Agilent G1701EA
MSD Productivity
ChemStation

Getting Started

Agilent Technologies



Notices

© Agilent Technologies, Inc. 2012

No part of this manual may be reproduced in
any form or by any means (including elec-
tronic storage and retrieval or translation

into a foreign language) without prior agree-

ment and written consent from Agilent
Technologies, Inc. as governed by United
States and international copyright laws.

Manual Part Number
G1701-90069

Edition

Second edition, June 2012
Printed in USA

Agilent Technologies, Inc.
5301 Stevens Creek Boulevard
Santa Clara, CA 95052

Warranty

The material contained in this docu-
ment is provided “as is,” and is sub-
ject to being changed, without notice,
in future editions. Further, to the max-
imum extent permitted by applicable
law, Agilent disclaims all warranties,
either express or implied, with regard
to this manual and any information
contained herein, including but not
limited to the implied warranties of
merchantability and fitness for a par-
ticular purpose. Agilent shall not be
liable for errors or for incidental or
consequential damages in connec-
tion with the furnishing, use, or per-
formance of this document or of any
information contained herein. Should
Agilent and the user have a separate
written agreement with warranty
terms covering the material in this
document that conflict with these
terms, the warranty terms in the sep-
arate agreement shall control.

Safety Notices

A CAUTION notice denotes a haz-
ard. It calls attention to an operat-
ing procedure, practice, or the like
that, if not correctly performed or
adhered to, could result in damage
to the product or loss of important
data. Do not proceed beyond a
CAUTION notice until the indicated
conditions are fully understood and
met.

A WARNING notice denotes a
hazard. It calls attention to an
operating procedure, practice, or
the like that, if not correctly per-
formed or adhered to, could result
in personal injury or death. Do not
proceed beyond a WARNING
notice until the indicated condi-
tions are fully understood and
met.

MSD Productivity ChemStation Getting Started



Contents
1  MSD Productivity ChemStation Quick Reference
In This Book 6
Where to Find Help 7
What's New in This Revision 12
Hardware 13
ChemStation Views 21
Common ChemStation Tasks 33

Error Messages and Troubleshooting 49
2 Understanding Quantitation

Quantitation 56
Quantitation Database 59

Tutorial — Using AutoQuant Setup 66
3 Using Custom Reports

Custom Reports 82

Creating a Report Template 83
Customizing Reports 87

Printing Reports 92

Creating a Custom Reports Database 95
Selecting Multiple Data Files 98
Viewing and Printing Charts 100
Custom Reports Toolbar Buttons 101

MSD Productivity ChemStation Getting Started



MSD Productivity ChemStation Getting Started



Agilent G1701EA MSD Productivity ChemStation
Getting Started

1
MSD Productivity ChemStation Quick
Reference

In This Book 6

Where to Find Help 7

What's New in This Revision 12
Hardware 13

ChemStation Views 21

Common ChemStation Tasks 33

Error Messages and Troubleshooting 49

Agilent Technologies



1 MSD Productivity ChemStation Quick Reference

In This Book

This document contains an overview of the items included with
your system. It is intended to help you get started using your
GC/MSD System.

In the following pages you will find:

Details on where to find additional help

Photos of your hardware with major parts identified
Each toolbar found in the ChemStation software
Procedures for common ChemStation operations

A summarized maintenance schedule

A brief section on operating tips, error messages, and
troubleshooting

A review of how quantitation works with the ChemStation,
along with a tutorial to help you get started using the
time-saving AutoQuant feature

A quick guide on how to use Custom Reports software

Please refer to your online help and the electronic manuals and
videos included on your supplied disk for detailed information.

MSD Productivity ChemStation Getting Started
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Your system comes with an extensive library of reference
material including printed manuals, online help files, and
electronic manuals on disk.

Each piece of hardware is accompanied by a disk which
contains hundreds of pages of in-depth reference material and
maintenance videos demonstrating how to operate, maintain,
and troubleshoot your equipment.

This hardware reference material includes detailed information
on:

¢ Operating the hardware

¢ Maintaining the hardware

* Troubleshooting the hardware

The online help files contain extensive software operating
instructions as well as tutorials on using the ChemStation
(Enhanced, Drug Analysis, Environmental, and Aromatics in

Gasoline) software. Included is task and reference information
on:

Data Analysis MSD System Configuration
* Analyzing Data + Configuring Instruments
Typical PC Information in MSDCHEM.INI

+ Commands and Functions
» Using and Writing Macros

+ Glossary of Terms

Instrument Control

» Using Instrument Control » Troubleshooting the MSD
» Using Methods + Secure Control

» Using Sequences » Report Manager

+ Analyzing Data + Commands and Functions
» Using Batch Mode + Using and Writing Macros

* Tuning (Calibrating) the MSD * Glossary of Terms
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Printed documents are intended to help you get up and running.
They include the:

¢ MSD Productivity ChemStation Getting Started (this
document)

¢ Site Preparation Checklist
¢ Hardware Installation Checklist
¢ Hardware Operation Manual

¢ Drug Analysis Getting Started

MSD Productivity ChemStation Getting Started
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Using ChemStation online help files

The online help files contain extensive information and
tutorials about instrument control, data acquisition, data
analysis, methods, sequencing, tuning, troubleshooting, and
how to use system commands and variables.

