SampleList from the File
menu

:: Automation File Editor
File Edit Help

SRR EIREEEE

Select a list type:

Select Samplelist Section Type

Pleaze select a SampleList Section Type

2400 AutaS ampler

Iv' Only Display Existing S ampleList Types

(] 4 I Cancel

The SampleList window for the open SampleList type is displayed.
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&ii Automation File Editor - [New_Samples.smp]
File Edit Help
e EIEEIEE
iMNew_Samples.smp - 8400 SampleList [_ O] =]
Sample Hame Sample Type Cal. Inj Injection AutoLink | Vial Injection | Injectors
level " | Motes Yolume Used Add
1 |Defaul Mame Analysis - 1 none none 1] 1.0 Pos1 =
— —] [ngert |
2 hd -
_4 | Il Fill Dawn |
| 5 | I 1
[ - »  AddLines.. |
_7 | 1 Defaults... |
L] v -
] =l T Hardware... |
50 = B
CIN| i
D ata Filas... | RecalcList...

Spreadsheet columns can be sized by dragging their border using the left mouse
button. Right-click on the column headers for formatting options. When the table
is scrolled to the right, the Sample Name column does not scroll so you can
easily tell for which sample you are entering additional parameters.

Defining the Fields in the Table

Along the top of the Inject Single Sample window you see fields where you can
enter information about the sample. Here is a quick definition of the various fields
and buttons in this dialog:

Sample Name .o o sample name here. The final name of the file depends
on settings accessed by clicking the Data Files button. If only %s is listed in the
Data Files dialog the sample name will be as you entered it here.

Sample T
AMPE I¥PE There are several choices available from the Sample Type drop-

down list box. Use the scroll bar to see all the options.

Sample Type

Sample Type

B azeline
Frint Calib

Yerfication Mew Calib Block,
B azeline = |Autalink,
Pritt Calib Activate kMethod

Mew Calib Block. ™ § | Print Summary

Cal.

level |f you designate the sample type as calibration, you can designate which
calibration level you are injecting. You can enter up to ten levels.

Ini. Specify here the number of injections of this sample. You may make up to
nine replicate injections at each calibration level.
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Injection Notes £ notes about the sample.

Motes

k. I Eesvert | Cancel |

Autolink  see the Specifying Data Handling Parameters section in this manual.

Injection | Injectors | Amount Std | Unid Peak MultiChannel
Yolume Used [I15. HX only] Factor MultiStandard

i 10 Foz1l = 1 i} 1 1 none
In the Vial, Injection Volume, and Injectors Used fields, enter information about
the sample. The fields beginning with Amt. Std. are only used for data files
acquired with standard GC detectors.

Divisor

Yial Multiplier

Inject the Sample uzing the Method:

IE:Warian’W’S YColtest_Ewtermal mth Browse. . |

S_elect the Method to use for the run. Click the Browse key to select a file using
Windows Explorer.

What the Buttons Do

Add
él Adds a new line to the end of the list.
[nzert |

Inserts a new line before the currently active line.

ﬂl Deletes the currently active line

FilBown | \when sections of columns or entire lines are highlighted, the
information in the top highlighted row is repeated to the lowest selected row.

AddLines.. | 1t you need to add several similar lines to the Sample list, click on
the Add Lines button. You can then enter the common information in the dialog
box.

Add Lines to 8400 SampleList [x]
Iniection F .y | Iniection| Iniectors | Amount Std | Unid Peak! cT i MultiChannel
Sample Name Sample Type Notes | Autolink | Vial | GETRR ) INECS | 18 N only) | Factor | Meltiplier | Divisor | RLCTNE
[DetaultName [nalysis - 1 nons none [] 10 [Posi | 1 [ 1 1 none
Numbe: of Lines to Add: |10
¥ Mumber Sample Names hom: [1 [ Mumber¥ials hiom: [0
Add Inset | Cancel |

For sequentially numbered Sample names, check the box and enter the starting
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number and the number of entries to add to the SampleList. The Sample Names
will have these numbers appended to them.

Defaults. ..

i

Click here to change the default entries in the table above, such as
Injection Volume, Injectors Used, etc. After defining new defaults, click the Save
button to activate the new defaults.

Drata Files... . )
Change the location and name of the Data Files.

FecalcLizt. ..

4

Click here to select whether to generate automatically a RecalcList
associated with single sample acquisitions.

Specifying the Data File Name and Path

Data File names can be up to 255 characters long. Sample ID, injection date,
module name, and injection number can be embedded in the file name making
the Data File name correlate with each sample injection. When you click on the
Data File button, the Data Files Generation dialog box is displayed. This dialog
box allows you to select the path and the file name specification for the data file.
The left side of the Data File Generation dialog box allows you to select the drive
letter and subdirectory (path) where the data files are to be stored.

Data File Generation EH

Specify the names for Data Filles generated by detector modules uzing thiz SampleList.
Humbers will be appended ta file names if the file already existz. Do not include the file
extension in the Data File name.

r— Directary for Data Files———— |~ Data File names
= o = |zd-zs-°/oi
= WarianwS
= 4000Module Example:

B-23-2004-5 ample 1-1

_I Uze the following symbals to enter the
et cormesponding variable data ta the file

Mew Folder... |
— %z= Sample D
i= Injection number
) ¥d= Date
Drives: Em= Detector Module name
= j &t = Injection Time

)4 I Catcel |

The right side of this dialog box allows you to create a file name specification.
You can combine text entry with the “%” variable symbols shown to specify file
names that contain sample injection specific information. An example of the file
name is dynamically updated as you type in the file name specification. This
feature makes it easy to see how a Data File created with this file name
specification will appear.
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Specifying a RecalcList

Create a new RecalcList, append to an existing RecalcList, or not create nor
update a RecalcList. To select the RecalcList option that you want, click the
RecalcList button. The RecalcList Generation dialog box opens.

RecalcList Generation x|

¥'ou can automatically create or update a RecalcList with files generated
during automated injections. Specify the Recalclist generation options
for thiz 5 amplelist below,

£ Do not automatically create and update a RecalcList,

¥ Create and update a new RecalcList.

Recalclist name: In:::'warianws'xuntitled.rcl
" Append ta an existing FlecaloList.

RecalcList namme: | Bruwse...l

[T Owenwite the Recale List each time the SampleList Begins.

] 4 I Cancel |

If you choose to create a new RecalcList, this automatically generated RecalcList
will not overwrite an existing RecalcList. If a RecalcList with the same file name
exists, the newly created RecalcList will have number appended to its file name
to make it unique and to prevent the older RecalcList from being overwritten.

Changing Default SampleList Entries

When you add a new row into a SampleList, default values are used for each
cell. To change the default values, click on the Default button in the open
SampleList window. The following dialog box will be displayed. Enter the desired
default values and click on Save.

Set 8400 SampleList Defaults

Injection | Injectors| Amaunt Std | Unid Peak| y o - | MultiChannel
Volume | Used | (IS, N% only) | Factor | Multiplier | Divisor | g icyondard

ﬂ 1 0 1 1 hohe:

Injection AutoLink
Motes

Sample Name Sample Type

[Defaut Hame [analysis
[Sowe |_coeal |

1.0 Pos1

Using More Than One Method for Injections

The Varian MS Workstation allows you to perform automated injections using
more than one Method. There are two ways in which this can be accomplished.
The first is by changing the active Method from within the SampleList. The
second is by using a Sequence.
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Changing the Method in the SampleL.ist

You may change the Method used during injections by activating a Method in a
SampleList row.

Automation File Editor - [New_Samples.smp]
File Edit Help
e A ]
i New_Samples.emp - 8400 SampleList [_ =] <]
- | Injection P - Injection | Injectors
Sample Name Sample Type Inj. Notes AutoLink | Yial Volume Used sl
1 |Sample_1 Ainalysis 1 nonhe hone 1} 1.0 Pozl = m—
2 |Sample_2 Ainalysis 1 nohe hone 1} 1.0 Pozl = 4”%[
3 |Sample 3 Analysis 1 nane hahe: 0 1.0 Poz1 [elete
0 PebvloVorod e |
5 |Sample_4 Werification nahe 1] 1.0 Poz1 = —
1 Baseline =l e
| 6 Fiin Calb g
7 Mew Calib Block 1 Defalts. .
g Autalink, = —
| Activate Method = .
10 E
CI| IO
Dtz Files.. | Rezalelist. .

Select Activate Method from the Sample Type cell.

Click on the AutoLink button in the row that you are working. The Activate
Method dialog box is displayed.

Activate Method

Methad PathMamne
| C:\W zriartdS \Mewbethod.mth

Browse... | Cancel |

Enter the name of the Method or use the Browse button to pick the Method from
a list of files.

When this line is encountered during automated injections, the specified Method
is activated.

You may specify any number of Methods to be used in the SampleList.
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Creating or Editing a Sequence

g&# Automation File Editor
Edit Help

RecalcList...
SampleList...
Sequence...

Save fg.,

Bt

Printer Setup...

E xit

Click New Sequence or Open to open an existing Sequence from the File
menu...

:: Automation File Editor
File Edit Help

A EREIREEEE

...or click New or Open Automation File button on the toolbar.

The Sequence window opens.

i Untitled. seq - Sequencelist M=l E3

Action Method Sample/Recal

dd

Inject

chsaturmnwshgoexamplesianother mthf o \saturnwshgoesamples|
Insert

Delete

Il

Browsze...

el ~olaf~le]+]-
RN RN ENEN RN RN K

Rty Y
=

=

-

Click Add to add lines to the SequenceList. You may enter any number of
Sequence lines.

Choose the action for the selected step of the Sequence from the drop down box.

Browse for a Method and SampleList file in the active cells.
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Automated MS Report Generation

Overview

Once you have added Report sections to your Method, automated reports can be
generated from System Control after each injection, after Recalculations, or by
the use of any of the Print actions in the Sequence window.

You may choose to disable automated Report printing during the course of an
automated sequence of injections or Recalculations. You can do this by disabling
automated printing from the Automation menu in the Instrument window.

Autornation

Beaqin SampleLizt
Beaitn Sequence
Beqin At Selected Samplelist Line. .
Beqimat Selected Sequence Line..

Suspend SutanTation
HEsume tEnatin
Stomsutamatian

Reset Modules

v Enable Automated Printing

When this item is not checked, report printing is disabled. ASCII file generation is
still performed if specified in the Report Method section.

Disabling automated printing is analogous to disconnecting the printer—
automation continues but no reports are printed. This is useful if you are about to
run out of printer paper but do not wish to suspend automation.
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Security Administration

Overview

The Security Administration window contains three window tabs that can be used
to select the categories of security parameters that can be specified for Varian
MS Workstation applications. Click on the category names below for more
information on each:

e Passwords
e Application Locking

¢ File Revision Settings

Passwords

M5 Workstation {(Demo) (Monday 05 x|

Passwards | Application Locking I File Revision Settings I

— Paszward for thiz application

You may set, change or remaove the password required to enter
thiz application.

 Chahge Method Pazswords

ou may zet ar chande passwards required ta zave changes ta
hethods. Click on the button below to zelect the Method, and
then modity the pazsword.

Select Method... |

— Remove Method Passwords

You may remove pazzwords reguired o zave changes to
Methods. Click on the button below to select the Method.

Select Method... |

Done | Help |
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Item

Description

Password for this application

Allows you to specify a password required to enter the
Security Administration application. Note that there is
no way to recover this password if it is lost, so it is
recommended that you document the password in a
secure location.

Change Method Passwords

Method passwords can be added, changed and
removed from the Security Administration application.
Click on the Select Method button to browse for and
select the desired Method. After the Method has been
selected, you are either prompted for a new password
(if no previous password exists for the Method), or are
prompted for the old and new password (if the Method
already contains a password). Note that if creation of
new passwords is disabled in the File Revision tab,
you will not be able to add a new password to a
Method that does not already contain one.

Method passwords can also be added and changed in
the Method Builder and Interactive Graphics
applications.

Remove Method Passwords

Method passwords can be removed by the Security
Administration application without entering the existing
password. This is useful if the password for a Method
has been lost. Click on the Select Method button,
select the desired Method, and the password is
removed.

Application Locking

MS Workstation

Passwords  Application Locking | File Revision Settings I

— Unlocked Applications

buttan.

Select applications pou wish to lock and click on the Lock

C: arianiaS
Program tanager
Star Toolbar

Swgtem Control - Yarian GCAS #1 - Hot R ﬂl

— Locked Applications

rlock buttan.

Select applications pou wish to unlock and click on the

Unlock, |

Done I

Help
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Item Description

Unlocked Applications | This list box shows all top level windows currently running
that are not locked. You may select any number of them
and click on the Lock button. When you do, they are moved
to the Locked Applications list box and their windows are
disabled (they will not respond to mouse or keyboard input).

Note that applications that are locked by the Security
Administration application remain locked even after the
Security Administration application is closed.

Locked Applications This list box shows all top level windows that are currently
running and are locked. You may select any number of
them and click on the Unlock button. When you do, they
are moved to the Unlocked Applications list box and their
windows are enabled (they respond to mouse or keyboard
input).

File Revision Settings

MS Workstation i X|

Pazzwords I &pplication Locking — File Revision Settings |

[ Require Revision Lag entry when changes ta Methods
are gaved.

¥ Update Revision Log in D ata Files with recalculation
date, time and b ethod name.

[ Enahble results delstion from "Open Data File" dislog
bowxes.

¥ Disable creation of new passwords in Method files.

Dane I Help
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Iltem

Description

Require Revision Log entry
when changes to Methods
are saved.

When checked, the user is prompted for a description
of changes when a Method file is altered and saved.
This Revision Log appears in the Notes portion of the
File Open dialog box, is listed in the Method Builder
application window when the Method is open, and is
included in the Method printout.

Update Revision Log in
Data Files with
Recalculation date, time
and Method name.

When checked, Data Files are updated with a time
stamp and Method name when they are recalculated
(either from System Control or from Interactive
Graphics). The Data File Revision Log can be
included in printed reports.

Enable results deletion from
"Open Data File" dialog
boxes.

When checked, a button appears in the Open Data
File dialog box allowing results to be deleted from a
specified channel of a Data File. Results deletion is
logged in the Data File's Revision Log. This option
only affects standard GC results. GC/MS results will
not be deleted.

Disable creation of new
passwords in Method files.

When checked, new passwords cannot be added to
Methods. Methods already containing passwords will
still prompt you for the password before changes are
saved.
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4000 MS lonization Techniques

Choices of lonization Mode

Choose from the following list to go to a specific topic on the particular ionization
mode:

e ‘“Internal Electron lonization” on page 191

¢ “Internal Positive Chemical lonization” on page 194

o “External Electron lonization” on page 199

o “External Positive or Negative Chemical lonization” on page 202
o “Hybrid Positive or Negative Chemical lonization” on page 206

Internal Electron lonization

About Internal Electron lonization

Electron ionization is the most common mode of operation of the 4000 MS. All of
the sample ionization, fragmentation, storage, and scanning steps occur within
the confines of the ion trap. Electron ionization generates fragments that are
specific to the compound, providing fingerprint spectra. It is, however, not
selective and will show ions for all compounds present. El is sensitive but the
sensitivity can be improved by reducing the interfering ions using ion preparation
techniques.

In the El mode, electrons are gated into the ion trap cavity during the ionization
period. These electrons collide with the neutral sample molecules A, removing an
additional electron to create energetically-excited molecular ions A+* . Some of
the excited molecular ions equilibrate through collisions with helium but others
undergo unimolecular decomposition to create various fragment ions, f*. This

set of fragment ions, characteristic of the sample molecule, makes up the mass

spectrum.
A + e > At +2e- lonization (A** is excited)
He
A+t 5 A+ Equilibration
AT - +ny Fragmentation
- f3+n,
—>ff+n3
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Internal EI Scan Function

In electron ionization mode, electrons emitted by a filament interact with sample
molecules to form ions. For internal ionization mode, the ion formation occurs
within the trap. For external ionization mode (electron & chemical), the ion
formation occurs within the source with subsequent transfer of ions to the trap by
a set of lenses. For both internal and external ionization, the ions are stored and
stabilized in the ion trap cavity by an RF field applied to the ring electrode of the
ion trap. The ion trap has a maximum storage capacity for ions, beyond which
mass resolution and spectral quality deteriorate. The number of ions created is
proportional to the ionization time, with more ions being produced the longer the
ionization time. Automatic Gain Control (AGC) controls the ionization time in
order to maintain the number of ions in the trap at the optimum level.

Four modes of operation (Internal El, External El, External Cl, and Hybrid Cl) use
a similar scanning sequence involving Automatic Gain Control (AGC) to scan
ions out of the trap. The AGC scan function consists of a prescan and up to six
scan segments. The prescan uses a fast scan rate and the number of ions
detected in the prescan is used to calculate the ionization time for the succeeding
scan segments. The figure below illustrates the AGC prescan and four scan
segments corresponding to the following four portions of the mass range (default
values): 10u to 99u, 100u to 249u, 250u to 399u, and 400u to 1000u. One scan
involves one complete ramping of the RF voltage over the mass range selected
by the user. The RF voltage is ramped at a constant rate of approximately 5000
daltons/sec for normal scan and 10000 daltons/sec for fast scan. One complete
scan at this fixed rate produces a microscan.

Prescan Analytical Scan

Segments 1 - 4 High mass —

RF
End of

Segment

Low

mass
Variable

lonization
Time

The AGC Scan Function
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Scan Segment Setup Period

The prescan is followed by the first of the scan segments. Each segment is
divided into two parts: a setup period and a scanning period. Each setup period
is subdivided into the following four stages:

First stage: The RF voltage is set to near OV for 2 milliseconds. This setting
allows the RF voltage generator circuit to stabilize while clearing the trap cavity of
all ions.

Second stage: The RF voltage is set to, and stabilizes at, the storage voltage
selected to store, or trap, all ions of interest in the ion trap cavity.

Third stage: Energetic electrons from the heated filament are accelerated into
the ion trap, where they interact with sample molecules to form sample ions. For
external ionization mode, the ion formation occurs within the source with
subsequent transfer of ions to the trap by a set of lenses.

The newly formed sample ions are then permitted to stabilize in their orbits at the
storage voltage. This stabilization period is referred to as the cool time. The
length of this period is fixed.

Fourth stage: The dynode and electron multiplier are made ready, and the RF
voltage is ramped quickly from the storage voltage to a value appropriate to
begin the mass scanning of the segment.

Scan Segment Scanning Period

During the scanning period the RF voltage is steadily increased, causing ions of
increasing m/z to be ejected from the trap, to be detected by the dynode and
electron multiplier.

The AGC software automatically selects an ionization time from 10 pusec to

65 usec for each of the scan segments of the microscan, depending on the
amount of analyte in the ion trap and the tuning parameters. An estimate of the
number of ions formed in the ion trap is provided by a prescan with a varying
ionization period (10 to 2500 usec). For low levels (e.g., for baseline or small GC
peaks) the maximum ionization time of 65 milliseconds is selected, which offers
maximum sensitivity. As the amount of analyte increases, the ionization time is
decreased automatically in order to prevent overloading of the ion trap with ions.

The ion signals in each microscan are scaled automatically to compensate for
the variation in ionization time. Microscans may be averaged to improve the
spectral quality.

To optimize trapping of the ions of interest, a notched waveform is applied during
ionization for internal El mode. For external El & external Cl mode, a notched
waveform is applied after the ions are trapped. The ions are analyzed by
applying a radio frequency (RF) voltage to the ring electrode encircling the trap
cavity. As the voltage increases on the ring electrode, ions are sequentially
ejected from the trap according to their mass-to-charge ratio. Supplemental
waveform voltages are applied to the end cap electrodes during the analysis to
improve mass resolution and mass axis stability. The ions scanned out of the
trap strike the conversion dynode, ejecting electrons which are repelled to the
electron multiplier. The conversion dynode is held at -10 KV and the voltage on
the multiplier is adjusted to provide an enhancement of ~10°%. The signal is then
sent through an integrator to collect an intensity reading for each m/z. MS data
are stored as sets of ion-intensity pairs for each m/z over the acquired mass
range. A complete mass spectrum is stored for each analytical scan.
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lon Preparation Options

The 4000 MS can use a combination of waveforms applied to ion trap electrodes
to isolate or remove specific ions once they have been formed and are stored in
the trap.

Options like Selected lon Storage (SIS) and MS/MS can be performed on the
ions stored in the ion trap before mass analysis takes place. In MS/MS a parent
ion is isolated and then dissociated by energetic collisions with helium buffer gas
to form product ions. In SIS, resonant waveforms are applied to eject unwanted
ions within the stored mass range and fill the trap only with ions in the mass
range(s) of interest.

The Internal configuration can have SIS, MS/MS, MS", and MRM as ion
preparation options. SIS is included with all instruments, while MS/MS, MS", and
MRM are available when the MS/MS option is installed.

Internal Positive Chemical lonization

Chemical ionization (Cl) provides mass spectral data that complement electron
ionization (El) data for the analysis of complex compounds. The generation of
ions in chemical ionization is a two-step process. A Cl reagent gas is introduced
into the ion trap analyzer. The reagent gas is ionized by EI. Then, the sample
molecules are ionized by ion-molecule reactions with the reagent gas ions.

Cl is a softer ionization technique than EI. That is, Cl imparts less energy to the
sample molecules than does El. Thus, the ionized sample molecule undergoes
less fragmentation, and an ion indicative of the molecular weight is more likely to
be observed. In addition to molecular weight confirmation, Cl mass spectra often
provide other significant structural information that may not be available from El
mass spectra.

Adjusting CI Pressure

1. Connect a reservoir containing the chosen reagent, liquid or gas, to the CI
Gas inlet block using the correct restrictor. Use the 50 mL/min CI restrictor
for liquid CI reagents when you are in Internal configuration.

Open the CI needle valve 6-7 turns counterclockwise.

Open the CI gas valve solenoids by clicking on the Cl Gas Control on the
System Control page and allow the vapor flow from the reservoir to
equilibrate. If, after allowing some time for equilibration, there is not enough
Cl gas entering the trap, further open the needle valve by turning it
clockwise.

4. While observing the spectrum using Adjust Cl Gas (checks and adjustments
tab), turn the CI needle valve to increase or decrease the amount of reagent
entering the trap until the resolution between M and M+1 just starts to
degrade.

Forming Reagent lons

In the first step, reagent gas ions are formed as the reagent gas is ionized by
interaction with electrons emitted by the filament. The ion trap operates in a
pulsed mode. The supply of reagent ions is created during the ionization pulse
and consumed during the reaction period to form analyte ions.
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In internal mode, the Cl reagent can be either liquid or gas. The most common
reagents are methane, methanol, acetonitrile, and isobutane.