To access the online help, select Help topics from the Help menu
in any window, or click the help button on any dialog box.

H e = &5 0 Item Description
Hide Back Fowad Pimt  Options
Contents | Indes | Search] = Hide/Show Lets you turn on or
] Gverdon Overview of off the display of the
2] Using Hely H H
2 i auries e the MSD list of help topics.
=1-([] Using Instrument Contrl Productivity
o poaten ChemStation Back Goes back to the
=) Rafree previous help topic.
Loghoak
-3 u‘:i;;emuds The MSD Productivity ChemStation controls . .
- [2] Using Sequences acquisition of 6890 GC data or GC/MSD data, Print Lets you print the
[ Inst  Contral M performs library searches and quantitation, and
atiment Lontic! blenus generates selected reports via methods or current book or he'p
[2] Instnment Conial Panel Lapow sequences. It offers a number of productivity tools .
% E;;ﬂj‘tfnme"" |Edit Screen La fDUéLdIaStTa urudcéssmlgd stu:hlhas QEdit, DILIDSC/SNJ t0pIC.
ties , and EasylD, toolbars, as well as two
Q Instrument Contral Dialog Boxe levels of security for access to the system, . .
@ Doto Accisiion berus Contents Displays the list of
¥ @ Using Methads The instrument system is represented in the 1
2 @ Ushg Sequences Software with the: help topics (shown
7@ Analpzing Data above).
v @ Using Batch Mode .
o @ Tuning [Calibrating] the MSD
3:: ;mub\edshcuutingllhe Ba73MSD o Tune and Vacuum Control view Index kets yog use b
ecured Conlrol -
@ Repott Manager eywor §t0 searc
s @ Command: and Functions . the help index for a
o 4@ Using and Wiiting Macros . A
@ Glossany of Terms The MSD Productivity ChemStation software can particular topic.
be configured to support two types of
instruments: gas chromatographs (GC) only and
gas chromatograph [/ mass spectrometer systems Search LetS you type a WOrd
(GC/MS), A GC-only instrument will have some
menus and menu items that differ from those on or phrase and then
an instrument configured as a mass spectrometer, H .
1 [E— | These differences will be pointed out in the onling = dISp|ayS a |IS'[ Of a”
bl for morme Tt e sl moccibhlo o aemien o

the topics in the
online help that

Help Icons contain those words.
— Indicates a book containing more help Options Lets you change
topics. To open a book, double-click it. various help options
such as the display
of tabs.

Indicates an open book of help topics. To close
an open book, double-click it.

Indicates a help topic. To jump to a help topic,
click it.
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System Commands

Each ChemStation application has a set of
commands:

Instrument Control (available in the Instrument
Control application)

Tune (available in the Instrument Control
application)

Data Analysis (available in the Data Analysis
application)

Common cammands and functions are available in
all applications.

You may use these commands by entering them
on the command line or by incorporating them into
macros, Varisbles are used by some of the
commands,

See Also

Using Help on Commands
Entering Commands
Using Funetions

Using variables

LContyal Cammunds s

Ingteam.

Fun

Comman Grmmands and Functions

Usina Variakles

+| Usina Functions:

P Entering Commands

| ing Help on Commands

System Conmands

i
| o] pas wmtries apsien

To print a single help topic:

- Repot Managsr
= [ Commardz and Funetions
=Ly Pirt Commands: Duick Refesn

o |7 Dmpvien
|9 UsngHek
i [2] Entesing C
i !ﬂ_ UzngFum

openal
Chseal

Wiesw Eniry. ..
mp (o URL..

Frint Topics

‘f'ou can print the seleched lopcar al the bopics in the
szlecked heading What would vou ke o da?

% Frirk the sk cied topic
I Fiirk the sslaal;g, heading and al sbiopics

x|

1 Highlight the topic you want
to print (for example, Overview).

2 Right-click, and select Print...

3 Select Print the selected topic
and click OK.

4 Verify the printer selected and
click Print.

b The information on that single
topic will print. The topics
linked to it will not print.

To print all subtopics in a heading at once:

=[] Commands: and Funclions:
I:--u;l PripkCesmznds 0 uick Refarsnos

Overview
- ] Using Hep on Kprn
- ] Entering Cammarks

2] Using Functizng
- 9] Usig Yatiales

Cipen sl
Chosa =l

Mgt ENtry ..
Qg ta LRL. ..