NOTE: Reagent ion formation can be a complex process. For example, when
methane is used as the reagent gas, reagent gas ions are formed as follows:

First, methane is ionized to form two primary ions:
CH,+e” — (CH;)" +2e~
CH,+e  —» CH;+e +H-~

These primary ions then react very rapidly to form predominantly the secondary
ions,

CH; and C,H;:
(CH;)+ CH, - CH; + CH;
CH; + CH, » C,H; + H,

PCIl Reactions in the lon Trap

Four main types of reactions occur in positive chemical ionization. Symbolizing
the sample analyte by A with mass M and the neutral reagent by R, these are:

Proton Transfer

The reagent ion donates a proton to the sample molecule to produce a
protonated analyte, sometimes called a pseudomolecular ion with mass M+1.

RH"+ A AH" + R

This is the most commonly-recognized PCI reaction. Note that the AH" ion may
fragment to lower-mass ions because of excess energy deposited during the PCI
reaction.

Charge Transfer

The Cl reagent may transfer only charge to the analyte molecule by electron
transfer to the reagent.

RH*+ A - A+ + RH

Adduct lon Formation

The Cl reagent ion may bond in its entirety to the sample molecule to create an
adduct ion.

RH* + A - ARH*

Hydride Abstraction

Some reagent ions have a tendency to remove a hydrogen atom to create an
analyte product ion that is still positively-charged but having a weight of M-1.

R* + A —[A—H]* + RH
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Recommended Internal PCI Parameters

PCI with CH4

The pressure of methane is adjusted so the ratio of the peak heights at mass 17
(CHs+) to mass 16 (CHy4t) is about 10:1; the ratio of the peak heights at mass 17
to 29 (C,Hs+) is about 1:1; and mass 41 (C3Hs+) is visible.

Reagent Gas Methane

Maximum lonization Time (usec) 2000

Maximum Reaction Time (usec) 60
Cl Storage Level (m/z) 13
Cl Background Mass (m/z) 45
Ejection Amplitude (v) 9.0

PCI with CH3CN

o Kegpad)| [Spectrum Oy =l

e afi]

100%

0%
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40%
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1 I

50

Mass

Properly Adjusted Acetonitrile Reagent Spectrum

Reagent Liquid Acetonitrile
Maximum lonization Time (usec) 2000
Maximum Reaction Time (usec) 40

Cl Storage Level (m/z) 19
Background Mass (m/z) 65

Ejection Amplitude (v) 15

Target TIC 5000
Prescan lon Time (usec) 100
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PCI with CH;OH

Shaw Feppad] [Spectrum Orip i
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Properly Adjusted Methanol Reagent Spectrum

Reagent Liquid Methanol
Maximum lonization Time (usec) 2000
Maximum Reaction Time (usec) 40

Cl Storage Level (m/z) 19
Background Mass (m/z) 55
Ejection Amplitude (v) 15

Target TIC 5000
Prescan lon Time (usec) 100

Internal PCI Scan Function

El space charge control uses the integrated ion current from a prescan to
calculate the analytical scan ionization time. By contrast, Internal Cl space
charge control does not use a prescan to measure the charge formed. Internal CI
uses a portion of the ions detected during the previous analytical scan to
calculate the ionization and reaction times for the next analytical scan.

The following figure shows the scan function for internal chemical ionization.
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lonization Reaction Scanning

Internal Cl Scan Function

A Reagent ionization, time determined by the previous scan
B  Ejection of unwanted ions (i.e., non-reagent ions) using waveform

C Reaction of reagent ions with sample molecules, time determined from
previous scan

D  Ejection of ions with masses lower than the start mass of scan range
E  Acquisition of Cl mass spectrum

Chemical ionization occurs by forming reagent ions by electron impact. These
reagent ions then react with the sample to form product ions by ion-molecule
reactions. The ionization and reaction storage RF can be set at the same level or
different levels. Unwanted sample ions formed by electron ionization during the
formation of the reagent ions are ejected by a broadband waveform prior to the
chemical ionization step.

The ion trap operates in a pulsed mode. The supply of reagent ions is created
during the ionization pulse and consumed during the reaction period to form
analyte ions. The number of analyte ions depends on the concentration of the
analyte, the initial reagent ion intensity, and the reaction time.

Because the spectral intensity is proportional to sample concentration and
reaction time, linear calibration curves can be obtained.

During the internal Cl scan, the following steps occur:

e The reagent gas is ionized for the length of time determined by the
previous scan. (A)

o Allions with a mass greater than the reagent ions are ejected, i.e., all El
ions from the sample. (B)

o Reagent ions react with sample molecules to form sample ions. (The
reaction time was determined by the previous scan.) (C)

e Reagentions are ejected. (D)

e The Cl mass spectrum is acquired for the sample ions. (E)
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Ejection of all El artifact ions above Reagent High Mass is accomplished by
applying a broadband waveform between the ionization and reaction periods. It
should be noted that fragmentation can still be observed in Cl spectra due to
energy imparted when the proton is transferred from the reagent ion to the
sample molecule.

Scanning lons to Collect Mass Spectra

The scanning process for chemical ionization is similar to that for electron
ionization. After ionization, trapping, and ion preparation steps, ions are scanned
out to the conversion dynode and electron multiplier. Mass scanning is
implemented by increasing the RF voltage on the ring electrode; the mass
spectrum is collected in order from low to high mass over the user-designated
scan range. In positive mode, electrons are ejected from the conversion dynode
held at -10000V and repelled to the electron multiplier. In negative mode, positive
ions are ejected from the +10000V dynode and repelled toward the multiplier.
The signal is enhanced by ~ 105 by the multiplier and sent through an integrator
to collect an intensity for each m/z. MS data are stored as sets of ion-intensity
pairs for each m/z over the acquired mass range. A complete mass spectrum is
stored for each analytical scan.

External Electron lonization

Chemical Information for External El

lonization Energy

Positive ions are formed in electron ionization by the impact of energetic
electrons (70 eV) on neutral molecules. The minimum energy necessary to
remove an electron from the neutral to create a positive molecular ion is called
the ionization energy or the ionization potential of the molecule. Thus for
molecule A:

A+e > At +2e” lonization~ 10 eV

Unimolecular Decomposition

For most organic molecules, the ionization potential is between 10-11 electron
volts (eV). If the energy of the electrons striking molecule A is higher than this by
several eV, the collision of the electron with the target molecule may deposit
enough internal energy to the molecular ion to cause fragmentation. If there are
several chemical bonds in the molecule, different fragment ions and neutrals will
be produced:

A+e ->A™ +2e lonization ~ 10 eV
He

At > +n, Fragmentation
- fy+n,
- ff+n,
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The minimum energy required to create a fragment ion is called the appearance
energy or the appearance potential for the fragment ion. The fragmentation of
molecular ions is on a very fast time scale compared to other processes in the
mass spectrometer. In fact, it happens so fast that the molecular ion fragments
before there is time to collide with other atoms, molecules or surfaces in the
external ion source.

Energetics of the Trapping Processes

lons are transferred to the ion trap by applying voltages of the opposite polarity to
the three lenses between the ion source and the ion trap. Lens voltages are
negative for PCl and positive for NCI. The voltages on the lenses are tuned in
Auto Tune to optimize focusing of the ions toward the ion trap. The Trap DC
offset voltage applied to the ion trap creates a potential well to trap all ions above
a mass determined by the RF Storage Level.

The default RF storage level is 35u, so only ions above this m/z are stored in the
ion trap. Several performance issues are related to the setting for the RF storage
level. First, the efficiency for storing high mass ions (> 300u) seems to reach its
peak for an RF storage level of about 45-50u. If this were the only consideration
in the process the default value in the Method Builder would be set at this value.
However in looking at the NIST library search results for a wide variety of
compounds, it is found that using a lower RF storage level of 35u as the default
gives better search results. Upon closer examination we found that fragile ions in
the spectra of some compounds, particularly ions at low mass, can decompose
due to energetic collisions with Helium buffer gas as they enter the ion trap from
the external source. Whereas the RF storage level of 35u has been chosen as
default and reduces or eliminates decomposition during ion transport for most
ions, sometimes it is useful to use RF storage values as low as 20-30u in the
lower mass segments to reduce these effects even further.

Link to NIST Database

The NIST Chemistry Web Book contains a wealth of information on organic
thermochemistry, including the mass spectra found in the NIST 2002 Library:

e http://webbook.nist.gov/chemistry/

The subsection on Gas-Phase lon Thermochemistry by Lias ands Bartmess
gives a detailed explanation of the gas phase energetics relevant to mass
spectrometry.

e http://webbook.nist.gov/chemistry/ion/

External EI Scan Function with Automatic Gain
Control (AGC)

In External El mode, electrons emitted by a filament interact with sample
molecules to form ions in the ion source where unimolecular fragmentation
occurs immediately. The sample molecular and fragment ions are transferred to
the ion trap by a set of lenses. The ions are stored and stabilized in the ion trap
cavity by an RF field applied to the ring electrode of the ion trap. The ion trap has
a maximum storage capacity, beyond which mass resolution and spectral quality
deteriorate. The number of ions created is proportional to the ionization time, with
more ions being produced the longer the ionization time. AGC controls the
ionization time in order to maintain the number of ions in the trap at the optimum
level.
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Four modes of operation (Internal El, External El, External Cl, and Hybrid Cl) use
a similar scanning sequence involving AGC to scan ions out of the trap. The
AGC scan function consists of a prescan and up to six scan segments. The
prescan uses a fast scan rate and the number of ions detected in the prescan is
used to calculate the ionization time for the subsequent scan segments. The
figure below illustrates the AGC prescan and four scan segments corresponding
to the following four portions of the mass range (default values): 10 to 99 m/z,
100 to 249 m/z, 250 to 399 m/z, and 400 to 1000 m/z. One scan involves one
complete ramping of the RF voltage over the mass range selected by the user.
The RF voltage is ramped at a constant rate of approximately 5000 daltons/sec
for normal scan and 10000 daltons/sec for fast scan. One complete scan at this
fixed rate produces a microscan.

Prescan Analytical Scan

Segments 1 - 4 High mass —Y

RF
End of

Low Segment

mass
Variable

lonization
Time

The AGC Scan Function

Scan Segment Setup Period

The prescan is followed by the first of the scan segments. Each segment is
divided into two parts: a setup period and a scanning period. Each setup period
is subdivided into the following four stages:

First stage: The RF voltage is set to near OV for 2 milliseconds. This setting
allows the RF voltage generator circuit to stabilize while clearing the trap cavity of
all ions.

Second stage: The RF voltage is set to, and stabilizes at, the storage voltage
selected to store, or trap, all ions of interest in the ion trap cavity.

Third stage: Energetic electrons from the heated filament are accelerated into
the ion source to ionize sample molecules with subsequent transfer of these ions
to the trap by a set of lenses.

The newly formed sample ions are then permitted to stabilize in their orbits at the
storage voltage. This stabilization period is referred to as the cool time. The
length of this period is fixed.

201



Fourth stage: The dynode and electron multiplier is made ready, and the RF
voltage is ramped quickly from the storage voltage to a value appropriate to
begin the mass scanning of the segment.

Scan Segment Scanning Period

During the scanning period the RF voltage is steadily increased, causing ions of
increasing m/z to be ejected from the trap, to be detected by the dynode and
electron multiplier.

The AGC software automatically selects an ionization time from 10 pusec to

65 usec for each of the six scan segments of the microscan, depending on the
amount of analyte in the ion trap and the tuning parameters. An estimate of the
number of ions formed in the ion trap is provided by a prescan with a varying
ionization period (10 to 2500 psec). For low levels (e.g., for baseline or small GC
peaks) the maximum ionization time of 65 milliseconds is selected, which offers
maximum sensitivity. As the amount of analyte increases, the ionization time is
decreased automatically in order to prevent overloading of the ion trap with ions.

The ion signals in each microscan are scaled automatically to compensate for
the variation in ionization time. Microscans are averaged to improve the spectral
quality.

To optimize trapping of the ions of interest for external El & external Cl mode, a
notched waveform is applied after the ions are trapped. The ions are analyzed by
applying a radio frequency (RF) voltage to the ring electrode encircling the trap
cavity. As the voltage increases on the ring electrode, ions are sequentially
ejected from the trap according to their mass-to-charge ratio. Supplemental
waveform voltages are applied to the end cap electrodes during the analysis to
improve mass resolution and mass axis stability. The ions scanned out of the
trap strike the conversion dynode, ejecting electrons which are repelled to the
electron multiplier. The conversion dynode is held at -10 KV and the voltage on
the multiplier is adjusted to provide an enhancement of ~10°. The signal is then
sent through an integrator to collect an intensity reading for each m/z. MS data
are stored as sets of ion-intensity pairs for each m/z over the acquired mass
range. A complete mass spectrum is stored for each analytical scan.

External Positive or Negative Chemical lonization

About External Chemical lonization

Chemical ionization (Cl) provides mass spectral data that complement electron
ionization (El) data for the analysis of complex compounds. The generation of
ions in chemical ionization is a two-step process. A Cl reagent gas is introduced
into the ion source. For chemical ionization, a special Cl ion source volume of the
reagent gas is ionized by El. Then, the sample molecules are ionized by ion-
molecule reactions with the reagent gas ions.

Cl is a softer ionization technique than EI. That is, Cl imparts less energy to the
sample molecules than does El. Thus, the ionized sample molecule undergoes
less fragmentation, and an ion indicative of the molecular weight is more likely to
be observed. In addition to molecular weight confirmation, Cl mass spectra often
provide other significant structural information that may not be available from El
mass spectra.
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Adjusting CI Pressure

We recommend setting flows by observing the ion gauge pressure in Manual
Control. Adjust the flow of reagent gas so that the ion gauge reading is between
50 and 80 uTorr.

Forming Reagent lons

In the first step, reagent gas ions are formed as the reagent gas is ionized by
interaction with electrons emitted by the filament. In external mode, the ClI
reagent can be either liquid or gas. The most common reagents are methane and
ammonia. For ammonia the reagent ion is simply the protonated reagent, NH,".

NOTE: Reagent ion formation can be a complex process. For example, when
methane is used as the reagent gas, reagent gas ions are formed as follows:

First, methane is ionized to form two primary ions:

CH,+e” — (CH;)" +2e"

CH,+e — CH;+e +H~

These primary ions then react very rapidly to form predominantly the secondary
ions,

CH; and C,H;:

(CH;)" + CH, » CH; + CH;

CH; + CH, > C,H; +H,

The function of the reagent in negative Cl is to act as a source of electrons and
then to “thermalize”, or lower the kinetic energy of the electrons. Only electrons
with energies less than 1-2 eV can attach and form negative ions by electron
capture.

Transferring Analyte lons to the lon Trap

As chemical ionization occurs in the ion source, product ions are continuously
being directed toward the ion trap by the lenses between the source and the ion
trap. Loss of electrons from negative ions or fragmentation of positive ions can
occur during this transfer process. Lowering RF storage levels may reduce this
effect but remember that using too low an RF storage level will reduce trapping
efficiency for high-mass ions.

PCI Reactions in the lon Source
Four main types of reactions occur in positive chemical ionization. Symbolizing
the sample analyte by A with mass M and the neutral reagent by R, these are:

Proton Transfer

The reagent ion donates a proton to the sample molecule to produce a
protonated analyte, sometimes called a pseudomolecular ion, with mass M+1.

RH"+ A—>AH" + R
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This is the most commonly-recognized PCI reaction. Note that the AH+ ion may
fragment to lower-mass ions because of excess energy deposited during the PCI
reaction.

Charge Transfer

The Cl reagent may transfer only charge to the analyte molecule by electron
transfer to the reagent.

RH* + A —> A* + RH

Adduct lon Formation

The CI reagent ion may bond in its entirety to the sample molecule to create an
adduct ion.

RH* + A - ARH*

Hydride Abstraction

Some reagent ions have a tendency to remove a hydrogen atom to create an
analyte product ion that is still positively-charged but having a weight of M-1.

R* + A —[A—H]* + RH

NCI Reactions in the lon Source

A variety of reactions occur in negative chemical ionization. First, the reagent is
ionized by Electron lonization to create thermalized, or low-energy electron:

e (70eV)+R—>e(<1eV)+R*
Using CH,4 (Methane) as an example:
e (70eV)+CH, > e (<1eV)+ CH;
These low-energy electrons react with the analyte A:

e (<1eV)+ A > A-

Recommended External Cl Reagents

Methane is the most frequently used Cl reagent for both positive and negative
chemical ionization. Ammonia can also be used for External PCI.

Liquid Cl reagents are not recommended for External Cl. Liquid reagents have
insufficient vapor pressure to be used; the pressure of reagents in the ion source
is not adequate for the high-pressure reactions required.

External Cl Scan Function

For external chemical ionization mode, ion formation occurs within the source
with subsequent transfer of ions to the ion trap by a set of lenses. The ions are
stored and stabilized in the ion trap cavity by an RF field applied to the ring
electrode. The ion trap has a maximum storage capacity, beyond which mass
resolution and spectral quality deteriorate. The number of ions created is
proportional to the ionization time, with more ions being produced the longer the
ionization time. Automatic Gain Control (AGC) controls the ionization time in
order to maintain the number of ions in the trap at the optimum level.

204



Four modes of operation (Internal El, External El, External Cl, and Hybrid Cl) use
a similar scanning sequence involving Automatic Gain Control (AGC) to scan
ions out of the trap. The AGC scan function consists of a prescan and up to six
scan segments. The prescan uses a fast scan rate and the number of ions
detected in the prescan is used to calculate the ionization time for the six scan
segments. The figure below illustrates the AGC prescan and four scan segments
corresponding to the following four portions of the mass range (default values):
10 to 99 m/z, 100 to 249 m/z, 250 to 399 m/z, and 400 to 1000 m/z.

One scan involves one complete ramping of the RF voltage over the mass range
selected by the user. The RF voltage is ramped at a constant rate of
approximately 5000 daltons/sec for normal scan and 10000 daltons/sec for fast
scan. One complete scan at this fixed rate produces a microscan.

Prescan Analytical Scan

_—>

Segments 1 -4 High mass

RF
End of

Low Segment

mass
Variable

lonization
Time

\

The AGC Scan Function

Scan Segment Setup Period

The prescan is followed by the first of the scan segments. Each segment is
divided into two parts: a setup period and a scanning period. Each setup period
is subdivided into the following four stages:

First stage: The RF voltage is set to near OV for 2 milliseconds. This setting
allows the RF voltage generator circuit to stabilize while clearing the trap cavity of
all ions.

Second stage: The RF voltage is set to, and stabilizes at, the storage voltage
selected to store, or trap, all ions of interest in the ion trap cavity.

Third stage: Energetic electrons from the heated filament are accelerated into
the ion trap, where they interact with sample molecules to form sample ions. For
external ionization mode, the ion formation occurs within the source with
subsequent transfer of ions to the trap by a set of lenses.

The newly formed sample ions are then permitted to stabilize in their orbits at the
storage voltage. This stabilization period is referred to as the cool time. The
length of this period is fixed.
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Fourth stage: The dynode and electron multiplier are made ready, and the RF
voltage is ramped quickly from the storage voltage to a value appropriate to
begin the mass scanning of the segment.

Scan Segment Scanning Period

During the scanning period the RF voltage is steadily increased, causing ions of
increasing m/z to be ejected from the trap, to be detected by the dynode and
electron multiplier.

The AGC software automatically selects an ionization time from 10 ysec to
65,000 psec for each of the scan segments of the microscan, depending on the
amount of analyte in the ion trap and the tuning parameters. An estimate of the
number of ions formed in the ion trap is provided by a prescan with a varying
ionization period (10 to 2,500 usec). For low levels (e.g., for baseline or small GC
peaks) the maximum ionization time of 65 milliseconds is selected, which offers
maximum sensitivity. As the amount of analyte increases, the ionization time is
decreased automatically in order to prevent overloading of the ion trap with ions.

The ion signals in each microscan are scaled automatically to correct for the
variation in ionization time. Microscans are averaged to improve the spectral
quality.

To optimize trapping of the ions of interest, a notched waveform is applied during
ionization for internal El mode. For external El & external Cl mode, a notched
waveform is applied after the ions are trapped. The ions are analyzed by
applying a radio frequency (RF) voltage to the ring electrode encircling the trap
cavity. As the voltage increases on the ring electrode, ions are sequentially
ejected from the trap according to their mass-to-charge ratio. Supplemental
waveform voltages are applied to the end cap electrodes during the analysis to
improve mass resolution and mass axis stability. The ions scanned out of the
trap strike the conversion dynode, ejecting electrons which are repelled to the
electron multiplier. The conversion dynode is held at -10 KV and the voltage on
the multiplier is adjusted to provide an enhancement of ~105. The signal is then
sent through an integrator to collect an intensity reading for each m/z. MS data
are stored as sets of ion-intensity pairs for each m/z over the acquired mass
range. A complete mass spectrum is stored for each analytical scan.

Hybrid Positive or Negative Chemical lonization

Hybrid Cl Scan Function

In the Hybrid CI configuration the external ion source is installed, but the transfer
line directs the sample into the ion trap. Cl reagent ions are generated in the
external source and only those reagent ions which are selected are stored in the
ion trap. These trapped reagent ions are allowed to react with sample molecules
as they enter the ion trap, forming CI product ions by ion-molecule reactions.
Hybrid Cl may be used with either positively-charged or negatively-charged
reagent ions.

The ion trap operates in a pulsed mode. Reagent ions are created only during
the ionization pulse and are consumed during the reaction period to form analyte
ions. The number of analyte ions depends on the concentration of the analyte,
the initial reagent ion intensity, and the reaction time.
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Space charge control in the Hybrid Cl mode is achieved by using the results from
an AGC prescan to calculate the ionization time and reaction time for the
analytical scan. Because the spectral intensity is proportional to sample
concentration and reaction time, linear calibration curves can be obtained.

EndMass ——»

RF

«—— Start Mass

lonization Reaction Scanning

Hybrid CI Scan Function (Analytical scan only)

During the Hybrid Cl analytical scan, the following steps occur:
A The reagent gas is ionized for the length of time determined by the prescan.

B The selected reagent ions are stored in the ion trap. Ejection of ions above
the Selected Reagent High Mass is accomplished by applying a broadband
waveform between the ionization and reaction periods.

C Reagent gas ions react with sample molecules to form sample ions.
(The reaction time is determined by the prescan.)

D Reagentions are ejected.

E The Hybrid Cl mass spectrum is acquired for the sample ions.

The ionization and reaction storage RF can be set at the same level or different
levels.

The “View Reagent lons” function can be used to tune the isolation of individual
reagent ions.