E Tune Conmands:

Print Topics

‘You can print the selected tapic or all the topics in the
selected heading, Wwhat waould you like to da?

£ Print the selected topic
% Print the selected heading and all subtopics

Xl

Cancel

1 Highlight the topic you want
to print (for example, Print
Commands Quick Reference).

2 Right-click, and select Print...

3 Select Print the selected
heading and all subtopics, and
click OK.

4 Verify the printer selected,
and click Print.

b The information for ALL
topics within the heading of
the selected topic will print. In
this case, all topics under Print
Commands Quick Reference
would print, which is about 26
pages of information.

Even if your cursor was on a single topic under this heading (say Tune
Commands) when you select Print all topics, you will still receive a copy
of all the topics under the heading, not just the topics below the one you

happened to be on in the list.
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Other User Information

Now your Agilent instrument documentation is in one place, at
your fingertips.

The software DVD that ships with your instrument provides an
extensive collection of online help, videos, and books for the
Agilent 7890A GC, 6890N GC, 5975 Series MSD, and the 7683B
ALS. Included are localized versions of the information you
need most, such as:

¢ Getting Familiar documentation

¢ Safety and Regulatory guides

¢ Site Preparation checklists

¢ Installation information

¢ Operating guides

¢ Maintenance information

* Troubleshooting details

MSD Productivity ChemStation Getting Started 11
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What's New in This Revision

12

There are two ways to view a description of all the updates
made to this version of the software:

¢ Following your initial configuration, select “Yes” when
prompted “Do you want to view the Readme file now”.

¢ In either the Data Analysis, or Instrument Control view,
select Help/View Revisions Readme File.

A text file is displayed in a pop-up window. You may scroll
through this text and read it online, search it electronically, or
copy it, as desired.

Select File/Exit to return to the application when you are ready.

MSD Productivity ChemStation Getting Started



MSD Productivity ChemStation Quick Reference 1

Hardware

5975 Series MSD with an Agilent 7890A

7890A GC

ALS

Source view window

Local control panel

5975 MSD

o Tl | = W =

MSD power switch

GC power switch

MSD Productivity ChemStation Getting Started 13
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Keypad for the 7890 GC

The Run Keys

GC Component Keys

Supporting Keys

Method Storage and
Automation Keys

14

The ChemStation software provides instrument control for the
7890 and 6890 GCs. This allows you to use the software, instead
of the GC keypad, to program the instrument. However, there
are times when you may want to use the keypad to quickly
access the following functions.

Stop Prep Start
Run

= Analog Front
out 1 Injector
Valve # Back Col 2 Back Analog Back
Inlet Det Out 2 Injector
Aux Column Service
Temp # Comp Mode

B B L
= =
a3

General Data Entry Keys

MSD Productivity ChemStation Getting Started
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Keypad for the 6890 GC

The 6890 keypad is similar to the 7890 keypad. It can be
controlled by software, as can the 7890, but the keypad is
convenient for frequently performed actions.

Start a run (manual injection)
Prepare a run (manual injection) ‘

Stop a run

[Smp ) Erep Start
Display column information J

Front me Signal 1 ‘ol
Inlet Lomp 1

Display the oven temperature

Display the front inlet information

Display the GC/MSD interface temperature —\—IJ T J [ } [Dm [ EWZ}
(Thermal AlIX 2) [Temp 1 Pres } {Flmu {Ez;tml Ramp # ]
- - - - [Sla[us 1 % l {Infﬂ J {Clear ] A ]
Display the back inlet information ) )
[Tlme l On } [Emer ] ﬁ
(I I o N N
[Run l Front 1 [4 ‘ {5 ] [ ]
[Dptmns l Back } {1 J {z } 3 }
|

ICunhg } Delete

Method Storage and Automation
Load Method | [Run ot | [Wed | Seg
Table Injector Enmml

Store Seq ‘ Glock Back Sample
| | Table Injector | | Tiay
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Keypad and display for the 6850 GC

The ChemStation software provides instrument control for the
6850 GC. This allows you to use the software, instead of the GC
keypad, to program the instrument. However, there are times
when you may want to use the keypad to quickly perform one of
the following tasks.

Depending on the configuration set by the control module or
ChemStation, during a run the scrolling display can show:

¢ Oven temperature

¢ Inlet pressure

* Column flow rate

* Raw detector signal

¢ Messages

¢ Sequence information

¢ Run time

6850 Display
Top line: Status
Bottom line: messages and scrolling list

P%nun Oa Scroll through a list
Set GC to Ready Ov on the display
conditions Stop Load
Stop a run @ Not Ready &) Run @ Load a method
On when not ready, On during run,
blinks for error condition blinks during post-run, autoinjector, sequence
Start a run, autoinjector, or sequence
when "Ready for..." appears
16 MSD Productivity ChemStation Getting Started
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Maintenance schedule

Detailed maintenance tasks are described in the hardware
manuals supplied with your system. How often you need to
perform system maintenance may vary for your system. Keep a
maintenance record.