Scanning lons to Collect Mass Spectra

The scanning process for hybrid chemical ionization is similar to that for electron
ionization. After ionization, trapping, and ion preparation steps, ions are scanned
out to the conversion dynode and electron multiplier. Mass scanning is
implemented by increasing the RF voltage on the ring electrode; the mass
spectrum is collected in order from low to high mass over the user-designated
scan range. In positive mode, electrons are ejected from the conversion dynode
held at -10000V and repelled to the electron multiplier. In negative mode, positive
ions are ejected from the +10000V dynode and repelled toward the multiplier.
The signal is enhanced by ~10°% by the multiplier and sent through an integrator
to collect an intensity for each m/z. MS data are stored as sets of ion-intensity
pairs for each m/z over the acquired mass range. A complete mass spectrum is
stored for each analytical scan.
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lon Preparation Techniques

MS/MS - Tandem Mass Spectrometry

Overview

MS/MS is the isolation of a precursor ion formed by either El or Cl ionization,
dissociation of the precursor ion by energetic collisions with helium atoms, and
trapping and scanning of the resulting product ions.

The utility of the MS/MS technique derives from the following:
e Optimally filling the ion trap with the selected precursor ion;

¢ Obtaining qualitative structural information about the sample by forming
the product ion spectrum; and

¢ Increasing the signal-to-noise ratio by eliminating interfering matrix ions
in the product ion spectrum through isolation and dissociation - the only
ions in the product ion mass spectrum originate from ions that fall into
the isolation window.

The MS/MS Scan Function

Eject<m Eject>m
~ &

RF Voltage

- L |
lonization Isolation Dissociation Scanning

MS/MS Scan Function (Analytical scan only)
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This section describes the four basic operations in 4000 MS lon Trap Tandem
Mass Spectrometry (MS/MS):

e |on formation and matrix ion ejection
e Precursor ion isolation
e Product ion formation through collision-induced dissociation

e Product ion mass scanning.

lon Formation and Matrix lon Ejection

lonization of the sample and any co-eluting matrix occurs by electron or chemical
ionization. A notched waveform is applied to the end caps of the ion trap as
described above to resonantly eject ions above and below the specified
precursor ion mass. Removal of most of the space charge from the trap improves
mass resolution in subsequent MS/MS steps. The ions remaining in the trap
include the optimum number of precursor ions, along with any ions which fall into
the coarse isolation window.

Precursor lon Isolation

The precursor ions are then isolated from any remaining matrix ions in a two-step
process.

The first step ejects the ions with masses below the precursor ion mass by
ramping the RF amplitude while applying the supplemental waveforms to the end
cap electrodes. This step resonantly ejects all ions having masses up to, and
including, the mass just below the precursor ion mass. The supplemental
waveforms are then turned off.

In the second step, a broadband waveform (WF2) is applied to the trap to
simultaneously eject all masses above the precursor ion mass. Isolation occurs
at elevated RF levels where mass resolution is optimal. Thus, it is possible to
achieve unit mass isolation over the entire mass range of the ion trap, which may
be useful in isolating a single mass in an isotopic cluster, or in separating the
precursor ion from interfering matrix ions.

Product lon Formation

Product ions are formed from the precursor ions by collision-induced dissociation
(CID). The precursor ions constantly undergo collisions with helium gas in the ion
trap. Normally these collisions involve relatively small energies, but if the
translational energy of the precursor ion is increased, the collisions may convert
the translational kinetic energy into internal vibrational energy.

If the precursor ion acquires enough vibrational energy, one or more chemical
bonds in the ion may be broken, forming ions of lower m/z than the original
precursor ion. The ion distribution that results from the CID process depends on
the characteristics of the precursor ion and the amount of energy that has been
converted into internal vibrational energy.

The amount of energy that is converted to internal energy in the precursor ion
depends on the number of collisions (excitation time), the relative energy of the
collisions (CID excitation amplitude), and the rate that the internal energy is
removed by collisional deactivation (related to the excitation method). Collision-
induced dissociation in the ion trap is always in competition with ion ejection. If
the CID excitation amplitude selected is too large, the precursor ion will be
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ejected to the trap electrodes before it can collide with background helium atoms.
If the CID excitation amplitude selected is too small, the energy of the precursor
ion will not exceed the internal energy threshold required to break the chemical
bonds and form product ions. This is because energy is constantly being
removed by low energy collisional deactivation. Therefore, the CID excitation
amplitude and the excitation time are both used to optimize the CID process in
conjunction with an appropriate choice of excitation method.

The translational kinetic energy of the precursor ion can be increased using
either of two methods. Each method requires application of a waveform to the ion
trap. The waveform amplitude is called the CID excitation amplitude, and the
length of time that the waveform is applied is called the excitation time.

The first method involves non-resonant excitation. In this approach, a low
frequency supplemental dipole field is applied to the end caps of the trap,
resulting in an instantaneous change in the potential energy of the ion in the
trapping field." The restoring force of the trapping field converts the newly
increased potential energy of the ion into increased translational kinetic energy. A
portion of this kinetic energy is then converted into internal vibrational energy
upon subsequent collisions. This process is repeated during each oscillation
cycle of the low frequency dipole field.

An advantage of using non-resonant excitation is that it is not critical to match the
applied dipole frequency to that of the ion. Consequently, electronic drift, space
charge effects, and sample concentration do not affect the method. This results
in reproducible product ion spectra. This method is often useful with precursor
ions that fragment by the breakage of a single weak chemical bond to form highly
stable ions containing functional groups that do not undergo significant
rearrangements. A disadvantage of the method is that it is not selective with
respect to excitation of ions in the trap. Therefore, the method cannot be
selectively tuned to excite only ions having a particular m/z. The method is also
less useful with precursor ions in which multiple chemical bonds are broken and
with precursor ions that undergo complex rearrangements following collision-
induced dissociation.

The second method for increasing the precursor ion kinetic energy involves
resonant excitation. This method requires application of a high frequency
supplemental dipole field to the end caps of the ion trap. The frequency must
match the oscillation frequency of the trapped ion. The resonant frequency of the
trapped ion depends on ion mass, space charge within the ion trap, RF trapping
field amplitude, and other instrumental factors. Thus, it is difficult to precisely
calculate its value. The amplitude of the RF trapping field is therefore modulated
over a fixed range. As the resonant frequency of the trapped ion depends on the
magnitude of the RF field, modulating the RF field amplitude results in a
modulation of the resonant frequency of the ion. Modulation of this frequency
causes the frequency of the ion to periodically match that of the applied
supplemental dipole field. Thus, the energy coupled to ion motion is maximized,
and the effects of shifts in the ion resonant frequency are minimized.

The resonant excitation method is selective to the mass range that is excited. It
permits coupling of energy to the motion of an ion having a particular m/z value in
a very controlled way. Consequently, at the correct excitation amplitude, the rate
that the amplitude of the ion motion increases is just balanced by the rate that
energy is removed by collisions. The ion is not ejected and energy can be
deposited as internal energy by increasing the number of collisions. Increasing

' The dipole field is simply an electric field oriented along the axis of the trap.
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the excitation time increases the number of collisions. Thus, it is possible to
fragment precursor ions that require the breakage of multiple chemical bonds or
that undergo significant rearrangements. Periodic modulation through ion
resonance results in an averaging of the energy coupled into the ion motion and
provides a reproducible product ion spectrum, even with changes in
concentration.

An additional parameter is available with resonant excitation. Increasing the
number of CID frequencies permits simultaneous excitation of ions within a range
of masses. This may be useful when trying to excite an entire isotopic cluster at
once. As the number of CID frequencies increases, the range of excited masses
also increases. At a given number of CID frequencies, the range of excited
masses increases with increasing ion mass, and decreases with increasing
excitation RF storage level.
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Mass range excited vs. number of CID frequencies for an excitation RF storage level of
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Note that at a storage level of 48 m/z and with 9 CID frequencies, the mass
range increases from 3 to 40 m/z when the precursor ion mass increases from
100 to 400 m/z. Given a precursor ion mass of 400 m/z and 9 CID frequencies,
the mass range decreases from 40 m/z for a storage level of 48 m/z to a range of
12 m/z for a storage level of 143 m/z.

Product lon Mass Scanning

Following formation of the product ions by collision-induced dissociation, an RF
ramp is used along with the supplemental waveforms to resonantly scan ions
from the trap to the conversion dynode and electron multiplier. This process
generates the product ion mass spectrum.

Chemical lonization/MS/MS

Chemical ionization (Cl) may also be used to selectively fill the ion trap. In this
case, the ion formation and matrix ion ejection steps described above are
modified. Insertion of the three subsequent MS/MS operations, i.e., precursor ion
isolation, product ion formation, and product ion mass scanning, into the basic ClI
scan function (following the ionization and reaction steps) creates the CI/MS/MS
scan function.

EI/MS/MS and CI/MS/MS Automatic Space Charge Control

Space charge control for EI/MS/MS and CI/MS/MS uses a prescan to measure
the number of precursor ions obtained using the same scan function as the
analytical scan up through the fine isolation step. Based on the signal intensity of
the precursor ions in the prescan, an ionization time is calculated for the
analytical scan which will maintain the optimum number of ions in the trap, even
as the sample and matrix levels change, resulting in consistent, reproducible
product ion spectra.

When using MS/MS, lower target values may be required to prevent adverse
space charging effects. Based on the isolated precursor ion, the following target
values are recommended.

Precursor lon Target
60 <m/z <150 10000
150 < m/z < 500 5000
500 < m/z < 1000 2000
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Selected lon Storage

Selected lon Storage Scan Function

Selected lon Storage (SIS) may be used with external El or internal El to store
and scan narrow and/or discontinuous mass ranges. Using waveforms,
unwanted parts of the mass range are ejected. When used for target compound
analysis, SIS can provide library-searchable El spectra. However, because the
isolation waveform is applied at a low q value, unit mass isolation is not possible
across the mass range.

Space charge control in the SIS mode is achieved by using the results from an
AGC prescan to calculate the ionization time for each analytical scan. Each SIS
segment uses its own prescan, collecting ions only from the range specified in
that segment. The stored spectrum is the sum of the individual spectra from each
individual scan segment.

NOTE: Because each SIS segment has its own prescan and analytical ionization
time, the reported ion time for each analytical scan can only reflect a subset of
the ion time data. The reported ion time is the shortest ion time among the set of
SIS segment ion times. This allows users to identify situations where overloading
may distort mass spectra. Distortion is likely when the ion time becomes very
short - approaching the minimum ion time of 10 ysec.

Segment 1 Segment 2

Prescan #1 Analytical Scan #1 Prescan #2 Analytical Scan #2

End of
RF Low Segment
Variable Mass ¢

lonization
Time

SIS Scan Function
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During the SIS scan, the following steps occur:

e The prescan measures the number of ions within the specified scan
segment and calculates an ionization time for the associated analytical
scan segment.

e The selected range of ions is stored in the ion trap.

e The SIS mass spectrum is acquired for the range of sample ions.

Scanning lons to Collect Mass Spectra

The SIS scanning process is very similar to that for full scan electron ionization.
After ionization, trapping, and ion preparation steps, ions are scanned out to the
conversion dynode and electron multiplier. Mass scanning is implemented by
increasing the RF voltage on the ring electrode; the mass spectrum is collected
in order from low to high mass over the user-designated scan range. In positive
mode, electrons are ejected from the conversion dynode held at -10000V and
repelled to the electron multiplier. In negative mode, positive ions are ejected
from the +10000V dynode and repelled toward the multiplier. The signal is
enhanced by ~105 by the multiplier and sent through an integrator to collect an
intensity for each m/z. MS data are stored as sets of ion-intensity pairs for each
m/z over the acquired mass range. A complete mass spectrum is stored for each
analytical scan.
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System Control
Reference

Command

System Control Menus

File Menu

Activate Method. ..

Upload Active Methiod From Modules. .

Ef System Control - Ferguson_1 - Mot Ready

File Edit Injeck Automation Recalculake  Instrument  ‘Windows  Help

v|ez| EnlEn| B gl 2] ‘

Mew SampleList, ..

Dpen SampleList. .. Diagnostics I Startup/Shutdown  Asquisition |
Mew Recalclist... M5 Method
Cpen RecalcList. .. UiSitiDﬂl Segment Mumber: 1 af 2
| Mew Sequencelist. . Lihod I Segment Description: FILAMUL DELAY
j pen Sequencelist. .. Scan Description:  Filament OIFf
I
Print Eadyin Scan Range: 20-25

Prinker Sekup, ..

! W Remember Last Cpen Files

Menu Item

Description

Activate Method...

Displays the Activate a System Control Method File dialog box to
activate a Method and download the Instrument Control sections
to the modules.

Upload Active
Method from
Modules...

Displays the Save a System Control Method File dialog box to
allow you to name the Method that will receive the instrument
control sections uploaded from all modules connected to the
instrument.

New SampleList...

Displays the Create a New System Control SampleList File
dialog box to name a new SampleList.

Open SampleList...

Displays the Open a System Control SampleList File dialog box
to open an existing SamplelList.
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Menu Item

Description

New RecalclList...

Displays the Create a New System Control RecalcList File dialog
box to name a new RecalcList.

Open RecalclList...

Displays the Open a System Control RecalcList File dialog box
to open an existing RecalcList.

New
SequencelList...

Displays the Create a New System Control Sequence File dialog
box to name a new Sequence.

Open
Sequencelist...

Displays the Open a System Control Sequence File dialog box
to open an existing Sequence.

Print

Prints the contents of the active window in System Control.

Printer Setup...

Opens the Star Print Setup Dialog Box to select a printer and set
options for it. You can open the Print Setup dialog box from the
Star Printer Setup dialog box. The Varian MS Workstation only
uses the printer for instrument 1.

Remember Last

When checked, upon startup System Control will restore the

Open Files active Method and any automation files that were open when
System Control was last closed.

Exit Closes System Control. If System Control is in the process of
performing a critical operation, you may be prompted before the
application is closed.

Edit Menu

File Inject  Autamation

= eI Srfrmel

EI—I (B [ErlElme

Easte Shiftl e

D [ElEar: el

alel
Co lrsert e
R Select Al Eirnl+Brter
Er
— Bl G
o]
(] Edit Hates ..

E dit Module Info...

These commands are for use with Sequencelists, SampleLists, and RecalcLists.

Menu Item Description

Cut Deletes a selection and copies it to the Clipboard. Used to
remove or move a selected part of a spreadsheet or entered
text.

Copy Copies a selection to the Clipboard. Used to duplicate a
selection and place the duplicate in a new place (using Paste).

Paste Inserts previously cut or copied information that was stored in
the Clipboard into a spreadsheet.

Clear Deletes a selection but leaves the Clipboard unchanged.
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Menu ltem Description

Add Adds a new line in a SequencelList, SampleList or RecalcList.

Insert Inserts a new line in a SequencelList, SampleList or RecalcList.

Select All Selects all lines in a SequencelList, SampleList or RecalcList.

Fill Down Causes the contents of the top cell in a series of highlighted
cells to be copied to the cells below it. Used to edit all the cells in
a column quickly.

Edit Notes... Opens the Edit Notes Dialog Box to permit editing of the notes
associated with the SequencelList, SampleList, RecalcList, or
Method file displayed in the active window.

Edit Module Info... |Opens the Module Information Editor Dialog Box to permit
editing of the Module Information associated with the module
displayed in the active window.

Inject Menu

El: System Control - Ferguson_1 - Not

Fle Edit | Inject
EEE_D

m 4000.01 - Ready

Menu Item Description
Inject Single Opens the appropriate Inject Single Sample Dialog Box for your
Sample... system. Used to inject a single sample without building a

SequencelList and SampleList manually.

Inject Single Sample

Injection = Amount 5td | Unid Peak - aoF MultiChannel
Sample Hame Sample Type Notes AutoLink (IS. N only) Factor Multiplier Divizor MultiStandard
Default Sampls |Amalysis - 1 nohe none 1 1] 1 1 none
EI| IO
Inject the Sample uzsing the Method:
[C:Wariarw S MP1 VS PMEZ th Browss.. |  Defauts... |
™| Elear Eoeffinients before Ealitrating
Cancel | [ataFiles... | Hecachist...l

For more information on the Inject Single Sample dialog, see Acquiring GC/MS
Data, “Injecting a Single Sample” on page 159.
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Automation Menu

Ef System Control - Ferguson_1 - Mot Ready

File Edit Inject | Automation Recalculake  Instrument Wi

2l

b anwal Cantral I I

Beqin SampleList
Eegin Sequence
Begin At Selected Samplelist Line. ..
Begin At Selected Sequence Line. ..

Stismend Sutamaticn

— Statuz And Contr _

Run Time: 000 Hesure subanatcm

: Skap Autornation
End Time: | 10.0
Reset Modules
i Ready
3 Mo Fault Enable Automated Printing
Menu Item Description

Begin SampleList

Begins execution of the currently open SampleList. The
currently active method will be downloaded to the
instrument(s), which will begin to equilibrate and stabilize.

Begin Sequence

Begins execution of the currently open Sequence. The method
specified in the first line of the sequence will be downloaded to
the instrument(s) and the corresponding Sample List will be
activated.

Begin at Selected
SampleList Line...

Begins the open SampleList at the selected SampleList line.
This item is enabled when a SampleList is open. Upon
selecting this menu item, a prompt for the line in the
SampleList appears. This is useful when recovering from a
power failure that interrupted automation in progress.

Begin at Selected
Sequence Line...

Begins the open Sequence at the selected Sequence line. This
item is enabled when a Sequence is open. Upon selecting this
menu item, a prompt for the line in the Sequence appears. This
is useful when recovering from a power failure that interrupted
automation in progress.

Suspend Suspends execution of automation after the current run has
Automation been completed.

Resume Resumes execution of automation after it has been
Automation suspended.

Stop Automation

Stops the current run, resets all modules simultaneously and
suspends automation.

Reset Modules

Stops the current run, resets all modules simultaneously.
Automation proceeds to the next injection after all the modules
go to the Ready state.

Enable
Automated
Printing

Turns on or off the printing of reports automatically generated
during any automation action. This is useful when you wish to
disable printing (if the printer is out of paper, for example)
without having to modify the Print Options portion of the Report
Method.
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Recalculate Menu

I 11;:_1 System Control - Ferguson_1 - Mot Ready

| File Edit Inject Automation | Recalculate  Instrument  SWindows  Help

Beqin At Selecked Recalclist Line. ..

] ’i%lﬁlﬁl [ SPME.mth Begin RecalcList
|

g = $000.01-Ready view Calibration Curves. .,

b arwal Eu:untru:ull Ao Tunel T emperatures

Menu Item

Description

Begin RecalcList...

Begins recalculation of the open RecalcList using the active
Method.

Begin at Selected
RecalcList Line...

Begins the open RecalcList at the selected RecalcList line. This
item is enabled when a RecalcList is open. Upon selecting this
menu item, a prompt for the line in the RecalcList appears. This
is useful when recovering from a power failure that interrupted
automation in progress.

View Calibration
Curves...

Opens the Open a Method File to View Curves dialog box to
view calibration curves that are stored in a Method file.

Instrument Menu

11;3_1 System Control - Ferguson_1 - Mot Ready

File Edit Imject Adtomation Recalculate | Imstrument Windows  Help

Elﬁlﬁl SF'ME.mth v 1: Ferguson_l1 AlE+1
Configuration Alk+c
e D,
hd anual Eu:untru:ull Ao Tunel Temperaturesl Instrument 1 Faulks

Statuz And Control

Setup Ethernet Communications

Fun Time:  0.00 minutes StartAcqL Setup ADC Board /0 Parts
ine: i Setup COMM Ports
End Time: | 10.00 minutes Im up ¥

The Instrument Menu commands are used to switch the display between the
configuration screen and the instrument.

Menu Item

Description

#:instrument name

Displays the Instrument Status window and Status and Control
windows for the named Instrument, e.g., 4000 GC/MS #1

Configuration

Displays the System Control Configuration window.

Remove Module
Names...

Brings up a dialog listing any associations you have set up. You
may select items from this list to remove individual associations,
in preparation for renaming LC modules.

Instrument # Faults

Displays the Instrument Faults dialog box, showing recent and
self-test messages and faults. The list of faults may be printed
from this dialog box.
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Menu Item

Description

Setup Ethernet
Communications

Available if an optional module driver is installed that uses
Ethernet to communicate with the device. See the Operation
Manual for your module driver for a detailed description if
applicable. Allows set-up of the communication between the
3800 GC and System Control.

Setup ADC Board
1/0 Ports

Opens the Setup ADC Board I/O Ports Dialog Box to configure
the ADC Board base address and determine the Switch S1
settings for each ADC Board. Applicable only if the ADC Board
module driver is installed.

Setup COMM Ports

Available if an optional module driver is installed that uses Serial
I/O to communicate with the device. See the Operation Manual
for your module driver, such as the 3400 GC, for a detailed
description if applicable.

Configuration Window

Ef System Control - Configuration

File Edit Inject Automation Recalculate  Instrument  Windows Help

02| Onerie

(=] Elmi] wle ozl el | =] ]

AutoStart Module

3800

44:mp10

Instrument 1: Fergusan_1
Operator: Xavier Onassis
Mot Ready

4000

Instrument 1 Parameters.. i

Auailable
mModules ol
2

The Configuration screen is divided into two parts: the Instrument window and
the Available Modules window. Initially, modules are displayed in the Available
Modules window as they log in, and can then be added to the Instrument by
clicking and dragging the module icon into the Instrument window. The
configuration of modules is remembered when System Control closes, and
modules will be restored automatically to their proper locations when System

Control is opened.
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The AutoStart Module area is used to designate which module will start the
system in Automation.

e If you are not using an AutoSampler or other automated injection device,
do not place any module in this area.

e If you are using a CP-3800 GC with an 8400 AutoSampler, place the GC
icon in the Autostart area.

e If you are using an 8200 or a Combi PAL AutoSampler, place the
AutoSampler icon in the AutoStart area.

e If you are using any other device which will start the system through the
Sync signal inputs of the GC, leave the AutoStart area empty.

Instrument 1 Parameters

Instrument: IFergusunJ

Operator: (NI

Ready File: I
ban Erru:urs:lljl

[ Prompt on Automation Start?

] I Cancel |

The Instrument 1 Parameters dialog allows you to enter an instrument name and
operator name.

The Ready File is used only by earlier versions of the Saturn GC/MS, and should
be left blank for operation with 4000 MS.

The Max Errors number sets the allowable number of non-fatal errors during
Automation. When the limit is reached, Automation halts. An entry of 0 defeats
this feature.

The Prompt on Automation Start checkbox allows you to view and edit
information in this dialog each time Automation is started.
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Windows Menu

EI_’ System Control - Ferguson_1 - Mot Ready

File Edit Inject Automation Recalculate  Instrument | Windows Help

3ez(e3] EsPE min

Show Module Windows

Iconize Module Windows

m 4000.01 - Ready

M anual Eu:nntn:nll Auto Tunel Temperaturesl Diagnnsticsl

Show Automation Windows
Iconize Automation Windows
Arrange Icons

— Status And Control
Fiun Time:

i Feady
£ MoFaul

0,00 minutes

End Time:I 10.00 minutes

B!
Start Acquisition e Sequencelist: Seql.seq
Samplelisk: 1200cat, smp
Edit Methad 58 pecalclist: C1_MSMS.rel

5E Instrument 1 Skatus

™ “wait For Readyln e

Message Log

v 000,01 - Ready

| Hide Keypad I ISpectrum and Chromatogram j

3800.44 - Equilibrating

Menu ltem Description
Show Module Opens the Status and Control windows for all the modules in
Windows the Instrument. It is disabled when all the windows are open,

even if some are hidden under others.

Iconize Module
Windows

Iconizes the Status and Control windows for all the modules in
the Instrument. It is disabled when all the windows are iconized.

Show Automation
Windows

Displays the windows for all the automation files open in the
Instrument. It is disabled when all the automation windows are
open, even if some are hidden under others.

Windows

Iconize Automation

Iconizes the windows for all the automation files in the
Instrument. It is disabled when all the windows are iconized.

Arrange Icons

Arranges the icons, if any, in a row at the bottom of the System
Control window.

Sequencelist:,
Samplelist:,
RecalclList:

Opens the window for the selected file or moves it to the front.
Used to display the open SequencelList, SampleList, or
RecalcList.

Instrument Status,
Message Log,
Configuration Log

(only if
Configuration
window is open)

Displays the corresponding window for the instrument or moves
it to the front. Used to see the instrument status, Message Log,
or Configuration Log.

Module Window
(name varies
depending on
module)

Displays the Status and Control window for the chosen module
or brings it to the front.
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Help Menu

: Ef System Control - Ferguson_1 - Mot Ready

| File Edit Inject Automation Recalculate  Instrument  Windows | Help

T [ (S b =| g Help Tapics
1 ﬁlﬁlﬁl SF'ME.mth ’llil L Product Support ‘Web Sike

i
= 4000.01-Ready about Syvstern Contral, ..

M aral Eu:untrull At Tunel Temperaturesl Diagnusticsl StartupS hutdamwn

Menu Item Description

Help Topics Displays the Help Topics window for System Control.

Product Support If you have Internet access and a web browser installed on your
Web Site computer, this option will automatically open the Varian MS

Workstation Product Support Web Site. Here you will find the
latest software and documentation updates for the Varian MS
Workstation suite of products, along with additional notes, tips,
and answers to frequently asked questions.

You may wish to visit this site periodically to see if new
information is available that may be pertinent to you.

About System Displays the About Box for the System Control application. The
Control About Box contains information about the software version,
installation information, and a list of the instrument control
modules that you have installed. You can also validate the
installed Workstation files from this dialog.
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4000 MS System Control
Command Reference

Display

The 4000 MS status and control window is available for display whenever a 4000
MS module is configured in System Control. It may be displayed in the System
Control Status window by selecting the Windows menu item and clicking the
4000.xx menu item, or by expanding the 4000.xx icon which appears at the lower
left of the System Control window.

11;111 Systemn Control - Ferguson_1 - Waiting for Instrument Modules
File Edit Inject Automation Recaloulate  Instrument | windows Help

Show Module Windows
Ieonize Moedule Windows

@lﬁlﬁl startup‘l.mth

Show Aukomation wWindows
[conize Automation Windows
Arrange Icons

SampleLisk: 1200cak. smp
Insktrument 1 Staktus
Message Log

v 4000.01 - Mol

Instrument 1 : Dec 22 13:50:45 Module 4

227



System Control Tabs

% System Control - ¥arianW5s_1 - Not Ready
File Edt Inject Automation Recalculate Instrument ‘Windows Help

el emti - . | e
Bl Baw e Bl E] 8l E ][ 5] NotReady
u 4000.01 - Not Ready
Manal Contol | auto Tune | Temperatires | Disgosiics | Stastupy/Statdown | Acquistion |
Coriral and Stafus Method  Aciive Seament | Checks and Adustmerts | Moduks Atiibutes |
e
Method: Internal Upkisd WS Method Method Segment
¥ lorization On Scan Type: [Ful <] tonizaion[E] =] SoanMods [Nomal = Seipants
Vo SR 4=l I [ Ed EE
Temperatuass:  (F. Souros 0K Defaults
oo Gouge Piessue: 0.0uTan (F11 Valid) | frization Earial| Pl Goan P ‘
Trap =
Mess Range Tune
LowMaess | 903 iz Tope: Jfuto = Swe. |
[0 Low Mas: | High Mass| RF Storage  lon Time
HighMass: | 10003 m/z (m/2] mle) | Level (mfz2]  Factor (%)
IS O - ) 0]
2 100 249 Ed 100
3 &0 399 # 100
4 400 1000 » 100
1254
3
Customize Insert A Dekte |
5 il Method Segment Achve Method Segment Soan Furction Channels
ki 1 Acke i = = =
Festore| Humber| 1= FILMUL DELSY R Chareei [ =]
o g i = B

Access most of the 4000 MS functions through Control and Status. The various
functions are organized into six tabs.

Manual Control - Interactive adjustment of all the method parameters of the
currently active method. The Checks and Adjustments tab allows adjustment of
Cl gas and Cal gas flow, RF ramp, and a check of air/water levels. The Module
Attributes tab permits the selection of filament 1 or 2, and the setting of electron
multiplier voltage and Trap Damping Gas Flow (External mode).

Auto Tune — Run the built in tuning routines of the 4000 MS.

Temperatures - Set trap, manifold, and transfer line temperatures for normal
operation and for Bakeout, and set the timer for the Bakeout period.

Diagnostics allows the user to run built in diagnostic routines to assess the state
of the vacuum system and electronics.

Startup/Shutdown allows the user to start or shut down the vacuum system and
heated zones in an orderly manner.

Acquisition - Run samples and acquire data files, often in conjunction with the
Inject and Automation menus of the System Control window.

Hide/Show Keypad

The Control and Status window can be hidden by clicking the Hide Keypad. This
becomes a Show Keypad button to restore the Control and Status display. While
the keypad is hidden, the On/Off controls for the trap, Cal Gas, and Cl gas are
still accessible, as well as the method segment selector and the Profile/Centroid
control.
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Manual Control

Manual Control is very closely linked with the Method Builder function of the
software. A method may be built in Method Builder, activated in System Control,
then manipulated segment by segment in Manual Control. Conversely, a method
may be modified and fine tuned in Manual Control, then uploaded and saved
under the same name or as a new named method. The important distinction is
that the effect of changes made in Manual Control can be seen immediately in
the real time spectrum display, using Cal Gas or background ions as a surrogate
sample, or using a device such as a Chromatoprobe to provide a continuous
supply of a sample.

Control and Status

Control and Status displays a graphic of the ion trap system and status of the
vacuum system and temperatures. Clicking the trap in the graphic display to turn
on/off the ion source, RF system and the multiplier. Clicking on the ion sources,
RF and multiplier will turn these parameters on/off individually.

Edit Method
Edit Method opens Method Builder with the current method in System Control.

Upload MS Method

Upload MS Method opens a Save Method dialog to allow the MS method
parameters currently active in System Control to be copied to an existing
method, or to a new method name. Changes made in Manual Control must be
Activated using the Activate Changes before they can be uploaded.

Checkboxes

Clicking the Trap checkbox to turn on the entire ion trap system. Click the lon
Gauge checkbox to monitor the pressure inside the trap. Clicking Calibration Gas
and Cl Gas to open the valves to allow those gasses into the trap.

Method Segment: Activate Changes/Restore

These become active only after one or more changes have been made through
Manual Control. Any changes made through Manual Control may be made a part
of the active method by clicking Activate Changes. Before this, changes may be
reversed and the method segment restored to its previous condition by pressing
the Restore button. To make changes a permanent part of the active method,
click Activate Changes, then click Upload MS Method, select a folder and file
name, and save the method. You will be prompted to save any unactivated
changes when you leave the Manual Control tab or change Segment number.

Active Method Segment Number

The active method segment control allows you to select any existing segment of
the active method for review or modification under Manual Control. Existing
segments cannot be deleted, nor can additional segments be added through
Manual Control.
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Scan Function Channels

Some of the 4000 MS methods are broken up into multiple channels. The
channels can be thought of as a subset of a segment, where the scan conditions
can be different than in other channels. These are most frequently used in the
case of MS*n, MRM, etc. In Manual Control, there is the ability to continuously
scan a single channel, or to rotate through all of them sequentially, as happens in
the acquisition mode.

Mass Data Type

Centroid data is the default acquisition type, as data handling, library searching,
and spectral comparison can be done from this type of data.

Profile data is typically used mainly for diagnostic purposes. Profile files are also
approximately 10 times larger, but can be converted to centroid format after
acquisition.

Intensity Normalization

Click @ to turn normalization on or off. When it is on, the intensities are
normalized by the ionization time. The normalization is different for EI and CI.
Intensities collected under Cl conditions are multiplied by the square of the ion
time ratio. Intensities collected under El conditions are multiplied by the ion time
ratio. The ion time ratio is the maximum ion time specified, divided by the actual
ionization time for that scan segment.

Method

The Method functions are illustrated here using the internal EI mode of
operation. Details of other ionization modes and ion preparation options are in
the Method Builder section of the manual. While the contents of the segments
can be modified, the begin and end times of the segments cannot be changed
from the Method Segments window. You can add, insert or delete segments
using the buttons to the left of the segments.

Methad | Active Segmantl Checks and Adiustmenlsl Module Attributes I

Instrument Configuration Acquisition Data Type
’7| Internal El and CI j ’7(:' Centioid  {~ Profile

Chromatographic Time Segment:

- Add
Segment Description [?nli:ﬂ] [E.::Id] Scan D ipti :I I |
i = ngert |
1_|FIL/MUL DELAY 0.0 300 lonization Off Deleta |
2 | 500 1000 El Auto - Ful

Z|
5
Full Scan El General Parameters: The Scan Time and Scans Averaged fields
are linked with each other and with the Scan Type, lonization, and Scan Mode
fields. If you adjust the Scans Averaged value, the Scan Time and Data Rate
values will also change, the values obtained depending upon the Scan Type,
lonization mode, and Scan Mode selected. Changing the Scan Time changes the
values for Scans Averaged and Data Rate. Defaults returns all values to defaults
for the selected Scan Type, lonization mode, and Scan Mode. If the lonization

On box is not checked, all other controls become inactive, indicating that the
segment is a Filament/Multiplier Delay segment.
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Method Active Seament | Checks and Adjustrments ] Module Attibultes |

Method Segment

v larization Or Scan Tvpe: |Full | lonization: |E| | ScanMode: |Nomal X
Defaults

General Parameters l lanization Cantrol | Intemal EI F‘arameters] Full Szan Parameters ]

SetPaints

" Scan Time :I Maximurn Scan Time Multiplier Offzet DEI: +7- valts
+ UScans Averaged: SElj uScans Mazs Defect: 03: mrmu1 00w
Data B ate: 0.87 Hz.

Customize

Full Scan El lonization Control: Use lonization Control to set the Automatic
Gain Control (AGC) target, the total number of ions the system will attempt to
generate within the trap, using up to the Maximum ionization time selected. A
lower target reduces space charge effects on resolution, while a higher target
may improve quantitation. Click Customize to display lonization Time. If the Fixed
lonization Time box is checked, the AGC adjustment of ionization time is
replaced by the fixed ionization time selected. Click Defaults to restore the
default times for the segment Scan Type, lonization mode, and Scan Mode.

Method Active Segment | Checks and Adiustments] Module Attributes ]

Method Segment

Iv lonization On Scan Type: |Full | lonization: [E| - Scan Mode: |Mormal hd Setpaints...
Defaults

General Parameters  lanization Contral ] Internal EI Parameters ] Full Scan Parameters ]

Automatic Gain Control

Target TIC: 20 counts

lonization Time

I Fixed lonization Time

Max lon Time: 250003: uzeconds

Customize

Full Scan El — Internal El Parameters: Use Internal El Parameters to set the
filament emission current. Higher current leads to more ionization and thus
higher sensitivity, but may also lead to shorter filament lifetime.
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Method Active Seament | Checks and Adiustments] Module Attibutes ]

Methad Segment

¥ lonization On Scan Type: [Full | lonization: |El - Scan Mode: |Marmal -
Defaults

General Palameters] lonization Control  Intemal EI Parameters ] Full Scan Parameters ]

Internal EI Parameters

Emizsion Current: 3: udmps

Full Scan El — Full Scan Parameters: Use Full Scan Parameters to select the
mass range for this segment. You can customize the mass range, RF storage
level, and ion time factor for each segments, to optimize the sensitivity for
selected compounds, or match the desired spectral characteristics required for
tuning with BFB or DFTPP.

Method  Active Segment ]Chacks and Adjustments | Madule Attibutes |

Method Segment

¥ lonization On Scan Type: | Full | lonization: |E| - Scan Mode: | Nomal -
Defaults

General Parameters] lonization Eontro\] Intemal El Parameters  Full Sean Parameters }

tass Range Tune
Low Mass: e = m/z Type: |AUt° j Save..
. =1 me Low Mass High Mass | RF Storage lon Time
High Mass: [ 1000-%] mi2 (m/2) (m/z) | Level (m/z)| Factor ()
1 10 x| 35 100]
2 100 249 35 100
3 250 399 iz} 100
4 400 1000 35 100
L]
6
Customize Insert | Add | Delete |
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Checks and Adjustments

The Checks and Adjustments tab allows adjustment of Cl gas and Cal gas flow,
RF ramp, and a check of air/water levels.

tdethod | Active Segment  Checks and Adjustments | Maodule Attributes I

oy S £l Bas Adiustiert
cl Gas.t'-‘-.d|us_trnent Last Set Date: Not Applicable
RF Ramp Adjustment B 1t: Hot Adiusted
it ater Check SEM = AHSES
Ionization Time: 0O

Total Ion Count: O

Start | Cancel | Action: |dle

For the Cal Gas and Cl reagent adjustments, the MS parameters are set up to
produce and collect characteristic ions of the gas being adjusted. The software
then monitors the amplitude and resolution of these ions as the needle valve
controlling gas flow is adjusted. The system contains built-in criteria for
adjustment of the common CI reagents: methane, iso-butane, ammonia,
methanol, and acetonitrile. A gauge display shows whether the flow is too high,
too low, or OK, and the spectrum of the gas is displayed to allow the user to
judge for himself based on any special needs of his analysis.

Use RF Ramp Adjustment to fine tune the RF by adjusting the tuning screw, that
is in the front panel of the 4000 MS, while observing a graphical display of the RF
ramp. Proper adjustment will give a smooth linear ramp with minimum amplitude.

Use the air/water check to diagnose the state of the vacuum system. Generally, a
narrow peak for the nitrogen ion at m/z 28 indicates you do not have a vacuum
leak problem. A broad nitrogen peak may indicate an air leak, but it might also
indicate nitrogen contamination in the helium carrier supply. The water level in
the system can be estimated from the relative amounts of the m/z 18 and 19
peaks. The more water in the system, the larger the m/z 19/18 ratio.

Module Attributes

The Module Attributes tab has three sections. In the first section select a filament
and set the voltage for the electron multiplier. In the second section adjust the
high mass calibration for either the normal or fast scan mode. In the third section,
enable low mass enhancement, which requires a new mass calibration.

Method | Active Segment | Checks and Adustments  Module Attributes |
Filament High Mass Calibration Low Mass Enhancement

1 2 I Adjust high mass calibration? [~ Enable

CAUTION: Enabling/Disabling Low Mass

Electron Muliplier Enhancement requires new Mass Calibration
Last Set: Mot Applicable

Result  Default Valuss

Voltage: 1200 3:4 volts

J]i

Defaults
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Auto Tune

Auto Tune is an automated process for optimizing the MS 4000 performance
over the entire mass range. It is necessary to perform Auto Tune when the
instrument is first set up. Each time the system is shut down, Auto Tune
should be performed when it is restarted and after running a bakeout.
Before doing Auto Tune it is advisable to check RF ramp, air/water, and cal gas
settings under the Adjustments tab in Manual Control mode. Many tuning
features involve using Perfluorotributylamine (FC-43) ions to adjust MS4000
parameters (voltages, gain values, etc.) to optimize the signal. Most Auto Tune
functions are performed in El mode, even if the active method is Internal Cl,
External Cl, or one of the Hybrid ClI modes. For the last two cases, the Cl volume
is automatically retracted from the external ionization source during most Auto
Tune routines.

After doing major maintenance, such as cleaning the ion trap or source or
switching between internal and external ionization modes, run all Auto Tune
routines. Some routines should be run after changing operating conditions, such
as trap temperature or helium buffer gas flow rate. Specific routines may be run
periodically as part of a system check.

u 4000.56 - Not Ready. E]@‘Xl

Marusal Control - Auto Tune: | Temperatures | Disgnastics | Startup/Shutdown | Acquisition |

Contral and Statug Auto Tune Method

Achion: Mass Calibration ¥ Auto-select prerequisite tuning functions

e [Reeh]

O Integratar Zera
O Election Lens Turing
[ 5et Electron Multiplier
[ /on Lens Tuning
I RF Full Scale Adjust
libr ation
[ Trap Frequency Calibration
[ Trap OC Ottset Woltage

State: Calibraling [NORMAL]

Hide Keypad {Spectrum and Event Messages ﬂ

| @ =11 =B

Scan Mumber: 3 Time: 0.032 min Base Peak: 128.6. Bage Amount: 366 -
RIC: 4378 lon Fange: 80.6-181.5 m/z lon: 333 us, Segment: 1. Channel: 1
kCounts 1288
486
0.7%
050 el
0.25
0.00 4
1o 128 180 A:qulred@isange mfz -

Miar 15 16:37:3%: QuickVerify Started,
Mar 15 16:37:39: QuickVerify Completed.
Mar 15 16:37:40;
Miar 19 16:37:40:
Mar 15 16:37:40: Mass Calibration started

Mar 15 16:37:40: Calibrating on mass 69.0

Mar 15 10:38:06; Centered on mass: 69.0 rf dac: 6629
Mar 13 16:38:06: Calibrating on mass 131.0

There are three major sections to the Auto Tune window: the Control and Status
display, the Spectrum and Event Message windows, and the Auto Tune Method
display.
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Control and Status

Click Start Auto Tune to start the selected Auto Tune routines. Click Stop Auto
Tune to stop Auto Tune.

The Action field shows the tuning routine that is being performed.

The State field displays whether the 4000 MS is currently executing an auto tune
routine or is idle.

— Contral and Status
Action: Mazs Calibration

State: Calibrating

Spectrum and Event Message Window

Select the display for the auto tune tests by selecting from the list. Hide Keypad
causes the upper portion of the screen to disappear and the lower portion
expand.

Hide Keypad I ISpectrum LI
Al a-:.l qpecrm and Event Mezzages .
Ewvent Messages
Module Attributes
Summary Feport

The current Module Attributes is the information stored from the last auto tune.
When you are finished performing the auto tune you can view this information,
which is stored in an auto tune log.

Hide F.eppad | |M0du|e Attributes j

M5 Workstation [Demo] RC1 Wersion 6.42
Maodule: 4000,56

MODULE ATTRIBUTES as of 3/15/2005 1:31 P

Configuration

Wystem Type: GC

lonization Source: External

Option Keys: Cl WSS Hybrid External
EFC Maodule: TEUE

Serial Mumber: 106

Controller Board Version: 000

PROM Software YWersion: 03.01.00.03
Communication Processor Software VWersion: 01.01.00,83
Scan Processar Software Yersion: 01.01.00,88
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Auto Tune Methods

There are various checks that automatically set up, tune and calibrate the mass
spectrometer. Each instrument configuration uses different checks.

Manual Control — Auts Tune | Tempelaturesl Diagnosticsl StartupHShutdownI Acquisitionl
——— Auto Tune Method

W futo-select prerequisite tuning functions.

— Control and Status
Action: [dle

State: Idle

Start Auto Tune |

SelctAl | Clearal |

Integrator Zero

Set Electron Multiplier

AF Full Scale Adjust

Mazs Calibration

Trap Frequency Calibration

Auto Tune is generally performed in the order listed, beginning with Integrator
Zero. All auto tune methods are selected if you click Select All or cleared if you
click Clear All.

To perform Auto Tune select the desired routines, and click Start Auto Tune.
Stop auto tune at any time by clicking the Stop Auto Tune.

Integrator Zero

4| B =0 = B =
Scan Mumber 2, Time: 0.002 min.
RIC: 1741, lon Range: 99.5 - 500.4 m/z
Countsg
754
505
25
T e e L e L e —T—T—T—T T
100 200 300
May 20 13:15:03: Integrator Zero Adjustwent Jet: 360
May 20 13:15:04: Integrator Zero Adjustwent Jet: 356
May 20 13:15:04: Integrator Zero Adjustkent Set: 354
May 20 15:15:04: Integrator Zero Adjustkent Jet: 354
May 20 13:15:04: Av. intensity: 0.433 [loceptsble limits: 0.300 to 0.500)
May 20 13:15:05: Integrator Zero Adjustment Completed
May 20 153:15:05: - -
May 20 13:15:05: Auto Tune FPassed
May 20 15:15:05: Integrator Zero Dac: 354 PALSS
May 20 13:15:05: Auto Tune Fassed

The Integrator Zero Adjustment routine sets the signal level coming from the
Integrator Circuitry with the filament off. When the filament is off, the major
source of signal coming from this circuitry is electronic noise. The Integrator zero
is adjusted such that the average value of electronic noise is slightly greater than
zero. The acceptance range is between 0.3 and 0.5 counts. The integrator
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should then record signals only when ions actually strike the dynode and
electrons emitted from the dynode strike the electron multiplier.