Every day
0 Check, and if necessary, replace the septum.
[J Check the tightness of the inlet liners.

(J Check the tightness of the column nuts.

Every week
[0 Check the foreline pump fluid level, if applicable.

(0 Change the inlet liners and O-rings.

Every month
[0 Clean the split/splitless inlet vent line trap.

[0 Check for leaks (inlet, column connections).

Every 3 months

[J Replace gas cylinders (when below 500 psig).

Every 6 months
[0 Replace the foreline pump fluid, if applicable.

[J Check, and if necessary, refill the calibration vial(s).

Every year
(J Check, and if necessary, replace the diffusion pump fluid.

[0 Recondition or replace internal and external traps and
chemical filters on the GC.

MSD Productivity ChemStation Getting Started 17
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As needed
(0 Tune the MSD.
Clean the ion source.
Replace the carrier gas trap.

a
O
[J Replace worn out parts (filaments, EM, etc.).
[J Replace the column.

a

Lubricate seals.

Safety warnings

Do not perform maintenance with the MSD on or connected to its
power source unless specifically instructed to by documentation
supplied with the MSD.

The GC/MSD interface can be on and at a dangerously high
temperature even though the MSD is off. After it is turned off, the
GC/MSD interface cools very slowly. Make sure all parts have
cooled before handling them.

Be careful when working behind the GC. During cool-down cycles,
the GC will emit hot exhaust that could cause burns.

If you are analyzing toxic chemicals or using toxic solvents, use a
hose to route the pump exhaust out of your laboratory. Note that the
oil trap provided with standard foreline pumps stops foreline pump
oil only, it does not trap or filter out toxic chemicals.

Use chemical-resistant gloves and safety glasses when replacing
pump fluid. Avoid all contact with the fluid.

The insulation around the inlets, detectors, valve box, and insulation
cups is made of refractory ceramic fibers (RCF). Avoid inhalation of
RCF particles. Ventilate your work area, wear long sleeves, gloves,
safety glasses, and a disposable respirator. Dispose of insulationin a
sealed plastic bag. Wash your hands with soap and cold water after
handling RCFs.

MSD Productivity ChemStation Getting Started
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Operating tips
(0 Back up your data and methods reqgularly.

[0 Make sure the tune file you are using is appropriate for
your samples.

[J Save Tune reports in a notebook for future reference.

J Perform system maintenance as indicated by the
maintenance schedule in the GC and MSD hardware
documentation. Keep a record of all maintenance
performed.

(0 When venting the MSD, take advantage of the cool GC to
do maintenance such as replacing inlet liners, septa, etc.

0 After pumpdown, wait at least 2 hours for the MSD to
reach thermal equilibrium before tuning or acquiring
data.

(0 Optimum sensitivity generally occurs at column flow
rates of 1.2 mL/min or less.

[J When injecting volumes greater than one microliter, use
the pulsed splitless mode and increase the initial oven
temperature 10-20°C.

(J For splitless injections, pulsed splitless mode gives more
quantitative sample transfer onto the column. A pulse
pressure of twice the initial inlet pressure is typical.

(J Selecting Constant Flow mode will provide the most
efficient separation in most cases.

J For a new column, check that the column nuts are still
tight after the first few oven temperature cycles.

(J Use the [Config] [Status] buttons on the Agilent 7890A
and 6890 GC keypads to set the three display items most
important to you (for example, time remaining, oven temp,
etc.). These are then always visible regardless of which
GC/MSD ChemStation view is on top.

(J Rinse and refill ALS wash vials. Do not add more solvent
to a partially full vial.

MSD Productivity ChemStation Getting Started 19
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[J Use the following table as a guide to using the SIM and/or
Scan acquisition modes.

Task Mode
Analyze a mixture with unknown components. Scan, or
SIM/Scan
Analyze a mixture with known components in Scan, or
unknown amounts (quantitate). SIM, or
SIM/Scan
Identify the presence of a few known SIM

compounds at low levels within a mixture.

(0 When choosing masses for SIM, use the exact mass
printed in the Tabulation report, not the nominal mass

annotated on the spectrum display. This provides more
accurate data.

J When doing SIM analysis, use low resolution mode unless
you are trying to determine the ratios of masses one amu
apart. Low resolution provides maximum sensitivity and
repeatability.

[0 Choose the narrowest scan range that still produces good
library search results. This allows more spectra across
the peak and better quantitation.