Set Electron Multiplier

n
Hide Feypad I ISpectrum and Event Mezsages j

al &lal =] r7 L L L el

May 21 16:07:25: EM woltage: 1400 V ion time: 65000 usec
May 21 16:07:25: EM woltage: 1500 V ion time: 10000 usec
May 21 16:07:27: EM woltage: 1500 V ion time: 65000 usec
May 21 16:07:28: EM woltage: 1525 V ion time: 65000 usec
May 21 16:07:29: EM woltage: 1550 V ion time: 65000 usec
May 21 16:07:30: EM woltage: 1575 V ion time: 65000 usec
May 21 16:07:31: EM woltage: 1600 V ion time: 65000 usec
May 21 16:07:32: EM woltage: 1625 V ion time: 65000 usec
May 21 16:07:33: EM woltage: 1650 V ion time: 65000 usec

May 21 16:07:34: EM woltage: 1675 V ion time: 65000 usec

May 21 16:07:34: Electron Multiplier gain is 3.71

May 21 16:07:34: Electron Multiplier woltage setting is 1675

May 21 16:07:34: Electron Multiplier Gain Adj completed

May 21 16:07:34: ————————— e
May 21 16:07:34: Auto Tune FPassed

May 21 16:07:34: Electron Multiplier Woltage:1675 PALSS

May 21 16:07:34: Auto Tune FPassed

Before starting the EM gain algorithm, the RF Full Scale is adjusted so that the
cal gas ion at m/z 502 is calibrated. The Set Electron Multiplier method adjusts
the multiplier voltage and ion time to look at low-mass fragments from the
unstable m/z 502 ion. The objective is to set the multiplier voltage such that each
electron emitted by the dynode will create a known signal from the multiplier. The

gain in this example is 3.71 x 10°.

When the 105 gain voltage of your electron multiplier reaches 2000V you should

order a new multiplier to have on hand. When the10° gain voltage exceeds
2500V you should install a new multiplier.

Electron Lens Tuning

In typical external ion sources, electrons are continuously directed into an ion
volume containing the sample to be ionized. Eventually the interior surface of the
ion volume becomes contaminated by material that can charge up and disturb
the extraction of ions from the ion source. To minimize ion volume contamination,
the 4000 MS pulses electrons into the ion volume only when needed for
ionization. Two plates bracket the filament to control electron pulsing. The plate
closest to the ion volume is the electron lens, and the plate away from the ion
volume is the repeller lens. The electron lens is set positive and the repeller lens
negative to admit electrons to the ion volume only during the ionization period.
Otherwise the voltages are reversed to exclude electrons from the ion volume.
Tuning of electron/repeller lens voltages is important for linear signal response
and filament lifetime.

The four variables to deal with are electron lens ON and OFF voltages, and
repeller lens ON and OFF voltages. ON and OFF refer to ionization ON and OFF.
The electron lens ON voltage is set to optimize electron transmission to the ion
volume, electron lens OFF voltage is set to thoroughly exclude electrons from the
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ion volume. The Repeller Lens ON and OFF voltages balance the emission
current.

Electron/Repeller Lens Adjustment: Electron lens tuning involves measuring the
transient behavior of the emission current immediately after the lenses have
been switched on or off. If the lenses are unbalanced, the emission current will
change in time and be proportional to the imbalance. If the balance is outside the
range of 200 to 300 pA, the algorithm will search the optimal values by changing
values of four variables one at a time. If it fails to find the best voltage setting for
lens tuning, auto tune will generate an error message, and restore the last values
in the instrument.

When the Electron Lens Tuning Box is clicked, an additional “Turn on CI gas flow
during tune” option appears. For Cl methods in External or Hybrid mode, the
electron/repeller lens must be tuned with the CI plunger (Cl volume) in place and
the CI gas turned on. The user should adjust the CI gas flow in Manual Control
before this tune function is done.

lon Lens Tuning

The lon Lens system consists of three lenses (Lens 1, 2 & 3). These lenses are
tuned using Cal Gas ions at m/z 131 and 414. Optimum voltages are determined
based on weighted intensities of the two ions.

RF Full Scale Adjust

This routine should always be run before mass calibration and trap
function calibration. The RF Full Scale Adjust routine coarsely adjusts the
mass calibration of the ion trap. Successive adjustments are performed on
PFTBA calibration gas ions at m/z 69, 414 and 614. For this algorithm to work
properly, it is important that the specified ions are stable and present in sufficient
intensity (>20 counts) under normal scanning conditions.

Mass Calibration

When you initiate this routine, the calibration gas valve is opened and the
electron multiplier, filament, and RF voltage are turned on. The algorithm then
uses the calibration compound ions at m/z 69, 131, 264, 414, 464, and 614 to
create a calibration curve. The nitrogen peak (m/z 28) is not used for calibration.
A fixed offset at m/z 0 has been empirically determined to give proper mass
assignments between m/z 10 and 69. The calibration is extrapolated from the
highest observed calibration ion to the maximum mass (m/z 1000). Mass
calibration is performed in both normal scanning (5,000 u/sec) and fast scanning
(10,000 u/sec) modes.

Factors Affecting Mass Calibration

For this routine to work properly, the calibration ions must be present in sufficient
intensity (> 20 counts) and stable under normal scanning conditions.
Temperature changes can shift the mass calibration and this procedure should
be initiated after the trap has reached its equilibrium point (approximately 2 hours
after the set-point temperature has been established). For External and Hybrid
modes, changing the trap damping gas flow may require both Mass Calibration
Trap Frequency Calibration. There could also be subtle effects on mass
assignments after ion source temperature changes.
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Trap Frequency Calibration

When the mass calibration has been completed, the trap frequency calibration
must be performed. This routine determines resonant frequencies required for
the generation of notched waveforms used in most modes of operation. In
particular, the resonant frequencies for FC-43 ions at m/z 69 and 414 are
determined. The method takes several minutes to complete.

NOTE: Trap Frequency Calibration should be performed each time a mass
calibration is done.

Upon completion of Trap Frequency Calibration, the Event Message Window
displays the secular frequency values for the two trap function calibration points.
Nominal values are 249 kHz and 248 kHz, respectively. These values can vary
up to 4 kHz between instruments.

Trap DC Offset Voltage

The trap offset is a DC voltage applied to the ion trap electrodes (end caps and
ring electrode) to facilitate the injection of the externally generated ions into the
trap. The intensity of the m/z 414 ion from FC-43 is used to maximize the signal,
thus optimizing for the midpoint of the mass range. The trap offset has a range
from 3 to 15 volts. Lower voltages are useful if an increase in the relative
abundance at the low end of the mass range is desired. Furthermore, if your
application involves more fragile compounds, then a lower setting can produce a
situation where less fragmentation of the molecular ion is observed.

Temperature(s)

The Temperatures tab allows you to set the temperature zones of the mass
spectrometer for both normal operation and Bakeout, and to initiate and
terminate Bakeout. The Status display can be set to display either Event
messages regarding the execution of the temperature commands, or Module
Attributes detailing the instrument configuration, temperature setpoints, and
results of manual and Autotune procedures.

u 4000.56 - Hot Ready

tanual Control] At Tune  Temperatures ] Diagnostics] Startupa"Shutdown] Acquisition]

Contral and Status Analysis l Bakeout ] Operating Caonditions
Conditions: Analysis Start Bakeout -
Trap Temperature: 15D;| C Trap Temperature: oc
Sl il M anifold Temperature: 5D;| C Manifold Temperature:  0C
Hold Time: 0.00 hours Transfer Line Temperature: 170+ ¢ Transferline Temperature: 0C
Save | Restore |
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Analysis

Temperature setpoints entered in the Analysis dialog will be executed at all times
when the instrument is not in Bakeout mode. It is recommended that
temperatures be allowed to stabilize for 2 to 3 hours in Analysis mode before
tuning or acquiring data.

Trap Temperature

A temperature between 50 and 250 °C may be entered. The default is 150 °C. It
is recommended that the trap be operated at the lowest temperature consistent
with proper chromatographic performance, typically about 50°C less than the
maximum column temperature employed.

Manifold Temperature

A temperature between 0 and 120 °C may be entered. However, a setpoint near
or below the ambient temperature will not be achieved, as there is no cooling
available for the manifold. The default setpoint is 35 °C. Manifold heating is used
primarily for Bakeout.

Transfer Line Temperature

A temperature between 0 and 350 °C may be entered. However, a setpoint near
or below the ambient temperature will not be achieved, as there is no cooling
available for the transfer line. The default setpoint is 170 °C. The transfer line
should not be heated above the maximum operating temperature of the capillary
column installed in the GC.

Save/Restore

These buttons become active only after a change has been made in the
Temperatures dialog. Pressing Save will execute any changes to setpoints made
since the last Save or the opening of the dialog. Pressing Restore will discard
any changes made since the last Save or the opening of the dialog, and will
restore setpoints to the status quo ante. If changes are pending when you leave
the Temperature dialog, you will be prompted to save or discard the changes.

Bakeout

The Bakeout tab allows you to set temperatures and a timer to control the
instrument in Bakeout mode. These parameters may be changed only while
Bakeout is not active, or stopped.

Bakeout Trap Temperature

A temperature between 50 and 250 °C may be entered. The default is 150 °C,
and a typical setpoint for Bakeout is 220 °C.

Bakeout Manifold Temperature

A temperature between 0 and 120 °C may be entered. The default setpoint is
35 °C.
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Transfer Line Temperature

A temperature between 0 and 350 °C may be entered. The default setpoint is
170 °C. The transfer line should not be heated above the maximum operating

temperature of the capillary column installed in the GC.

Hold Time

The Hold Time establishes the duration of the Bakeout, starting when the system

components reach their Bakeout temperature setpoints. Values from 0 to 72
hours may be entered. The default is 8 hours.

Start/Stop Bakeout

The Start Bakeout button activates the Bakeout temperature setpoints and

enables the Bakeout timer when the setpoints are reached. Stop Bakeout resets

the temperature setpoints to the Analysis values and resets the Bakeout timer.

Diagnostics

u 4000.56 - Not Ready

The Diagnostics tab provides control and status for monitoring and diagnosing
nearly every system in the Mass Spectrometer.

==
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Marmal Caontral ] Auto Tune | Temperatures  Diagnostics ] Startupa"Shutdown] Acquizition |
Control and Status Monitoring | Diagnostic Tests l
State:  Idle Trap - OndOfFf lon Gauge
Function: Monitoring Status ¥ lon Sourcs ¥
* Filament 1 % Filament 1
" Filament 2 " Filament 2
v Multiplier/Dynode
¥ RF Cantrol
" RF
[+ wiavetorm
Hide Keypad | |M0nitol Window and Event Messages j
YWacuum Systern Trap lon Source
Turba Pump Multiplier: 2152 Walts Ernizsion: 24 uAmps
Statuz:  MNomal Dyrode: 10374 Walts [+ iong) Balance: 1244 Deviation: 1.4 ué
Speed: 100 % W aveform System Filament Bias: -70.6Yolts
Current; 242 mimps Filament 1: QK
Power: 10 W atts Filament 2: Urtested
Temp: 26C Dipole Supplemental 'Wavebom; 103 % On Off
| Buadrupole Supplemental ‘\Waveform: 101 % Lens 2: A0%alks  120%olts
on Gauge
Pressure: 218 uTon Temperatures Electron Lens: 35 Vaolts -36 Valts
Fllament 1: 0K, En.tranc:e Endcap: 100 C Fepeller Lens: -171 Wolts 159 %alts
Filament 2 Lintested Exit Endcap: 100C Lens 1: -26.4 Yolts
Manifold: h3C Lens 3: -17.8Wolts
Roughing Line Pressure: 18 mTorr Transteriine: 174 C Fing Offset  -7.4 Yalts
Trap Damping G as Flow: 1.0 ml/min. Source: 154 C Endcap Dffset -7.5 Vaolts




Control and Status

The Control and Status area indicates the state of the Diagnostics system (Idle or
Running) as well as the function the Diagnostics system is currently in. The
normal function is Monitoring Status but cycles through various test functions
once the Start Diagnostics button is clicked.

Monitoring Tab

This tab provides the user with choices for which lon Trap and lon Gauge
components will be monitored. Selecting the lon Source checkbox activates the
Emission, Balance and Deviation parameters in the lon Source data area (lower
Monitor Window section). Selecting the Multiplier/Dynode checkbox activates the
Multiplier and Dynode parameters in the Trap data area (lower Monitor Window
section). Selecting the RF Control checkbox activates the Waveform System
data area (lower Monitor Window section). Underneath the RF Control checkbox,
there are two radio buttons (RF and Waveform) that indicate which elements of
the Waveform System the user wishes to monitor. Selecting the RF radio button
activates the Entrance End Cap Trapping Field Dipole percentage and Exit End
Cap Trapping Field Dipole percentage. Selecting the Waveform radio button
activates the Dipole Supplemental Waveform percentage monitor and the
Quadrupole Supplemental Waveform percentage monitor. Selecting the lon
Gauge checkbox adds the lon Gauge to the components that will be monitored
and tested. The user may also select which filament is to be monitored (Filament
1 or Filament 2) by selecting the appropriate radio button.

Diagnostic Tests Tab

The Diagnostic Tests Tab provides a checklist of which diagnostic tests should
be run. There are currently three diagnostic tests that can be run: System
Verification, Waveform Generator, and the Scan and Acquisition Test. There are
Select All and Clear All buttons.

Display

You may choose to display either Monitor Window and/or Event Messages by
choosing the desired display from the drop-down menu next to the Keypad
button. Event Messages are a log of actions and events which have occurred
during the Diagnostic and Monitoring process. In most cases, there will be
messages indicating if certain tests Started, Passed and Completed. The Monitor
Window displays the status and values of the following systems: Vacuum, Trap,
Waveform, Temperatures, and lon Source. Have both Monitor Window and
Event Messages selected at the start of any diagnostics and monitoring.

After you select which components to activate and diagnose, click Start
Diagnostic in the Control and Status Area. The Monitor Window has the following
areas that indicate the value and status of their respective components.

Vacuum System

This indicates the status of the Turbo Pump, lon Gauge, and Foreline Pressure.
The Turbo Pump area indicates the pump status (Stopped, Running), the pump
speed, the pump current (in mAmps) and pump power (in Watts). The lon Gauge
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area indicates the ion gauge pressure (in yTorr) and the status of the Filaments
(OK, open, broken). The Foreline Pressure is indicated in mTorr.

Trap

The Trap area in the Monitor Window is active only if the Multiplier/Dynode
checkbox has been selected in the Monitoring Tab (top level). The Trap Area (if
active) indicates the Multiplier voltage and Dynode voltage (in Volts).

Waveform System

The Waveform System area is active when the user has chosen RF Control in
the Monitoring Tab (top area). The percentages of the Entrance End Cap
Trapping Field Dipole and Exit End Cap Trapping Field Dipole are indicated
when the RF radio button is chosen underneath the RF Control checkbox. The
percentages of the Dipole Supplemental Waveform and Quadrupole
Supplemental Waveform are indicated when the Waveform radio button is
chosen underneath the RF Control checkbox.

Temperatures

The Temperatures area indicates the temperatures of the Entrance End Cap,
Exit End Cap, Manifold, and Transferline (in degrees C).

lon Source

The lon Source Area indicates the values and status for the following
components:

Emission current (in yAmps) indicates the lon Source emission current.

Balance of the ion source (in JAmps per second). This is a proprietary diagnostic
used by Varian to determine the quality of the ion source and for instrument
tuning and troubleshooting.

Deviation of the lon Source Balance (in pJAmps) relates to the proprietary
diagnostic used to determine the quality of the ion source and for instrument
tuning and troubleshooting.

Filament Bias of the ion source (in Volts).

Filament 1, Filament 2 status will indicate either OK or open (broken or faulty
filament).

lon Source Gate status and voltage indicates the voltage for the gate when it is
On and Off.

Emission, Balance, and Deviation will only be active if the lon Source checkbox
has been selected in the Trap area of the Monitoring Tab.
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Startup/Shutdown

m 4000.56 - Not Ready

The Startup/Shutdown tab provides status and control for the vacuum system,

the heated zones, and the damping gas pneumatics.

Marual Controll Auta Tune' Temperatures' Diaghostics  Startup/Shutden |Acquisition|

— Statuz and Contral

r— Current Set Points

— Operating Conditions

—Heated Zone: — Heated Zone:
Conditionz: Analyziz Trap Temperature: 180 C Trap Temperature: 150 C
State: Ready Manifald Temperature: 3BC Manifald Temperature: ML
Transferine Temperature: 170 C Transferine Temperature: 170 C
— Wacuum System —Wacuum System — Wacuum Systemn
Status: Ready Pump Spin Speed: 100 % Pump Spin Speed: 100
Current: 220 mémps
r Preumatic r— Prieumatic r Preumatics
Damping Gas:  Off Tum On | Flowe Rate: OFF Flow R ate: 0.0 mL/min.
Inlet Pressurs: 101 PSI
r Getter Control r— Getter Control r Getter Control
Heater: aff Tur Hr | Temperature: OFF Temperature: 42C

Jan 13 13:45:43:
Jan 13 13:46:00:

Turning Dawping Gas CN.
Turning Getter CN.

i' Hide Feppad I IEvent Mezzages j

Start Up/Shutdown

When the system is shut down, the Startup button is displayed. Pressing the
Startup button starts the pumping system and the zone heaters. The status
display shows the heated zone setpoints and current temperatures, along with
information on the turbo pump spinup and current draw.

After the system has been started, the ShutDown button is displayed. Pressing
this button begins an orderly shutdown of the vacuum system and the heated
zones. The progress of the shutdown can be monitored on the status displays.

Vacuum System status indicating whether the Vacuum system is Ready. To
adjust damping gas, see the Manual Control Tab instructions. See
Startup/Shutdown Tab instructions to turn on the damping gas.

Pneumatics Damping Gas Turn On/Turn Off

If you have the Damping gas option installed, the Turn On/Turn Off button on
this dialog will allow you to control the damping gas flow. The flow rate is set in
the Manual Control section under the Module Attributes tab.
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Getter Control Heater Turn On/Turn Off

If you have the Damping Gas option installed, the Heater Turn On/Turn Off
button allows you to control the heater. The heater cannot be turned on until the
Damping Gas is turned on. The getter temperature setpoint is fixed at 400 °C.

Current Set Points

The Current Set Points area displays the set points for Heated Zones, the
Vacuum System, Pneumatics and Getter Control.

Heated Zones area indicates what temperature set points have been set for the
Trap, Manifold and Transferline (in degrees C).

Vacuum System indicates what Pump Spin Speed has been set. It is displayed
as a percentage of the ideal pump spin speed (100%).

Pneumatics indicates if the Flow Rate is set or not (ON or OFF).

Getter Control indicates if the temperature of the Getter Control has been set or
not (ON or OFF).

Operating Conditions

The Operating Conditions area displays the actual conditions so you can
compare the desired conditions (current set points) with the actual operating
conditions.

Heated Zones area indicates the actual temperatures of the Trap, Manifold and
Transferline (in degrees C).

Vacuum System area indicates the actual Pump Spin Speed and current of the
vacuum system (in mAmps).

Pneumatics area displays the actual Flow Rate (in mL/min) and Inlet Pressure
(in psi).

Getter Control area displays the actual temperature of the Getter Control (in
degrees C).

Display

You may choose to display either Event Messages or Module Attributes. Event
Messages are a log of actions and events which have occurred during the
Startup or Shutdown process. Module Attributes displays the current instrument
configuration, temperature setpoints, date and results of the most recent manual
adjustments, date and results of the most recent Autotune procedures, and a log
of any tuning errors encountered.
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Acquisition

Selecting the Acquisition button activates the 4000 module for analysis. The
module loads the information for the active method so that it is ready to collect
data according to the conditions prescribed in the method. You will see a screen
similar to the following.

m 4000.01 - Ready

b anual EDntru:uII Ak Tunel Temperaturesl Diagnosticsl Startup/Shutdown  Acquisition I

— Status And Control — MS Method — Operating Conditions —
Run Time:  0.00 minutes Start .&cquisilinnl Seament Murmber, 1 of 2 D ats File:
End Tlme:I 10.00 mirutes Edit Method Segment Description: FILAMUL DELAY Scan Mumber: 0
{ Ready Scan Description: Filament OFf lanization Time: 0
% Mo Faul [~ “iait For Readyln Scan Range: 20-25 lan Count: 1]

The red lights turn to green to indicate that the 4000 module is ready for analysis.
If the GC and/or AutoSampler are not ready you will see a Not Ready message
at the top of the screen. Once the GC and AutoSampler come to a ready state,
the Not Ready message will change to Ready. To determine the individual ready
states of the components you can go to the top pull-down menu under Windows
and see the states for the 4000, 3800, and AutoSampler modules. Once all
components are ready, you are ready to start an analysis.

Start Acquisition

Click Start Acquisition to immediately start the 4000 MS collecting data with the
currently active method.

Edit Method

Click Edit Method to open the Method Builder application and loads the currently
active method.

Wait for Readyln

If this box is checked, the state of the Readyln sync port is included in the checks
the system performs to determine if the system is Ready. The Readyln port
typically would be used to interface to an external device such as a Purge and
Trap sampler.

End Time

The End Time is initially set equal to the end time of the active method. You may
change the end time to either shorten or prolong the end time of the data
acquisition. Note that this does not affect the end time of the GC method.
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Status Display

Spectrum Toolbar

| 2| #|o| & 11+ = | B

:l Click the green arrow to hide the toolbar. Clicking on the upper left of the full
screen display restores the toolbar.

i Click the full scale button to cause the spectrum to be normalized in the
vertical and horizontal directions. Double clicking on the lower left corner of the
scale has the same effect.

Ii‘ Click the previous scale button to restore previous scalings.

@l Click the spectrum plot button to open a window with the spectrum.

iﬂ Click the scale button to choose between Auto Scale Intensity and Fixed
Scale Intensity.

bt
—' "1 Click the mass range button to choose between Acquired Mass Range,
Fixed Mass Range, or Maximum.

E -

—1 Click this to switch between graphics and text displays of ion intensity
and status information.
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Chromatogram Toolbar

a| o] 11+ B o 6

Y
_| Clicking on the green arrow will hide the toolbar. Clicking on the upper left
of the full screen display restores the toolbar.

i Clicking on the full scale button will cause the chromatogram to be
normalized in the vertical and horizontal directions. Double clicking on the lower
left corner of the scale has the same effect.

Ii‘ Clicking on the previous scale button will restore previous settings.

Ii j Clicking on the scale button allows you to choose between Auto Scale
Intensity and Fixed Scale Intensity.

M When selected, this button allows you to click on a feature in the
chromatogram and have the spectrum at that point displayed in the Spectrum
window. When this button is not selected, the Spectrum window will display and
continuously update the most recently acquired spectrum.

This links MS Data Review. If an acquisition is running when the button is
pressed, MSDR will be opened with the current acquisition as the active
chromatogram; if MSDR was already open, the current acquisition will be added
as the active chromatogram. If no acquisition is running and the chromatogram
window is blank when this button is pressed, MSDR will be opened with a file
select dialog to select the active file.

EF
i Click to display a plot of the Intensity of the Base Peak. To display the RIC
trace and the Intensity of Base Peak plot at same time, enter IBP in the lons field.
Clicking the Base Peak icon does not affect the display of the extracted ion

chromatogram.
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3800 GC System Control
Command Reference

Status and Control Window

800 quilibrating oy ] S
3800 Operation TempZones  Set Actual | - Component Statu: ]
RunTime:  0.00 it At @Cal Oven: 80 127 |[Valve T: Unused: Off
EndTime: 9.0 min W OFr.unHD?B 220 220 Walve 2: Unused: Off
; @Mid 1041: Off 100 |Valve 3: Unused: Off
@ cqibraing (Mool || Grogebies  um His| Vave & Uinusoct O
O No Faut OFrant TSD; 290 290/ |Valve 5: Unused: OIf
(@ Heatable2 NA& - MAA | [Valve B: Unused: O
YWalves: -1-2-3-4-5-5-7 @Rear PFPD: Off 36| |Walve 7: Unused: Off

Hide Keypad [ Wiew Setup. | Fesne Pt |[view Front Dny =] -
b

] ERE

Front TS0: 0588 mV|

675+ =

650

625+

uvalts

600+

575
5686 .

13 " s "g b7 g T

20
Minutes | o

The 3800 Status and Control window is divided into five display areas. These are
the 3800 Operation display, the Temp. Zones Status display, the Component
Status display, the 8400/8410 Carrousel display, and the Chromatogram display.

The left-most display area is the 3800 Operation display, which contains
information about the current run and the overall state of the GC.

The next display area to the right is the Temperature Zones Status display, which
shows the setpoint and current actual temperature of each heated zone in the
GC.

Next is the Component Status display. You select the component for which you
wish to see more detailed status information, including ready and fault status for
the selected component. You can change the component being displayed using
the selection box below the display area, or by clicking on the corresponding
temperature zone entry in the temperature zone status display.

3800 GCs that have an 8400 AutoSampler or 8410 Autolnjector installed will
have another display area, the 8400/8410 Carrousel display, that shows a
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graphical representation of the 8400 or 8410 Carrousel. This display graphically
shows which vials are to be sampled, which vials have been sampled, which vial
is currently being sampled.

Below these display areas is the Chromatogram display. A selection box above
the chromatogram allows you to select the channels for which you want to view
the real-time chromatogram.

3800 Operation Display

The 3800 Operation display is in the left portion of the 3800 Status and Control
window.

— 3800 Dperation

RunTime: 0,00 min Start
EndTime:  4.50 min Reset
(2 Ready Method...
(2 Ma Fault

Valves: -1-2-3-4-5-6-7F

Item Description

Run Time Shows the elapsed time in minutes since the beginning of the run.
The maximum run time is 999.99 minutes.

End Time Shows the time at which the run will end.

State Ready, Running, Stabilizing, Equilibrating, Computing, Needs

Monitor, Monitoring, Sampling, Connecting, or Not Ready

Shows the state of the GC. The light appears green if the GC is
Ready or Running. Otherwise, the light is red.

Fault/No Fault No Fault (green light) or Fault (red light).

indicator When a hazardous or disabling fault occurs, any run in progress will

halt and the affected component will shut down. If the fault is
recoverable, then the run is not terminated.

Valves Displays the 3800 GC valve status. A plus sign (‘+’) precedes the
valve number if its state is energized. A minus sign (‘-‘) precedes the
valve number if the valve is in the default state or if the valve is
unused.

Start If the system is Ready, starts the GC Method and sends a start
signal to the GC. Equivalent to pressing Start on the front panel of
the GC. The Start button is disabled unless the 3800 GC is in the
Ready state.

Reset Resets the GC, advancing it to the next state. If it is RUNNING, the
GC aborts the current run, goes to the READY state, and continues
with the next injection in the Sequence. Equivalent to pressing Stop
on the front panel of the GC.

Method... Opens the Method Builder application for editing the active 3800 GC
method.
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Temperature Zones Status Display

— Temp £ones Set Actual—
() Col Over: ST
() Front 1079: 50 &0
(21 Mid 1079 50 B0
() Rear 1079; 50 B0
(2 Front TCD: 50 50
() Mid FID: A0 B0
(21 Rear ECD: 50 50

The temperature zones status display is in the middle portion of the 3800 Status
and Control window. The display includes the setpoints and actual temperatures
of the column oven, the three coolable zones, and the three heatable-only zones
of the 3800 GC. The display is “Fault” if a fault occurs in the zone component or
“Off” if the zone oven is off. If the zone has not been configured by the 3800 GC,
then “N/A” is displayed for the setpoints and actual temperature. Clicking on one
of the temperature zone entries will display the corresponding component status
in the Component Status Display.

The LEDs indicate the status of each temperature zone. If the zone is not
configured or the zone oven is off, the LED is gray. If the temperature zone is Not
Ready or there is a fault, then the LED is red. Otherwise, the LED is green.

Component Status Display

— Colurmn Owven Statug

Ready: Y2z Faulk Ha

Owen Power: On Coolant; OFf
Setpoint: B5 C Actual: BB C
Stabilization Time 0.50 min

Enable Calurmn Oven Caalant at 50 C
Timeout: 2000 min Timed Out; Mo

Colurnn Owen Status j

Front Injectar Status

Middle Injector Status

Rear Injector Status

Front Flove/Pressure Status
kMiddle Flow/Pressure Status
Rear Flow/Prezsure Status
Colurmn Oven Statuz

Front Detector Status
kMiddle Detectar Status
Rear Detectar Status

Front Detector EFC Statuz
Middle Detectar EFC Status
Rear Detector EFC Statuz
Autozampler Status

The Component Status display is in the right portion of the 3800 Status and
Control window. Select the component status to view with the drop down list box

below the display area.
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Column Oven Status

Iltem

Description

Ready

Yes or No.

The column oven is Ready (Yes) if the setpoints have been
achieved and stabilized.

Fault

Yes or No.
Displays if a fault in the column oven component has occurred.

Oven Power

On or Off.

Displays if the column oven component is turned off or on at the
3800 GC.

Coolant

On or Off.

Displays if the column oven coolant is enabled in the active
method.

Setpoint

-99 to 450 °C

Displays the column oven programmed temperature setting in the
active method.

Actual

-99 to 450 °C

Displays the actual temperature of the column oven at the 3800
GC.

Stabilization
Time

0.00 to 10.00 min

Shows the 3800 GC column oven stabilization time in minutes. The
stabilization time counts down from the programmed method value
and then displays 0.00 minutes when the stabilization period is
over.

Enable Column
Oven Coolant at

30 °C to 450 °C

Displays the programmed column oven temperature at which the
column oven coolant is enabled.

Timeout

0.01 min to 999.99 min

Displays the programmed coolant time-out value in the active
method for the column oven.

Timed Out

Yes or No.

Displays Yes if the coolant time-out period has elapsed for the
column oven.
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AutoSampler Status

This option is only shown on 3800 GCs that have an 8400 AutoSampler or 8410
Autolnjector connected to them.

Item Description
8400/8410 State Ready or Running
Current Vial 0 through 99 for 8400 AutoSampler

1 through 21 for 8410 Autolnjector

Plunger Strokes

Displays the number of times that the syringe plunger has been
stroked up and down. This can be used to help monitor syringe
wear and plan for syringe replacements.

Injection Mode

Shows the injection mode specified in the active 3800 GC
method.

Injection number:
x of y

where x and y are any number between 1 and 9.

Shows the number of the injection that is currently being run and
the total number of injections scheduled for that sample.

Injectors used

Pos 1
Pos 2
Pos 1 then 2
Pos 2 then 1

Shows the injector positions that the 8400/8410 will use for
current run.

2nd Injection

Duplicate or Advance

This field is only displayed when the 8400/8410 is in Dual Mode
or Duplicate Mode.

Tray Orientation
(8410 Autolnjector
Only)

Vials 1 through 10,
Vials 11 through 16, or
Vials 17 through 21

Shows the range of vials accessible from the current 8410
carrousel location.
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Sample Delivery Status

Item

Description

Valve 1 through
Valve 7

If the valves are configured in the 3800 GC, displays the assigned
valve name and current state at the 3800 GC. The possible valve
names, default state of the valve, and the energized state of the

valve are listed below.

Name Default State Energized State
Unused Off On

Front Split On (split) Off (splitless)
Middle Split On (split) Off (splitless)
Rear Split On (split) Off (splitless)
Gas Sampling Fill Inject

Liquid

Sampling Fill Inject
Sample Off On

Internal Std Off On
Surrogate Std Off On

Series Bypass Series Bypass
Backflush to Forward Backflush
Detector

Backflush to

vent Forward Backflush
Column

Selection Column 1 Column 2
Injection to

detector Backflush Inject
Injection to

vent Backflush Inject
Alternate

injection Column 1 Column 2
Simultaneous

Injection Fill Inject
Methanizer

Bypass Series Bypass
Sample

Preconcentration Trap | SPT Desorb SPT Trap
External Event A Off On

External Event B Off On

External Event C Off On

External Event D Off On
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1177 Injector Status

Item Description

Ready Yes or No.
The 1177 injector oven is Ready (Yes) if the setpoints have been
achieved and stabilized.

Fault Yes or No.
Displays if a fault in the 1177 injector component has occurred.

1177 Oven On or Off.
Displays if the 1177 injector oven component is turned off or on at the
3800 GC. The 1177 injector is an isothermal injector.

Setpoint 50 to 450 °C
Displays the 1177 injector oven programmed temperature setting in
the active method.

Actual 50 to 450 °C
Displays the actual temperature of the 1177 injector oven at the 3800

Split State On or Off.
Displays the current split state of the 1177 injector method.

Split Ratio 1 to 10000 or Off
Displays the current split ratio of the 1177 injector method. The split
ratio is defined as the (Column Flow + the Split Flow) / the Column
Flow.

1079 Injector Status

Item Description

Ready Yes or No.
The 1079 injector oven is Ready (Yes) if the setpoints have been
achieved and stabilized.

Fault Yes or No.
Displays if a fault in the 1079 injector component has occurred.

1079 Oven On or Off.
Displays if the 1079 injector oven component is turned off or on at the
3800 GC.

Coolant On or Off.
Displays if the 1079 injector oven coolant is enabled in the active
method.

Setpoint -99t0 450 °C
Displays the 1079 injector oven programmed temperature setting in
the active method.

Actual -99t0 450 °C
Displays the actual temperature of the 1079 injector oven at the 3800

Split State On or Off.
Displays the current split state of the 1079 injector method.

255




Item Description

Split Ratio 1 to 10000 or Off
Displays the current split ratio of the 1079 injector method. The split
ratio is defined as the (Column Flow + the Split Flow) / the Column
Flow.

Enable 1079 | 30 °C to 450 °C

Icr:wjector Displays the programmed injector oven temperature at which the 1079

oolant at injector oven coolant is enabled.

Timeout 0.01 min to 999.99 min
Displays the programmed coolant time-out value in the active method
for the 1079 injector oven.

Timed Out Yes or No.
Displays Yes if the coolant time-out period has elapsed for the 1079
injector oven.

1041/1061 Injector Status

Item Description
Ready Yes or No.
The 1041/1061 injector oven is Ready (Yes) if the setpoints have been
achieved and stabilized.
Fault Yes or No.
Displays if a fault in the 1041/1061 injector component has occurred.
1041/1061 On or Off.
Oven Displays if the 1041/1061 injector oven component is turned off or on
at the 3800 GC. The 1041 and 1061 injectors are isothermal injectors.
Setpoint 50 to 450 °C
Displays the 1041/1061 injector oven programmed temperature setting
in the active method.
Actual 50 to 450 °C
Displays the actual temperature of the 1041/1061 injector oven at the
3800 GC.
SPT Injector Status
Item Description
Ready Yes or No.
The SPT injector oven is Ready (Yes) if the setpoints have been
achieved and stabilized.
Fault Yes or No.
Displays if a fault in the SPT injector component has occurred.
SPT Oven On or Off.
Displays if the SPT injector oven component is turned off or on at the
3800 GC.
Coolant On or Off.
Displays if the SPT injector oven coolant is enabled in the active
method.
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Item Description

Setpoint -99t0 450 °C
Displays the SPT injector oven programmed temperature setting in
the active method.

Actual -99 t0 450 °C
Displays the actual temperature of the SPT injector oven at the 3800

Enable SPT 30 °Ct0 450 °C

Coolant at Displays the programmed injector oven temperature at which the SPT
injector oven coolant is enabled.

Timeout 0.01 min to 999.99 min
Displays the programmed coolant time-out value in the active method
for the SPT injector oven.

Timed Out Yes or No.

Displays Yes if the coolant time-out period has elapsed for the SPT

injector oven.

Type 1 Injector EFC Flow/Pressure Status

Item Description
Ready Yes or No.
The Type 1 Injector EFC component is Ready (Yes) if the setpoints
have been achieved and stabilized.
Fault Yes or No.
Displays if a fault in the Type 1 EFC component has occurred.
Type 1 0.1 to 100 psi
Pressgre Displays the programmed column head pressure setting in the active
Setpoint method.
Actual 0.1 to 100 psi
Pressure

Displays the actual column head pressure at the 3800 GC.

Column Flow

Displays, in mL/min, the column flow rate calculated from the column
head pressure, column temperature, and column parameters (carrier
gas, column length, and internal diameter).

Linear Displays, in cm/sec, the column linear velocity calculated from the
Velocity column head pressure, column temperature, and column parameters
(carrier gas, column length, and internal diameter).
Total Flow Displays, in mL/min, the total flow rate through the system.
Split State On or Off.
Displays the current split state of the 1079/1177 injector method.
Split Ratio 1 to 10000

Displays the current split ratio of the 1079/1177 injector method. The
split ratio is defined as the (Column Flow + the Split Flow) / the
Column Flow.
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Type 3 Injector EFC Flow/Pressure Status

Item Description

Ready Yes or No.
The Type 3 Injector EFC component is Ready (Yes) if the setpoints
have been achieved and stabilized

Fault Yes or No.
Displays if a fault in the Type 3 EFC component has occurred.

Type 3 Flow 0.1 to 100 mL/min

Setpoint Displays the programmed column flow rate setting in the active
method.

Actual Flow 0.1 to 100 mL/min
Displays the actual column flow rate calculated from the measured
head pressure and column parameters (carrier gas, column length,
and internal diameter).

Pressure Displays, in psi, the measured column head pressure.

Linear Velocity | Displays, in cm/sec, the column linear velocity calculated from the
column head pressure, column temperature, and column parameters
(carrier gas, column length, and internal diameter).

Type 4 Injector EFC Flow/Pressure Status

Item Description

Ready Yes or No.
The Type 4 Injector EFC component is Ready (Yes) if the setpoints
have been achieved and stabilized.

Fault Yes or No.

Displays if a fault in the Type 4 EFC component has occurred.

Type 4 Pressure
Setpoint

0.1 to 100 psi

Displays the programmed column head pressure setting in the
active method.

Actual Pressure

0.1 to 100 psi
Displays the actual column head pressure at the 3800 GC.

Column Flow

Displays, in mL/min, the column flow rate calculated from the
column head pressure, column temperature, and column
parameters (carrier gas, column length, and internal diameter).

This value is not displayed if the column length has not been set in
the 3800 GC column parameters setup.

Total Flow

1 to 1000 mL/min
Displays the programmed total flow rate in the active method.

Linear Velocity

Displays, in cm/sec, the column linear velocity calculated from the
column head pressure, column temperature, and column
parameters (carrier gas, column length, and internal diameter).
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TCD Status

Item Description
Ready Yes or No.
Fault Yes or No.

Displays if a fault in the TCD detector component has occurred.

TCD Electronics

On or Off
Displays the TCD Electronics setting in the active method.

Range 0.05,0.5,0r 5.0
Displays the current TCD Range setting
Time Const Fast (50 usec) or Slow (200 psec)

Displays the electrometer time constant setting from the TCD
Adjustments in the active method.

Filament Temp

0t0 490 °C

Displays the TCD Filament Temperature setting in the active
method.

Current Displays, in mA, the actual TCD current.

Balance Pct Displays, in %, the TCD bridge balance. On the 3800 GC, the
bridge is balanced automatically each time an Autozero is
performed and should normally set around 0%. A large offset in
bridge balance (+ or -) could indicate a potential problem.

Polarity Positive or negative

Displays the current TCD Polarity setting

Detector Signal

Displays, in mV, the actual TCD detector signal at the 3800 GC.

Bunch Size Displays the data acquisition bunch size.
Freq Displays the data acquisition bunch rate, in Hz.
FID Status

Item Description

Ready Yes or No.
The FID detector is Ready (Yes) if the setpoints have been
achieved and stabilized. The FID detector is Not Ready (No) if
readiness to start a run has not been achieved or if, during a run,
the FID detector becomes not ready or goes “out of tolerance”.
Some reasons the GC may go Not Ready during a run are: the
temperature program is too aggressive, the oven door is opened,
the coolant runs out, the power line voltage drops, etc.

Fault Yes or No.

Displays if a fault in the FID detector component has occurred.

FID Electronics

On or Off
Displays the FID Electronics setting in the active method.

Range 9,10, 11, 0r 12
Displays the FID Range initial condition setting or the time-
programmed setting in the active method.

Time Const Fast (50 usec) or Slow (200 psec)

Displays the electrometer time constant setting from the FID
Adjustments in the active method.
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Item Description
Detector Signal Displays, in mV, the actual FID detector signal at the 3800 GC.
Bunch Size Displays the data acquisition bunch size.
Freq Displays the data acquisition bunch rate, in Hz.
ECD Status
Item Description
Ready Yes or No.
Fault Yes or No.
Displays if a fault in the ECD detector component has occurred.
ECD On or Off
Electronics Displays the ECD Electronics setting in the active method.
Range 1or10
Displays the current ECD Range setting.
Time Const Fast (50 usec) or Slow (200 usec)
Displays the electrometer time constant setting from the ECD
Adjustments in the active method.
Detector Displays, in mV, the actual ECD detector signal at the 3800 GC.
Signal
Bunch Size Displays the data acquisition bunch size.
Freq Displays the data acquisition bunch rate, in Hz.
TSD Status
Item Description
Ready Yes or No.
Fault Yes or No.
Displays if a fault in the TSD detector component has occurred.
TSD Bead On or Off
Power Displays the current TSD Bead Power setting
Range 9,10, 11, 0r 12
Displays the current TSD Range setting
Time Const | Fast (50 psec) or Slow (200 psec)
Displays the electrometer time constant setting from the TSD
Adjustments in the active method.
Bead Current | 2.4 to 3.8 A or Off
Displays the TSD Bead Current setting in the active method or Off if
the Bead Power is off.
Detector Displays, in mV, the actual TSD detector signal at the 3800 GC.
Signal
Bunch Size Displays the data acquisition bunch size.
Freq Displays the data acquisition bunch rate, in Hz.
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PFPD Status

Item Description
Ready Yes or No.
Fault Yes or No.

Displays if a fault in the PFPD detector component has
occurred.

PFPD Electronics

On or Off
Displays the PFPD Electronics setting in the active method.

Range

8,9,0r 10
Displays the current PFPD Range setting.

Square Root Mode

On or Off

Displays the PFPD Square Root Mode setting in the active
method.

Type 11 Detector EFC Status

Item Description

Type 11
Displays the Detector EFC type. Detector EFC Type 11 has 3
channels and is used for FID detector gas control.

Ready Yes or No.

Fault Yes or No.

Displays if a fault in the Detector EFC component has occurred

Ch 1 (Make-up) Set,
Actual

Displays, in mL/min, the programmed and actual channel 1
flow rate.

Ch 2 (H2) Set, Actual

Displays, in mL/min, the programmed and actual channel 2
flow rate.

Ch 3 (Air) Set, Actual

Displays, in mL/min, the programmed and actual channel 3
flow rate.

Type 12 Detector EFC Status
Item Description
Type 12
Displays the Detector EFC type. Detector EFC Type 12 has 3
channels and is used for TSD detector gas control.
Ready Yes or No.
Fault Yes or No.

Ch 1 (Make-up) Set,
Actual

Displays, in mL/min, the programmed and actual channel 1
flow rate.

Ch 2 (H2) Set, Actual

Displays, in mL/min, the programmed and actual channel 2
flow rate.

Ch 3 (Air) Set, Actual

Displays, in mL/min, the programmed and actual channel 3
flow rate.
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Type 13 Detector

EFC Status

Item Description
Type 13
Displays the Detector EFC type. Detector EFC Type 13 has 1
channel and is used for either ECD or TCD detector gas control.
Ready Yes or No.
Fault Yes or No.

Ch 1 (Make-up) Set,
Actual

Displays, in mL/min, the programmed and actual channel 1 flow
rate for ECD or TCD detector gas control.

Type 14 Detector EFC Status

Item Description

Type 14
Displays the Detector EFC type. Detector EFC Type 14 has 2
channels and is used for TCD detector gas control for Helium,
Nitrogen, or Argon.

Ready Yes or No.

Fault Yes or No.

Ch 1 (Make-up) Set,
Actual

Displays, in mL/min, the programmed and actual channel 1 flow
rate.

Ch 2 (Reference) Set,
Actual

Displays, in mL/min, the programmed and actual channel 2 flow
rate.

Type 15 Detector EFC Status
Item Description
Type 15
Displays the Detector EFC type. Detector EFC Type 15 has 3
channels and is used for PFPD detector gas control.
Ready Yes or No.
Fault Yes or No.
Ch 1 (Air 1) Set, Displays, in mL/min, the programmed and actual channel 1 flow
Actual rate.
Ch 2 (H2) Set, Displays, in mL/min, the programmed and actual channel 2 flow
Actual rate.
Ch 3 (Air 2) Set, Displays, in mL/min, the programmed and actual channel 3 flow
Actual rate.

Type 16 Detector EFC Status
Item Description
Type 16
Displays the Detector EFC type. Detector EFC Type 16 has 2
channels and is used for TCD detector gas control for hydrogen.
Ready Yes or No.
Fault Yes or No.
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Item Description

Ch 1 (Make-up) Set, | Displays, in mL/min, the programmed and actual channel 1 flow
Actual rate.

Ch 2 (Reference) Displays, in mL/min, the programmed and actual channel 2 flow
Set, Actual rate.

Chromatogram Display
EHEEE|ENE

The Chromatogram Display toolbar contains the following controls:

Full Scale button: Resets the X axis scale from 0 to the end time of the
current chromatogram and the Y axis to include the full range of the selected
detector signal. This effect may also be achieved by double clicking in the lower
left corner outside the chromatogram display.

i
Vertical Full Scale: Resets the Y axis to include the full range of the
selected detector signal within the selected range of the X axis. This effect may
also be achieved by double clicking in the left margin outside the chromatogram
display.

Horizontal Full Scale resets the X axis from 0 to the end time of the
currently displayed chromatogram. This effect may also be achieved by double
clicking in the margin below the chromatogram display.

Previous Scaling restores the scaling previously applied to the
chromatogram display. Repeated use of this button allows you to step back
through a number of sequential scaling changes.