MSD Productivity ChemStation Getting Started
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ChemStation Views

Instrument Control view

The Instrument Control view is displayed when you start up the
ChemStation. This is where you set and monitor instrument
parameters. If you are in a different view, select

View > Instrument Control when you are ready to set up the
system for data acquisition.

See the online help for more details on the menus, buttons, or windows
used in the software.

H @ Instrument Control =
| =5 Sample Name:
. i p -
T L _ N
£75_680n_001.4 TG

Sequence Method I Instrument |
Gl 0 A ol

GC Status Messages Spectrum Total lan

Oven Temperature Column-1 Flow Cal. | Aux2 Temperature | Inlet-F Temperature

MS Source MS Guad TurboSpd
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’ Run Time

AR R

IR
\\_!\&\\\v .
- SRR

22

Acquisition Status Indicator
Displays the status of the current run.

Run Time
Displays the remaining time in a run.

Start Run
Displays the sample name and data file ready to run.

Stop

The stop sign is red when a run is in progress and gray when a run is not
in progress. Use this button to stop the system when it is in PreRun, Run,
or PostRun. If the system is in Run, the system will go to PostRun. If the
system is in PostRun, it will go to Idle.

Loghook
Displays the logbook pop-up menu.

Maintenance Due
Displays the Select Early Maintenance Feedback (EMF) Action dialog box.

Print

Displays a dialog box with printable items such as sequence log, current
sequence, instrument parameters, Data Analysis parameters, and
detailed Data Analysis parameters.

Help
Displays help for the Instrument Control view and gives access to the rest
of the help system.

Load Sequence
Opens the Load Sequence dialog box.

Save Sequence
Opens the Save Sequence dialog box.

MSD Productivity ChemStation Getting Started
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Run Sequence
Opens the Start Sequence dialog box.

Edit Sequence
Opens the Sample Log Table dialog box.

Simulate Sequence
Tests a sequence.

Load Method
Opens the Load Method dialog box.

Save Method

:E _-_l Saves the current method.
Run Method

j’% _-_l Opens the Start Run dialog box.
Edit Method

/Z‘_i_ _-_l Lets you edit the current method.

GC Parameters
Lets you edit the GC parameters and GC monitors.

MS Parameters
Lets you edit the MS parameters.

Tune Parameters

LRI
ﬁ*ﬁ?& Lets you tune the MSD.

MSD Productivity ChemStation Getting Started
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Data Analysis view

The Data Analysis view is displayed when you start a data
analysis instrument session or select

View > Data Analysis (offline) from an Instrument Control view.
Use the Data Analysis view to perform tasks such as:

¢ Setting up integration parameters

* (Calibrating a method

¢ Quantitating data

* Customizing and printing reports

Data Analysis also contains various productivity tools such as

QEdit, DOSCAN, DOLIST, EasyID and toolbars. In addition,
there is a tutorial available for using quantitation.

See the online help for more details on the menus, buttons, or windows
NOTE .
used in the software.

aé Enhanced Data Analysis - DEFAULT.M / EVALDEMO.D  (MS Data: Ouantitated Multi Pt., Not Reviewed)
Fle Method Reprocessng Chromatogram Spectrum  Calbrate Quanfitate ExportReports Tools Opfions Wiew Macros Help

pEos P@fdam 2EPY S DOBLE (242477

CNEBEDHE ¢ . %00 Lk WsR29 08 BSE—|0 7

Browse 4 [2] TIC: evaldemo. didata. ms

- B My Computer T R
S AN ~ | 3=00000
=cy
(0 110282973155 165324 3000000
4023685 2a371865 a1
{1 Database 2500000
{0 DELL

{21 Documents and Setings
{0 EmDemo

/2 msdchem

a1

2000000
1500000

Py 1000000
(1 5975.0LD 3 500000
= DATA
A evaldemo.d ; ; :
=3 methods Time—>
=/ defaultm
(0 refspec
=0 envdelm
-1 sequence
@:

@3

i

O custrpt
O diag

{1 drivers
(3 drugmacs
(3 enviorms
(3 gemacias
{1 MsDema
(3 M3exe
3 mermacros

Ready (CAP NUM
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Data Analysis toolbar buttons

il
=
~a

&

Method

il
&
B

The toolbar buttons are grouped on the toolbar. Select Options to
show or hide a particular group.

Show and hide the file group icons by clicking on and off.

Load Data File
Loads the selected data (.D) file and displays the total ion
chromatogram (TIC) for that file.

Load Next Data File
Loads the next data file in the directory.

Snapshot
Displays data that has been acquired up to when the snapshot
is activated. This feature is not available for GC-only data.

Print
Lets you print the selected window, the TIC and spectrum, or
the current method.

Show and hide the method group icons by clicking on and off.

Load Method
Lets you choose a method file (*.M) to load from a directory
tree.

Save Method

Saves the current method.

Run Method

Carries out only the Data Analysis portion of the current
method. You must choose an output file name to print. This
output file will specify the name of the file that will store the
document. The document is stored in a format readable by the
printer, not the program you are using to print.

MSD Productivity ChemStation Getting Started 25



1 MSD Productivity ChemStation Quick Reference

Generate AutoSIM Method
'»‘3@]1 Opens the AutoSIM Setup dialog box.

Edit SIM Parameters
ﬁ;ﬂl Lets you edit the SIM parameters in the SIM Group Table.

Window  Show and hide the window group icons by clicking on and off.

Copy

Lets you copy the selected window to the clipboard.
Reset Windows

Eg Rearranges the graphics windows to their default positions.
Edit Colors
Lets you adjust the colors of various display items in Data
Analysis.

Iconize/Restore Graphics
Lets you minimize or maximize the displayed graphics
windows.

Close Screen Reports
Closes the currently displayed screen reports.

o |

Tools Show and hide the tools group icons by clicking on and off.
EasylD

IE‘ Lets you update expected retention times and ion ratios for MS

—_— data in an existing quantitation database on a
compound-by-compound basis.
QEdit

Ii-l ".jl Enters the QEdit mode, where you can edit quantitation

= results.

26 MSD Productivity ChemStation Getting Started
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Review Peak Purity
Helps you detect overlapping peaks (multiple-component
peaks) in your chromatogram (GC/MS only).

._1:.‘_'1'

Retention Time Lock
j_g Accesses the RTLock Setup view, which is used for retention
time locking tasks.

Signal-to-Noise
Lets you perform a signal-to-noise check and then display or
print the report.

s

Show and hide the custom tools group icons by clicking on and
off.

CUSTOM TOOL 1

Lets you run a user-created macro. This macro must first be
created and then named CUSTOMTOOL]. See the online help
for Using and Writing Macros, and Data Analysis Commands.

CUSTOM TOOL 2

Lets you run a user-created macro. This macro must first be
created and then named CUSTOMTOOLZ2. See the online help
for Using and Writing Macros, and Data Analysis Commands.

CUSTOM TOOL 3

Lets you run a user-created macro. This macro must first be
created and then named CUSTOMTOOLS. See the online help
for Using and Writing Macros, and Data Analysis Commands.

CUSTOM TOOL 4

Lets you run a user-created macro. This macro must first be
created and then named CUSTOMTOOLA4. See the online help
for Using and Writing Macros, and Data Analysis Commands.

CUSTOM TOOL 5

Lets you run a user-created macro. This macro must first be
created and then named CUSTOMTOOLS. See the online help
for Using and Writing Macros, and Data Analysis Commands.

1

y Y iE
S

N

» N
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Generate AutoSIM Method
'»‘3@]1 Opens the AutoSIM Setup dialog box.

Edit SIM Parameters
ﬁ;ﬂl Lets you edit the SIM parameters in the SIM Group Table.

Window  Show and hide the window group icons by clicking on and off.

Copy

Lets you copy the selected window to the clipboard.
Reset Windows

Eg Rearranges the graphics windows to their default positions.
Edit Colors
Lets you adjust the colors of various display items in Data
Analysis.

Iconize/Restore Graphics
Lets you minimize or maximize the displayed graphics
windows.

Close Screen Reports
Closes the currently displayed screen reports.

o |

Tools Show and hide the tools group icons by clicking on and off.
EasylD

IE‘ Lets you update expected retention times and ion ratios for MS

—_— data in an existing quantitation database on a
compound-by-compound basis.
QEdit

Ii-l ".jl Enters the QEdit mode, where you can edit quantitation

= results.
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Review Peak Purity
Helps you detect overlapping peaks (multiple-component
peaks) in your chromatogram (GC/MS only).

._1:.‘_'1'

Retention Time Lock
j_g Accesses the RTLock Setup view, which is used for retention
time locking tasks.

Signal-to-Noise
Lets you perform a signal-to-noise check and then display or
print the report.

s

Show and hide the custom tools group icons by clicking on and
off.

CUSTOM TOOL 1

Lets you run a user-created macro. This macro must first be
created and then named CUSTOMTOOL]. See the online help
for Using and Writing Macros, and Data Analysis Commands.

CUSTOM TOOL 2

Lets you run a user-created macro. This macro must first be
created and then named CUSTOMTOOLZ2. See the online help
for Using and Writing Macros, and Data Analysis Commands.

CUSTOM TOOL 3

Lets you run a user-created macro. This macro must first be
created and then named CUSTOMTOOLS. See the online help
for Using and Writing Macros, and Data Analysis Commands.

CUSTOM TOOL 4

Lets you run a user-created macro. This macro must first be
created and then named CUSTOMTOOLA4. See the online help
for Using and Writing Macros, and Data Analysis Commands.