Next Scaling is only active after one or more Previous Scaling selections
have been made. This button allows you sequentially to restore chromatogram
scaling previously accessed by the Previous Scaling button.

Auto Scaling Selecting this button allows the system to adjust the scaling
to display the full range of the selected detector signal while the chromatogram is
running.

In addition to these scaling controls, you can scale vertically using the
Attenuation Control to the right of the chromatogram display window. This adjusts
the amplitude range on a logarithmic scale. When using the attenuation control,
the lowest point of the active trace is fixed, and the amplitude range is adjusted
to a smaller range as you slide the position indicator up and to a larger range as
you slide it down.

If the detector signal exceeds the range of the display, a vertical offset control is
added to the right border of the display. This control allows you to move the
chromatogram up or down in the display window.
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ENED

11208747 Minutes
W68 mhvolts

Cursor Display - turns the cursor on or off. The cursor follows the
chromatogram trace and displays the time and amplitude of its current position in

an “info-panel”.

Hold the control key down to allow the cursor to move anywhere on the screen
without following the active trace.

Color

B asic colors;

EMEEEE |

Custorm calors:

¥ Dizplay Faded Background

Define Cugtarn Calars > |

(] I Cancel |

Background Color: Allows you to select any of the standard colors, or a custom
color, as the background for the chromatogram display. The Display Faded
Background checkbox allows you to use either a uniform color or an artistic faded
color effect as the background.

Interactive Scaling
The following mouse actions are possible for the chromatogram display window:

Action Effect of Action

Left mouse button | Any section of the chromatogram display may be expanded to fill
click and drag a the chromatogram window by clicking and dragging the cursor to
selection. enclose the area of interest on the display. Whenever the display

scaling is less than full scale in either axis, the appropriate scroll
bar(s) will be displayed at the right or bottom of the display to
allow scrolling of the display.

Left mouse button | Zooms out to full scale.
doubile click.
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Left mouse click Zooms isometrically from the mouse position, or if you are

and hold holding the control key down, zooms out from that point. Once
PowerZooming begins, you can move the mouse around while
the mouse button is still down to change the point at which you
are zooming.

3800 Setup Dialog

3800 Setup

Colurmn Oven Zone: Tenp Limit 325 C: Mo Coolant
Zone 1: Front 1177: Temp Limit 350 C: Mo Coolant
Zone 2 Mid 1079 Temp Limit 350 C; LN2 Coalant
Zone 3 Rear 1047 Temp Limit 300 C; Mo Coolant
Zone 4: Front FID: Temp Limit 400 C

Zone 5 Mid FID: Temp Limit 400 C

Zone B Rear ECD: Temp Limit 400 C

Front Injector EFC Type 1 Outlet: Atrn, Units: psi, Splitess Yent: 10 milfmin, Gas Saver: 20 ml/min after 120.00
Iid Injector EFC Type 1 Outlet: &tm, Units: psi, Spliless Yent: 10 ml/min, Gas Saver: 20 ml/min after 120,00
Rear Injector EFC Type 3 is Configured with Outlet: dtm, Units: pzi

Front FID Detector EFC Type 11 iz Configured with Ch 1: He makeup; Ch 2 H2; Ch 3 Air
Mid FID Detector EFC Type 11 i Configured with Ch 1: He makeup: Ch 2: H2: Ch 3: Air
Rear ECD Detector EFC Type 13 is Configured with Ch 1: N2 makeup

Front Column iz Configured with L=1500 cm, D=250 microns, H2 Carier Gas
id Column iz Configured with L=1500 cm, D=250 microns, H2 Carrier Gas
Rear Column is Configured with L=1500 cm, =250 microns, H2 Carrier Gas

Walve 1 iz Unuzed: Default iz Off; Energized is On
Walve 2 iz Unused: Default is Off; Energized iz On
Walve 3 iz Unused: Default is Off; Energized is On
Walve 4 iz Unuzed: Default is Off; Energized iz On
Walve 5 iz Unuzed: Default iz Off; Energized iz On
Walve B iz Unuszed: Default iz Off; Energized iz On
Walve 7 iz Unuszed: Default is Off; Energized iz On

Mothing connected to SID-1
8400 Autozampler connected to SID-2 iz Configured for SPME ; Inj Partz in Both Pazitions

B400DualModeSetp | Pim | Ok | [0 Hapid WS Hode Seiip

The 3800 Setup dialog displays all the hardware configuration information input
through the GC keyboard and currently saved in the GC memory. The Print
button allows you to make a printed copy of this information for your records. The
OK button closes the dialog. The remaining two buttons allow you to input
additional configuration information, detailed below.

265




8400 Dual Mode Setup

8400 Mounting Position: I vl
8400 Injection Iniect Front FID Mid FID Rear ECD
Position njector Detector Detector Detector
1 Pos 1 Front 1177 ves x|no x|no |=-|
2 Pos 2 | Mid1078  no - | ves - |ro -
3 M4 | Rear1041 - - -

Indicate which Detectars are connected to each Injectar that iz reachable by the 8400 Syringe
Tover, Thig information iz uzed to manage Data Handling for Dual-5 ample Injections only (thoze
uzing ‘Advance' and Clean & Ady' modes for 2nd [njection).

Ok, I Cancel |

The 8400 AutoSampler has the ability to inject into two contiguous injectors in the
same chromatographic run. The 8400 Dual Mode Setup dialog allows you to
define the configuration to be used when that capability is invoked. The 8400 can
inject into front and middle, or middle and rear, injectors, and each of the
injectors can be connected through an analytical column to any of the installed
detectors.

When the 8400 AutoSampler or 8410 Autolnjector is used in Dual Mode, this
dialog box is used to assign the detector channels to the datafile for the
corresponding sample. In Dual Mode operation, two datafiles are created; one for
the first sample injected, the other for the second sample injected. The samples
that are injected are identified by their 8400/8410 Injection Position as either
Position 1 or Position 2. The table in this dialog box allows the user to specify
which detector information to associate with each 8400/8410 Injection Position.

8400/8410 SampleList Window Extensions

| 8410 SampleList: 8410-a.smp =] 3

Sample Name | 2nd Sample Name

* Standard Sample
* Standard Sample
= Same Sample Vial
« First Sample:Vial

Second Sample Vidl 3410 10 10 2then1 v [Advance
* Same Sample Vial

= First Sample Vial Second Sample Visl none. none T+8 10 10 T then 2w | Clean & Adv.

[ Deiete

u Fill Dgwn
w00 [ [LAddlnes. |
| Defauls

] ﬂJ
EEEEE Data Files. RecalcList

When a 3800 GC controls an 8400 AutoSampler or 8410 Autolnjector, the
SampleList for that instrument contains the following device-dependent fields.
Many of these SampleList fields are only shown and available for editing when
the 8400 AutoSampler or 8410 Autolnjector is used in Duplicate Mode or Dual
Mode. Refer to the help on the generic SampleList Window for a description of
the fields not listed below.
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Field

Description

2nd Sample Name
(Dual Mode operation

only)

Up to 19 characters

Sets the name of the second sample injected. This column
is only displayed when the 2" Injection is “Advance” or
“Clean & Adv”.

2nd Inject Notes (Dual
Mode operation only)

Up to 180 characters

Opens the Notes window for the selected second sample to
edit or create a note about the sample. This column is only
displayed when the 2 Injection is “Advance” or “Clean &
Adv”.

Vial

0 through 99 for 8400 AutoSampler
1 through 21 for 8410 Autolnjector

Sets the AutoSampler vial number of each sample in the
SampleList. When the 2nd Injection is “Advance” or “Clean
& Adv”, two sequentially numbered vials will be shown. The
first vial will be injected on the first injection and the next
vial location will be sampled for the second injection.

Injection Volume

0.1t05.0 uL or 0.1 to 10 pL or 1 to 100 uL depending on
syringe volume.

Sets the injection volume of the sample in microliters. When
the SampleList is edited in System Control, the maximum
value allowed is set to the syringe size currently configured
in the 3800 GC setup.

During operation, if the sample volume plus solvent volume,
internal standard addition volume, and air gaps volume
specified in the active method on the 3800 exceed the
syringe volume, a 3800 hardware fault will occur. This will
cause the Star Workstation to halt automation and reset the
3800. After changing the method settings and/or the
injection volume to reduce the total below the installed
syringe volume shown in the 3800 setup screen, you
should begin the SampleList at the selected line to bypass
the samples that have already been run.

2nd Inj Volume
(Duplicate Mode or Dual
Mode operation only)

0.1t0 5.0 uL or 0.1 to 10 pL or 1 to 100 uL depending on
syringe volume.

Sets the injection volume in microliters for the second
injection of the sample in Duplicate Mode or the injection of
the second sample in Dual Mode. When the SampleList is
edited in System Control, the maximum value allowed is set
to the syringe size currently configured in the 3800 GC
setup.

During operation, if the sample volume plus solvent volume,
internal standard addition volume, and air gaps volume
specified in the active method on the 3800 exceed the
syringe volume, a 3800 hardware fault will occur. This will
cause the Star Workstation to halt automation and reset
the 3800. After changing the method settings and/or the
injection volume to reduce the total below the installed
syringe volume shown in the 3800 setup screen, you
should begin the SampleList at the selected line to bypass
the samples that have already been run.

Injectors Used

Pos 1, Pos 2, 1 then 2, or 2 then 1

Selects the 8400 Injection position to be used for the
sample. If the 8400 is not configured for both injection
positions, entering the wrong position will cause the sample
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line to be skipped and a “Bad Injector” message entered
into the message log. To run samples in Duplicate Mode or
Dual Mode, you must select either “1 then 2” or “2 then 1”.

2nd Injection
(Duplicate Mode or Dual
Mode operation only)

Duplicate, Advance, Clean & Dup, or Clean & Adv

Specifies the action that the 8400 will take before making
the second injection during a run.

If you choose “Duplicate” or “Clean & Dup”, the same
sample will be used for both injections. This is called
Duplicate Mode.

If you choose “Advance” or “Clean & Adv”, the 8400 will
advance to the next vial location and will sample the vial, if
any, that is there for the second sample injection. This is
called Dual Mode.

Injection Delay
(Duplicate Mode or Dual
Mode operation only)

0.0 and 0.1 through 10.0 minutes

Sets the time delay between the first injection and the
second injection in Duplicate Mode and Dual Mode
operation. When the value is 0.0, the injection time delay is
turned off and not used. For values other than zero, the
8400 will prepare and load the syringe for the second
injection. When the syringe is loaded, it will move to the
inject position and wait for the injection delay to time out
before injecting.

If the injection delay times out before the sample is injected,
an error message saying that the injection delay timed out
before injection is placed in the message log.

Rapid MS Mode Setup

Rapid M5 Mode Setup

Rapid M5 Calumn Position: I "I

|hdizate that & Column iz installed for Rapid M5 and which [njectar it is connected to. Only one
Colurnn can be configured this way. Press '0E to indicate pour selection, |t will take a few
moments for the GC to reconfigure.

] Cancel

RapidMS is a patented technology which allows fast separations on large bore
capillary columns. This list box lets you identify the injector equipped with a
RapidMS column. Pressing OK accepts the selection, and pressing Cancel
closes the dialog without making any change.
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8400/8410 Carrousel Display

When an 8400 AutoSampler or 8410 Autolnjector is connected to your 3800, the
Carrousel display will be visible in the 3800 GC Status and Control window.

8400 AutoSampler Carrousel

8410 Autolnjector Carrousel

Item Description

Red fill Indicates vials listed in the active SampleList that have not yet been
sampled or are missing.

Green fill Indicates the vial (vials in Dual Mode) currently being sampled.

Blue fill Indicates the vials in the active SampleList that have been
sampled.

Action Description

Click on a vial
position

Displays the vial number for that position for 5 seconds

Double-click on a
vial position

Opens the Inject Single Sample dialog box to inject a single sample.

Double click in
center

Displays the active SampleList, if one is selected

Double click
outside carrousel

Displays the active RecalcList, if one is selected.
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4000 MS Method Builder Command
Reference

The Method Builder commands available to you depend on which Instrument
Configuration you have selected. In the following graphic, the Instrument
Configuration is External EI.

IS |Method Builder, - [4000 MS Ext Coltest.mth]
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Internal El and CI

Item Description
Instrument The GC and MS will be set to the configuration of the instrument
Configuration connected to the Varian MS Workstation. For the 4000 MS Internal

Configuration, both El and Cl can be performed during the same
run and so there is only one internal setting. For the 4000 MS
External Configuration, you may select either to perform External El
or External Cl. It is not possible to do both El and Cl segments in a
single run, unlike Internal El and Cl methods.

Acquisition Data
Type

The Acquisition Data Type can either be Centroid or Profile.
Centroid is the preferred and default acquisition data type, as data
handling, library searching, and spectral comparison can be done
from this type of data. Profile data is typically used for diagnostic
purposes. Profile files are also approximately 10 times larger, but
can be converted to centroid after acquisition.

Chromatographic
Time Segments

The Chromatographic Time Segments table allows you to time-
program analysis conditions to get the best results for each
segment in the analysis. Up to 250 time segments can be created
for runs up to 650 minutes in length. By default, there is a
Filament/Multiplier Delay segment at the start of the run so that the
system will not be stressed during the elution of the
chromatographic solvent. Following this segment, you could just
acquire the mass spectra in full-scan with a single analysis
segment. However, you can tailor variables such as acquired mass
range, insert MS/MS segments for individual analytes, and
otherwise set up the instrument to acquire the best data for each
analyte.

Double-click on the required field to edit the Segment Description,
Start and End times. The Scan Description information is
automatically entered based on the choice of Scan Type and
lonization mode in the Method Segment field below.

Segment
Description

This describes the nature of the particular segment in question and
usually pertains to a stage in the scan or a name of a compound
perceived to be eluting during the segment. Clicking the mouse in
the Segment Description cell changes the lower window contents
so the Method Segment details for that particular segment are
displayed in the lower window area. These are an lonization On
checkbox, Scan Type, lonization Type, and Scan Mode.

Start (min.)

This cell indicates the time at which the particular segment will
begin. Clicking in this cell allows you to edit the Start Time. The
Start Time you enter will also be entered as the End Time of the
preceding segment, if one exists.

End (min.)

This cell indicates the time at which the particular segment will end.
Clicking in this cell allows you to edit the End Time. The End Time
you enter will also be entered as the Start Time of the succeeding
segment, if one exists.

Scan Description

This indicates the Scan Type and lonization Type. You don’t edit
this cell but instead edit the Scan Type and lonization Type in the
lower Method Segment window by choosing the desired Scan Type
and lonization from the appropriate drop-down menus. Changing
these drop-down menu values will cause the Scan Descriptions in
the upper window to change.
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Item

Description

Add

This button adds a chromatographic time segment to the end of the
Chromatographic Time Segment Table. Adding a segment will copy
all of the parameters from the last segment into the newly created
segment. The default duration for the newly created segment is
1.00 minute.

Insert

This button inserts a chromatographic time segment before the
currently selected row of the Chromatographic Time Segment table.
Inserting a segment will copy all of the parameters from the
currently selected segment into the newly created segment.
Inserting a segment will essentially split the currently selected
segment into two segments of equal duration.

Delete

This button deletes one or more selected segments from the
Chromatographic Time Segment table. However, there must always
be one segment in the method. To delete multiple segments, the
entire row for each segment must be selected.

Defaults

This button sets the selected segment to default values for the
selected instrument configuration. Every field of the segment is set
to default values.

Restore

This button is used to restore a chromatographic time segment to
its values from the original method file or from the last time the file
was saved within the current editing session. Restore is only valid
for saved or existing method files. For a new method file, the
Defaults button is used to set the segment values to default values.

Method Segment

The 4000 MS Method Segments control what MS scan function is
performed. The different scan functions in the Internal configuration
are El and ClI, Full scan, AMD, MS/MS, MRM, MS”"n, SIS, and
uSIS. For each Scan Segment selected in the upper
Chromatographic Time Segments table, you will see a plethora of
drop-down menus and tabs which provide you with the options to
create the exact method required for each Chromatographic Time
Segment. Only if the lonization On radio button is chosen will you
be able to view all the available options.

lonization On
(radio button)

If the lonization On radio button is not checked, the filament and
multiplier will be OFF during the segment. This is the default setting
for Segment 1 when a new method is created, to protect the
filament and multiplier from damage by the solvent front during
GC/MS runs. This disabling of the lonization can be used for other
time segments as well. NOTE: For all data acquisition segments,
the lonization On box must be checked.

Scan Type

This drop-down menu has the seven Scan Types to choose from:
Full, AMD, MS/MS, MRM, MS”n, SIS, and uSIS. Selecting a scan
type loads the default values for that Scan Type into the
Parameters and Control tabs in the lower section.

lonization

The available ionization options, El and CI, depend on the
Instrument Configuration. Internal El and CI offers either option on a
segment by segment basis. External and Hybrid require that all
segments of the method be acquired by a selected ionization mode.

Scan Mode

This drop-down menu may have 1 or more options depending on
which Scan Type and lonization type has been selected. The
available Scan Modes are Normal, Fast, and Fastest.

Setpoints...

The Setpoints... button, when clicked, opens a Segment Setpoints
dialog box with an option to turn the Calibrant On. Choose this
option to turn on the FC-43 calibration gas during an acquisition
segment.
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Item

Description

General
Parameters (Tab)

The General Parameters tab has editable fields which indicate the
Set Points you want to establish for that particular time segment.
The Set Point option default values vary depending on which Scan
Type and lonization type you have selected. There are five set
points: Scan Time, Scans Averaged, Data Rate, Mass Defect,
and Multiplier Offset. An additional parameter, Count Threshold,
becomes available when the Customize button is selected.

Scan Time, Scans
Averaged, Data
Rate

Scan Time, Scans Averaged and Data Rate are all linked. The
number of scans averaged is updated when the scan time is
adjusted and vice versa. The best way to set the scan time is to set
the mass range from the Scan Parameters tab and then change the
scans averaged to three (3). Three (3) scans averaged gives the
best compromise between a high chromatographic data rate and
good spectral averaging.

There is a trade-off between how rapidly spectra are collected and
the reproducibility of mass spectra or peak areas. As more
microscans are averaged, the relative intensities of ions in the mass
spectrum become more reproducible. However, one needs to keep
in mind that collecting more data points across a chromatographic
peak will improve peak area reproducibility on replicate injections.

San Time Range: 0.02 — 30 seconds (full range)
Scans Averaged Range: 1 to 99

Mass Defect

The Mass Defect allows for a systematic correction of the difference
between the nominal mass of an atom (or ion) and its exact mass.
The importance of the Mass Defect arises from the fact that the
NIST library reports molecular weights to the nearest integer mass
unit only, whereas the 4000 MS stores ion/intensity pairs with a
mass assignment to the nearest tenth of a mass unit. For library
searching, ion masses are rounded to the nearest integer. If the m/z
of an ion happens to fall close to the 0.5 u crossover point, it may
be assigned to the wrong mass. This is more likely for molecules
with higher molecular weights, since the mass defects for several
atoms may add together to produce a sizable mass defect.

Range: -500 to +5000 milli mass units per 100 mass units
(mmu/100u)

Multiplier Offset

The Multiplier Offset adjusts the EM voltage as much as +/- 300V
relative to the current multiplier setting in the Module Attributes tab
dialog in Manual Control (this is usually the 10° gain value from
Auto Tune). Sometimes better sensitivity is achieved, particularly in
techniques such as MS/MS, when the multiplier voltage is
increased. Note that this adjustment can be made on a segment-by-
segment basis. The same multiplier gain must be used for
determining the calibration curve and analyzing unknown samples.

Range: -300 to +300 volts

lonization Control
(Tab)

The lonization Control Tab has either 1 or 2 editable fields
depending on the Scan Type selected. The Automatic Gain Control
Target TIC (Total lonization Count) always appears, albeit with
differing default values depending on the Scan Type. When either
AMD or MRM has been selected, you will see a field to set the
Prescan lon Time (in microseconds) for that particular time
segment. Also, you may click the Customize button which will
display additional options to configure Fixed lonization time, Max
lonization Time as well as the Prescan lon Time, if applicable.
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Description

Automatic Gain
Control Target TIC

The AGC Target TIC (Total lon Current) is specified here. The
Automatic Gain Control (AGC) algorithm uses the ion count from a
prescan at a fixed ion time, along with this target value, to calculate
an ion time necessary to fill the ion trap with the target number of
ions during the analytical scan. The objective is to fill the trap with
an optimal number of ions during each analytical scan. The Target
TIC is usually not set below 10000 for full scan acquisitions, but it
should also not be set too high or spectral distortions due to space
charge (loss of MS resolution and/or shift in mass assignments for
strong chromatographic peaks) may result. Typically, a Target TIC
between 20000 and 40000 gives the best results. This component
is disabled if you choose the Fixed lon Time checkbox in the
Customize area.

Fixed lonization
Time

If Fixed lonization Time is checked, it becomes possible to run fixed
ion time experiments. Fixed ion time experiments are generally
limited to diagnostic tests and are not advised for qualitative or
quantitative analysis in the ion trap.

Choosing this check box disables both the Automatic Gain Control
AND the Prescan lon Time functions and uses your Fixed and Max
lonization times entered.

Range (Internal El): 10 — 65,000 microseconds
Range (Internal PCI): 10 — 2,500 microseconds

Max lonization
Time

Changing the Max lonization time can improve the sensitivity of
techniques such as MS/MS or SIS. This parameter can be
increased to 65 milliseconds for Internal El. If the ion time in the
baseline of the chromatogram is not reduced below the maximum
ion time, the ion trap is not being filled with ions to the level
designated by the Target TIC. You can do three things in Internal El
mode to increase the ion signal: 1) raise the emission current, 2)
raise the multiplier voltage, and 3) increase the Maximum lonization
Time. If the third approach is used and you are collecting data for
quantitation, make sure that enough data points are collected
across the chromatographic peaks for reliable quantitation. At least
five, bur preferably seven or more data points are needed for good
quantitative data. Remember that using Fast Data Rate may allow
the use of higher Maximum lonization Times without compromising
quantitative data quality.

When the Customize button is clicked in Cl ionization mode, you
will have the option to run fixed ion time experiments with ion times
as high as 2500microseconds or to change the Maximum lon Time
for Cl Auto experiments. You can turn on the Cl Gas and the ion
trap in Manual Control and check the ion time in Cl Auto mode. If
this time is less than 1,000 microseconds, lowering the Max lon
Time may improve performance.