CUSTOM TOOL 5

Lets you run a user-created macro. This macro must first be
created and then named CUSTOMTOOLS. See the online help
for Using and Writing Macros, and Data Analysis Commands.

1

y Y iE
S

N
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Navigator

A
&‘5}}

Chromato-
gram

|

-

B (2

Show and hide the navigator icon by clicking on and off.

Hide/Show Navigation
Toggle icon that lets you show or hide the Explorer pane.

Show and hide the chromatogram group icons by clicking on
and off.

Draw Chromatogram
Redraws the original chromatogram of the current data file
without labels or integration marks.

Scale Chromatogram
Scales the selected chromatogram by the specified scale
factors.

Extract lon Chromatograms
Extracts and displays extracted ion chromatograms (EICs)
from the TIC of the current data file (GC/MS only).

Merged Format
Causes EICs to be displayed overlaid on each other (GC/MS
only).

Overlay Chromatograms
Allows you to select multiple chromatograms to be displayed
superimposed on each other.

Set Overlay Parameters
Determines how the overlaid chromatograms are displayed.
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Integrate  Show and hide the integrate group icons by clicking on and off.

Autolntegrate

Tries to find the best integration parameters for the current
chromatogram and then integrates the chromatogram. This
action is not allowed if the RTE integrator is currently set in
the method.

E

Integrate
Integrates the current chromatogram using parameters set for
the current integrator.

E

Integration Parameters
Opens the RTE Integration Parameters dialog box.

e
b F

Spectrum Show and hide the spectrum group icons by clicking on and off.

Subtract Spectrum
Subtracts one spectrum from another and displays the
difference.

Select Library
Lets you select the libraries that will be used for PBM searches
of the currently selected spectrum.

Library Search Report
Integrates the current TIC, searches the current library for
matches for each peak, and generates a report.

B |2
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Setup
Quant

i

Quantitate

Show and hide the setup quantitate group icons by clicking on
and off.

Set Up Quant

Lets you set up a quantitation database by specifying
quantitation database globals and entering compounds in the
database.

AutoQuant
Provides a semi-automated way to create a quantitation
database.

Show and hide the quantitate group icons by clicking on and
off.

Edit Compounds
Lets you review and edit information in the quantitation
database compound-by-compound.

Update Calibration Table
Lets you add, delete or update a calibration level in the current
quantitation database.

Calculate Quant Report
Quantitates the current file and generates a quantitation
report.

Generate Quant Report
Generates a quantitation report for a file that has already been
quantitated.

Print Quant Report
Prints the quantitation report.
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Show and hide the custom reports group icons by clicking on

and off.

Custom Reports

Starts the Custom Reports software. If the method does not

1

have a quantitation database, or no data file is loaded, you can

use default values.

Print Custom Report

Prints the custom report template specified by the method,

using the current data file.

Show and hide the options group icons by clicking on and off.

Data Analysis Options
Opens the Select DA Options dialog box.

Switch Data Analysis Mouse Actions
Toggles the right-click functionality of the mouse from
traditional actions to the new right-click menu options.

Show/Hide Stack (Variable Watch)
Lets you choose to show or hide the stack (variable watch)
window.

Toggle Command Line
Turns the display of the command line on or off.

Show and hide the abort icon by clicking on and off.
Abort

Stops a command or macro.
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Help

Show and hide the help icon by clicking on and off.

Online Help
Displays the GC/MSD ChemStation online help.

Show and hide the DRS group icons by clicking on and off.

Quant + DRS single file
Only available if DRS is installed.

DRS w/ Existing Quant single file
Only available if DRS is installed.

DRS Help
Only available if DRS is installed.
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To pump down (start) the MSD

1 Make sure your system meets all of the following conditions
before you pump down:

0

0

0

The vent valve is closed (the knob is turned all the way
clockwise).

All other vacuum seals and fittings are in place and
fastened correctly. (The front side plate screw should not
be tightened.)

The MSD is connected to a grounded power source.
The GC/MSD interface extends into the GC oven.

A conditioned capillary column is installed in the GC
inlet and in the GC/MSD interface.

An inlet, septum, liner, and O-ring are clean, installed and
in good condition.

A column is installed, in the transfer line.
A source is installed.

The GC is on, but the heated zones for the GC/MSD
interface, the inlet, and the oven are off.

Carrier gas of at least 99.999% purity is plumbed to the
GC with the recommended traps.

If hydrogen is used as carrier gas, carrier gas flow is off
and the front sideplate thumbscrew is loosely fastened.

The foreline pump exhaust is properly vented.

m Make sure your MSD meets ALL the conditions listed above. Failure
to do so can result in personal injury.