Range (Internal El): 10 — 65,000 microseconds
Range (Internal PCI): 10 — 2,500 microseconds

Internal EI/CI
Parameters (Tab)

The Internal EI/Cl Parameters Tab will display an editable field for
Emission Current. When in Cl mode, additional fields for editing
Reagent Gas parameters are available.
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Item

Description

Emission Current

The Emission Current (WAmps) is the current of electrons produced
by the filament and it controls the number of electrons that enter the
trap. By increasing the emission current so that the ion time for the
baseline is approximately the maximum ion time, the maximum
number of ions will be present. In certain cases, a high emission
current can be used to increase the sensitivity. One of these is
EI/MS/MS where the MS/MS isolation step eliminates the higher
background that would normally arise from a high emission current.
This option appears in both El and Cl Methods.

Range: 10 — 100 microAmps (Internal EI/CI)
Range: 5 — 250 microAmps (External EI/CI, Hybrid CI)

Reagent
Parameters

When you select a standard reagent (i.e., Acetonitrile, Isobutane,
Methane, or Methanol), the Cl parameters for the selected reagent
are set automatically, and you do not need to change the default
values of the Cl parameters. However, the Cl parameters Reaction
Storage Level, Ejection Amplitude (V), and Max Reaction time can
be optimized for sensitivity by clicking the Customize button. You
may also edit the parameters to accommodate another Cl reagent,
e.g. ds-acetonitrile, and then Save these parameters under a user-
selected name.

Reagent Low
Mass

Reagent Low Mass is the lowest mass stored in the trap during
ionization. The combination of Reagent Low and Reagent High
Mass and Reaction Storage Level allows for the selection of a
specific reagent ion in the CI process. For example, only mass 29 of
methane could be used as the reagent ion by ejecting mass 41
during ionization and by reacting at a mass greater than 19 in the
reaction step.

Range: 15-149 m/z

Reagent High
Mass

Reagent High Mass is the highest mass stored in the trap during
ionization. All masses above this mass are ejected during the
ionization step. This reduces the number of El generated ions that
are in the trap. The combination of Reagent Low and Reagent High
Mass and Reaction Storage Level allows for the selection of a
specific reagent ion in the Cl process. For example, only mass 29 of
methane could be used as the reagent ion by ejecting mass 41
during ionization and by reacting at a mass greater than 19 in the
reaction step.

Range: 16 — 150 m/z

Customize

When in Cl, the Customize button is visible. Clicking on the
Customize button displays additional components pertinent to the
time segment method being edited. There are options to edit the
Reaction Storage Level, Ejection Amplitude, and Max Reaction
Time. There are no Custom features when in EI.

Reaction Storage
Level

Reaction Storage Level is the value of the smallest mass stored in
the ion trap during the reaction period. The Reaction Storage Level
is typically set to a value that is lower than the mass of the reagent
ion of interest. The optimum Reaction Storage Level will depend on
the molecular ion of the analyte. Generally, you should use higher
Reaction Storage levels for higher molecular ions without raising
the storage level to cause ejection of Cl reagent ions. For example,
the molecular ion of the analyte is 352 m/z. Using acetonitrile,
raising the RF storage level to 25 m/z may give better sensitivity
than the default of 19 m/z. If the CI storage level is raised, the
Ejection amplitude will have to be increased.

Range: 10 — 150 m/z (full range)
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Description

Ejection Amplitude

Ejection Amplitude (V) is a voltage that corresponds to a low mass
ejection cutoff that is slightly higher than the Reagent High Mass.
This voltage actively ejects unwanted ions (i.e., not reagent ions)
that are produced during ionization. Generally, higher Cl storage
values require higher ejection voltages. The voltage should not be
set so high as to cause the ejection of Cl reagent ions. The Ejection
amplitude is applied at the end of the ionization time to eject
unwanted high mass El artifact ions. The default value for each
reagent usually does not need adjustment.

Range: 0 — 59 volts.

Max Reaction
Time

Maximum Reaction Time is the maximum time that reagent gas
ions are allowed to react with sample molecules to form ions. The
typical reaction time is 100 milliseconds. Depending on the Cl
reagent and the target compound of the analysis, sensitivity may be
affected significantly by varying this parameter.

Range: 1- 2000 milliseconds

<Scan Type>

This tab will appear differently depending on the Scan Type that is

Parameters selected. For example, if AMD is the Scan Type selected, then the
tab will read AMD Parameters. If Full is the selected Scan Type,
then the tab reads Full Scan Parameters.

Full Scan You can change the values of the Full Scan Parameters Low Mass

Parameters (m/z) and High Mass (m/z). If you click the Customize button, then

you can edit the Tune Type (Auto, BFB, DFTPP, or Single
Segment) as well as enter Low Mass, High Mass, RF Storage
Level, and lon Time Factor for each segment.

Low Mass (m/z)
High Mass (m/z)

Unless the Customize button is active, the lower and upper limits of
the mass range to be acquired are entered here. If in Customize
mode, then the Low Mass and High Mass will be entered into the
table by clicking on each cell to edit.

Range: 10 — 1000 m/z (full range)

RF Storage Level

(or lonization
Storage Level)

This is the m/z value at which the RF is maintained during ionization
and the coarse isolation step. The typical range is 35 to 100 m/z
with a default value of 35 m/z.

Range: 8 — 150 m/z (full range)

lon Time Factor
(Target Factor)

When a scan is performed in Auto mode, the prescan is followed by
an ionization time and scan of each segment needed to cover the
Mass Range designated to the left of the segment table. The actual
lon Time for each segment is the AGC lon Time multiplied by the
percentage in the lon Time Factor field. If needed, adjust the lon
Time Factor for particular segments to increase or decrease the
abundance of key ions.

For Full Scan, the lon Time Factor is specified for both fixed
ionization and AGC ionization. For SIS, the lon Time Factor is
specified for fixed ionization and the Target Factor is specified for
AGC ionization.

Range: 1-999%

Save

Save allows any modification to the tune parameters to be saved so
that the tune parameters can be referenced in other methods.

Add

This button adds a segment to the end of the Scan Segment table.
The range of the previously final segment is divided between that
segment and the added segment. For example, if the final segment
covered m/z 400 to 1000, that segment will now cover m/z 400 to
700, and the added segment will cover m/z 701 to 1000.
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Item Description

Insert This button inserts a segment after the currently selected row of the
Scan Segment table. Inserting a segment will essentially split the
currently selected segment into two segments of equal mass range.

Delete This button deletes one or more selected segments from the Scan
Segment table. However, there must always be at least one
segment in the table. To delete multiple segments, the entire row
for each segment must be selected.

Customize Clicking the Customize button displays the Scan Segment table and
the associated controls. Clicking the button again will hide the
customizable parameters.

AMD, MRM, If you choose any of these MS/MS-type ion preparation modes, you

MS/MS, MS" Scan | will see a Table that shows all of the available MS/MS parameters,

Parameters set out in tabular form. Each of the three steps of MS/MS (isolation,

dissociation, and scanning) follows across the table.

Precursor lon

Integer mass values may be used if the mass isolation window
(next column) is greater than 1.5 m/z. If the window size is less than
1.5 m/z, or if the mass defect of the precursor ion is greater than
approximately 0.3 m/z, use the exact fractional mass.

Range: 50 — 1000 m/z

Isolation Window

The full mass isolation window range is 1.0 to 14.0 m/z. The actual
range is dependent on the precursor ion. The default value is

3.0 m/z. Both integral and fractional mass isolation windows are
accepted. If an isolation window smaller than 1.5 m/z is used, then
the exact mass of the precursor ion should be entered in the
Precursor lon column.

When first developing a method, you may wish to start with a mass
isolation window of 3 m/z to ensure that the ion is centered in the
window, e.g., given a precursor ion mass of 502 m/z and a mass
isolation window of 3 m/z, ions of masses 501, 502, and 503 m/z
would be isolated. If there is a need to reduce the window because
of interfering ions, this should be done in a later step because the
customized parameters may require optimization.

Some ions are easily dissociated during the isolation step.
Increasing the width of the isolation window will reduce the ion loss
by premature dissociation at the expense of selectivity.

Range: 1.0 — 14.0 m/z (full range)

Waveform Type

Select the Waveform Type by selecting non-resonant or resonant
excitation from the list box. The non-resonant method is usually the
first choice for reasons of simplicity of operation. Resonant
excitation involves exciting the target ions by an RF field of the
resonant frequency of the trapped ions. Non-resonant excitation
involves exciting the precursor ions using an RF field not at the
resonant frequency of the trapped ions.

Excitation Storage
Level (m/z)

The Excitation Storage Level is the RF storage level in m/z applied
while the dissociation waveform is applied following isolation. The
Excitation Storage level depends on the precursor mass, but the
lowest product ion must be more than 2 mass units above the
excitation storage level. The excitation storage level for the
precursor ion can be calculated using the “q” calculator. The “q”
calculator is accessed by right clicking on any of the fields in the
MS/MS parameters table. NOTE: Set the excitation storage level to
avoid ejection of the lowest mass product ion. If, for example, a
precursor ion of 403 m/z dissociated to product ions with m/z values
of 350, 200, and 131, you would not want to use an excitation
storage level above 126 m/z.
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Excitation
Amplitude (volts)

The amplitude range for non-resonant excitation is 0 to 120 volts.
For resonant excitation, the range is 0 to 60 volts. The default
values are 20 volts for non-resonant excitation and 0.2 volts for
resonant excitation.

Range (Resonant Excitation): 0 —59.79 volts
Range (Non-resonant Excitation): 0 — 119.58 volts

Product lon Start
Mass (m/z),

Product lon End
Mass (m/z)

Set up the Product lon Start and End Masses (or Low and High
masses) to cover the mass range required.

More Ranges

More Ranges allows you to have multiple Product lon Start and End
Masses in a single segment. Clicking on the More Ranges square
spawns the Product lon Mass Ranges Dialog box with a Mass
Ranges table, and buttons to Add, Insert, and Delete Product lon
Start and End Masses.

Add This button adds a line to the end of the Mass Ranges Table.

Insert This button inserts a line after the currently selected row of the
Mass Ranges table.

Delete This button deletes one or more selected rows from the Mass

Ranges table.

“q” Calculator

In scientific literature, storage RF values are often reported in terms
of the Mathieu “q” parameter. The value of the “q” parameter
determines the stability of the precursor ion trajectory. More stable
trajectories allow higher excitation voltages to be applied before
ions are ejected from the trap. It has been empirically observed that
a “q” value of 0.4 provides an optimum yield of product ions. This
calculator utility determines the corresponding CID storage RF
value (m/z) following user entry of an ion mass (m/z) and desired

“

q” value.

Customize

Clicking the Customize button displays parameters to customize
user settings for set points, ionization parameters, or scan function
parameters. Clicking the button again will hide the customizable
parameters.

lonization Storage
Level (RF Storage
Level)

This column appears when you click on the Customize button. This
value is the m/z value at which the RF is maintained during
ionization and the coarse isolation step. The typical range is 35 to
100 m/z with a default value of 35 m/z.

Range: 8 — 150 m/z (full range)

Low Offset
(Low Edge Offset)

This column appears when you click on the Customize button. The
Low Edge Offset is the mass offset to optimize the ejection of the
mass just below the precursor ion mass. The default value is 0.

Low Edge Offset affects the isolation window on the low mass side
of the precursor ion. Increasing the mass offset increases the
isolation window on the low mass side of the precursor ion.
Decreasing the offset decreases the window on the low mass side.
The offset should be adjusted to minimize the amplitude of the
adjacent masses below the precursor ion. Initially, adjust in 0.2 m/z
increments.

Range: -0.5t00.5m/z
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High Offset
(High Edge Offset)

This column appears when you click on the Customize button. The
High Edge Offset is the mass offset to optimize the ejection of the
mass just above the precursor ion mass. The default value is 0.

High Edge Offset affects the isolation window on the high mass side
of the precursor ion. Increasing the mass offset increases the
isolation window on the high mass side of the precursor ion.
Decreasing the offset decreases the window on the high mass side.
The offset should be adjusted to minimize the amplitude of the
adjacent masses below the precursor ion. Initially, adjust in 0.2 m/z
increments.

Range: -0.5t0 0.5 m/z

High Mass
Ejection

This column appears when you click on the Customize button. The
High Mass Ejection is the amplitude of the broadband waveform
used to eject masses above the isolated precursor ion. The default
High Mass Ejection value is 35 volts.

Range: 0—59.7 volts

Excitation Time
(msec)

This column appears when you click on the Customize button. The
Excitation Time is the time allotted for collision-induced dissociation
(CID) by ion excitation. The default excitation time is 20 msec for
both resonant and non-resonant excitation.

Range: 0— 1000 msec

Modulate RF

This parameter appears when you click on the Customize button.
This parameter (checked = true) specifies whether the RF storage
field is modulated during resonant CID. This modulation greatly
reduces any effect of changing secular frequency with
concentration.

Number of
Frequencies

This parameter appears when you click on the Customize button.
This is the number of frequencies at which the CID excitation
waveform is applied. The default value is 1 frequency applied at the
end caps. A value of 3 generates three frequencies: the resonance
frequency and frequencies 500 Hz above and below that frequency.

Range: 1 - 119 frequencies (odd numbers only)

CID Frequency
Offset

This parameter appears when you click on the Customize button.
For certain applications it may be desirable to offset the dissociation
frequency. The CID frequency can be adjusted between +/- 10 kHz.
CID frequency offset can only be applied to a single frequency. If
the number of frequencies is greater than 1, this field is hidden.

Range: -10 to +10 kHz

Defaults

The Defaults button is used to set the parameters of a method
segment to their default values. Generally, any user-modified mass
values are preserved.

Target Factor (%)

This parameter only appears in SIS Scan Type while in Customize
mode. The Target factor is also known as lon Time Factor. When a
scan is performed in Auto mode, the prescan is followed by a scan
of each segment needed to cover the Mass range designated to the
left of the segment table. The actual lonization Time for each
segment is the AGC lon Time multiplied by the percentage in the
Target Factor field. If needed, adjust the Target Factor for particular
segments to increase or decrease the abundance of key ions.

For SIS, the lon Time Factor is specified for fixed ionization and the
Target Factor is specified for AGC ionization.
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Item

Description

Waveform Scale
Factor (%)

This parameter only appears in SIS Scan Type while in Customize
mode. The Waveform Scale Factor is a relative scaling factor
applied to the amplitude of the SIS ejection waveform.

Range: 1—-999%

Count Threshold | The Count Threshold setting appears in the General Parameters
Customize option of all Scan Types. Any ions with less intensity
than the selected Count Threshold will be regarded as noise and
will not be saved during the run.

External El

e 25 pAmps emission current default
¢ 10,000 count AGC target default

External CI
e No SIS

o Fewer options in Reagent Parameters

e Positive/Negative Cl option

e Single scan segment default

Hybrid CI

e Emission current default 25 pAmps in positive mode, 250 pAmps in
negative mode.
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3800 GC Method Command
Reference

3800 GC AutoSampler

Autozampler:| EE]

Syringe Size [ul]: {10 uL - Sample Depth [%];
|njection tode: ILIser Defined vI Solvent Depth (%]

— Default Clean Clean Mode
Yial: |1 - Pre-Inj Salvent Flushes: i
Yolume [ul): | 5.0 = Pre-lnj Sample Flushes: =
Strokes: |1 — || Postdnj Sokvent Flushes: |1 =

Speed [uLfzec]: | 5.0 Clean Saolvent Source: ||

— Internal Standard

ze: |no
Wial: |11 Mare zer Defined... |
Walume [ul: | 1.0

Drawup Speed [ulfsec] | 5.0

Pauze Time [sec] (0.0

RingaEaakie

Air Gap: |ves

The 8400 AutoSampler and 8410 Autolnjector operate in liquid injection mode or
Solid Phase Micro-Extraction (SPME) mode. When the liquid injection mode is
selected, the AutoSampler window may contain up to five sections. The topmost
section is common to all modes of operation. In addition, all modes of operation
also include a Default Clean section and a Clean Mode section. When Viscous,
Volatile, or User Defined modes are selected, the Internal Standard section is
displayed.

In User Defined mode, the “More User Defined...” button is displayed to provide
access to the dialog box to set the User Defined parameters. The Default
Settings for Predefined AutoSampler Modes contains a table showing the
parameters that are used by the 8400/8410 for each of the predefined modes of
operation.
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Iltem

Description

AutoSampler Type

8400, 8410, or None

Specifies whether or not an 8400 AutoSampler or 8410
Autolnjector is installed on the 3800 GC. If an 8400 or 8410 is not
installed on the GC or is turned off, select None. When 8400 or
8410 is selected, the following items are displayed for editing.

Syringe Size (uL)

5L, 10 L, or 100 uL

Selects the size of the syringe that is installed on the 8400/8410
for use with this method.

Injection Mode

Std Split/Splitless, Std On Column, Neat, Viscous, Volatile, or
User Defined.

Sets the 8400/8410 parameters for the predefined modes of
operation. Note that changing the injection mode will change the
parameters displayed for editing. It is not advisable to use the
User Defined mode unless you are developing a special injection
program.

Sample Depth (%)

0 to 100%

Specifies how far the syringe needle is to go down into the sample
vial. 100% is the bottom of the vial. 0% is the bottom of the vial
septum.

Solvent Depth (%)

0 to 100%

Specifies how far the syringe needle is to go down into the solvent
vial. 100% is the bottom of the vial. 0% is the bottom of the vial
septum.

Default Clean Section

— Default Clean

Wial: ||

Yalurme [ul]: | 5.0
Strokes: |1

Speed [uL/sec]: [ 5.0

-|I|-|-|I|- 1||- L |

Default Cleaning occurs when the Stop button on the front panel of the 3800 GC,
the Reset button on the 3800 Status Window in System Control, or the Stop
Automation menu item in the System Control Automation menu is pressed after
the 8400/8410 has started its run and before it has finished its sampling and
post-injection washing operations. Default Cleaning also occurs when the 3800
GC has a fatal automation fault after the 8400/8410 has started its run and
before it has finished its sampling and post-injection washing operations.
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Item Description

Vial I, 11, orlll
Specifies which of the three solvent vials will be used by the Default
Cleaning.

Volume (uL) 0 to 100 microliters with 100 pL syringe
0 to 10.0 microliters with 10 pL syringe
0 to 5.0 microliters with 5 pL syringe
Specifies the amount of cleaning solvent that will be drawn up with
each syringe cleaning stroke.

Strokes O0to 10

Specifies the number of times the cleaning solvent will be drawn up
into the syringe and expelled into the waste cup.

Speed (pL/sec)

1 to 100 pL/per sec with 100 yL syringe

0.1 to 50.0 pL/per sec with 10 pL syringe
0.1 to 25.0 yL/per sec with 5 pL syringe

Specifies the speed at which the cleaning solvent will be drawn up
into the syringe and the speed at which it is expelled into the waste
cup.

Clean Mode Section

—LClean Mode

Fre-lnj Solvent Flushes:
Pre-Inj 5 ample Fluzhes:
Postnj Salvent Flushes: | 1

Clean Solvent Source: ||

Ringam:

Iltem

Description

Pre-Inj Solvent
Flushes

0 to 99

Specifies the number of times each selected cleaning solvent will
be drawn up into the syringe and expelled into the waste cup before
flushing with the sample or the next cleaning solvent (if more than
one cleaning solvent source is specified).

Pre-Inj Sample
Flushes

0 to 99

Specifies the number of times the sample will be drawn up into the
syringe and expelled into the waste cup before the syringe is
loaded for injection.

Post-Inj Solvent
Flushes

0 to 99

Specifies the number of times each selected cleaning solvent will
be drawn up into the syringe and expelled into the waste cup before
flushing with next cleaning solvent (if more than one cleaning
solvent source is specified).

Clean Solvent
Source

LALIL T& I, T&IN, &I, or | & 11 &I

Selects which solvent vial or sequence of solvent vials will be used
to flush the syringe before and/or after injection.
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Internal Standard Section

= Internal Standard

IJze:

YWial:

Wolume (Ll

Drawup Speed UL/ zec]:
Fause Time [zec]:

Air Gap:

ho
I

1.0
5.0
0.0

ez

Ringamaki®

Iltem

Description

Use

Yes or No

If Yes, an internal standard addition will be used. When internal
standard addition is used, the internal standard solution will be
drawn up into the syringe from the specified solvent vial before the
sample is drawn up.

Vial

I, 11, or Nl
Selects which solvent vial contains the internal standard.

Volume (uL)

0 to 99 uL with 100 pL syringe

0 to 9.0 pL with 10 pL syringe
0 to 4.9 pL with 5 pL syringe

Specifies the amount of internal standard to be drawn into the
syringe before it draws the sample.

Drawup Speed
(uL/sec)

1 to 100 pL/sec with 100 L syringe

0.1 to 50.0 pL/sec with 10 pL syringe
0.1 to 25.0 yL/sec with 5 pL syringe

Specifies the speed at which the internal standard will be drawn up
into the syringe.

Pause Time (sec)

0 to 9.9 seconds

Specifies how long the syringe is to remain in the internal standard
vial after drawing up the internal standard.

Air Gap

Yes or No

If Yes, a 1 yL of room air will be drawn into the syringe to create an
air gap between the internal standard and the sample.
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More User Defined Settings Dialog Box

— Solvent Plug — Yizcozity
YWial; lw vI Yiscozity Delay [zec]: (0.0 i
YWlume [ul]; | 1.0 —— Fill Speed [ul/zec); | 5.0 ——
Crawup Speed [uL/zec): | 2.0 i Inject Speed [ulL/zec): |90.0 i
Pause Time [sec) (0.0 = Pre-lnj Delay [sec): | 0.0 =
&ir Gap: |yes j Post-lnj Delay [sec): | 0.0 —
— Uzer Defined
Fill Walume [uL); | 5.0 = Ok I
Fill Strokes: | O =
Sample Air Gap: [no J ﬂl
Air Plug after Sample E

Solvent Plug Settings
= Solvent Plug
Yiolume (ul): | 1.0 ——
Draviup Speed [ul/sec): | 5.0 —
Pause Time [zec); |0.0 ——
&ir Gap: |ves j
Item Description
Vial [, 11, orlll
Selects which solvent vial to use for the solvent plug.
Volume (uL) 0 to 100 pL with 100 pL syringe
0 to 10.0 pL with 10 pL syringe
0 to 5.0 pL with 5 pL syringe
Specifies the amount of solvent to be drawn into the syringe
before the sample or internal standard.
Drawup Speed 1 to 100 pL/sec with 100 L syringe
(uL/sec)

0.1 to 50.0 pL/sec with 10 pL syringe
0.1 to 25.0 yL/sec with 5 L syringe

Specifies the speed at which the solvent will be drawn up into the
syringe.

Pause Time (sec)

0 to 9.9 seconds

Specifies how long the syringe is to remain in the solvent vial
after drawing up the solvent.

Air Gap

Yes or No

If Yes,