2 Open the MSD analyzer top cover.
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Turn on the MSD while engaging the sideplate to the
manifold using hand pressure.

Press lightly on the sideplate to ensure a correct seal.

The foreline pump will make a gurgling noise. This noise
should stop within a minute. If the noise continues, there is a
large air leak in your system, probably at the sideplate seal,
the interface column nut, or the vent valve.

Start the ChemStation and select Tune and Vacuum Control from
the View menu.

6 Select Pump Down from the Vacuum menu.

Once communication with the PC is established, click OK.
Within 10 to 15 minutes the diffusion pump should be hot, or
the turbo pump speed up to 80%. The turbo pump should
eventually reach at least 95%.

If these conditions are not met, the foreline pump will be shut off. You
must then power cycle the MSD. If the MSD does not pump down
correctly, see the online help for information on troubleshooting air
leaks and other vacuum problems.

When prompted, turn on the GC/MSD interface heater and
GC oven. Click 0K when you have done so. The software will
turn on the ion source and mass filter (quad) heaters. The
temperature setpoints are stored in the current autotune
(*.u) file.

Do not turn on any GC heated zones until carrier gas flow is on. Heating
a column with no carrier gas flow will damage the column.

9 After the message Ok to run appears, wait 2 hours for the MSD

to reach thermal equilibrium.

Data acquired before the MSD has reached thermal equilibrium might
not be reproducible.
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If using a toxic gas, for example ammonia, tighten the MSD sideplate
screws. Tightening these screws before reaching vacuum can distort
the seal and cause leakage.

To vent (shut down) the MSD

1 If your 5975 Series MSD is equipped with a vacuum gauge
controller, from the Tune and Vacuum Control view select
Vacuum > Turn Vacuum Gauge on/off. For your 5973 Series MSD
make sure your external Ion Gauge Controller is turned off.

2 Turn the gauge off.

3 Before venting a 5973 series CI MSD, press [ Gas Off]. This
turns off the reagent gas flow and closes the shutoff valve.

m On a 5973 CI MSD, the Gas Off light must be on when the MSD is
venting.

4 From the Tune and Vacuum Control view, select
Vacuum Menu > Vent. Follow the instructions presented.

m If you are using hydrogen as a carrier gas, the carrier gas flow must
be off before turning off the MSD power. If the foreline pump is off,
hydrogen will accumulate in the MSD and an explosion may occur.

Read the Hydrogen Safety manual (G3170-90010) before operating
the MSD with hydrogen carrier gas.

Be sure the GC oven and GC/MSD interface are cool before turning off
carrier gas flow.

5 When prompted, turn off the MSD power switch.
6 Unplug the MSD power cord.

7 Remove the analyzer cover (5973 series) or the source view
window cover (5975 series).
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8 Turn the vent valve knob counterclockwise only
three-fourths turn or until you hear the hissing sound of air
flowing into the analyzer chamber.

5975 Vent valve

5973 Vent valve

Do not turn the knob too far, or the O-ring may fall out of its groove. Be
sure to retighten the knob before pumping down.

m Allow the analyzer to cool to near room temperature before
touching it.

Always wear the clean gloves supplied in the ship kit while handling
any parts that go inside the analyzer chamber.
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To tune your MSD

You should tune the MSD periodically to maintain its optimum
performance. Tuning is the process of adjusting MSD
parameters so the instrument meets certain performance
criteria. How often you should tune is determined by the
number and type of samples you are running, as well as the
overall condition of your system.

Always tune the MSD with the same GC oven temperature and column
flow, and the same analyzer temperature that will be used for data
acquisition.

Keep the tune reports in a notebook so that successive reports
can be easily compared.

To tune the MISD

From the Instrument Control view:

1 Select the Tune Parameters icon (displays only the first two
menus listed in step 2) or View > Tune and Vacuum Control.

J'ﬁﬂﬁh
g

2 From the Tune menu select one of the following, depending on
the instrument performance required by your application.

J Tune MSD
Results in maximum sensitivity over the full scan range.

J QuickTune
Adjusts the peak width, mass assignment, and abundance
without changing ion ratios.

(J Autotune (Atune.U)
Tunes for maximum response over full scan range.

(J Low Mass Autotune (Lomass.U)
Tunes for the low-mass range.
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a

0

Standard Spectra Tune (Stune.U)
Results in a standard response over the full scan range.
This option may reduce sensitivity.

DFTPP Tune (DFTPP.U)
Tunes specifically for the EPA method 625.

BFB Tune (BFB.U)
Tunes specifically for the EPA method 624.

GAIN Autotune (ATUNE.U + HiSense.U)

Tune to a targeted gain instead of a targeted abundance.
This is strongly recommended for consistent compound
responses, improved agreement between different
instruments, and better diagnostics in tuning and
troubleshooting.

Tune Wizard. . .

Displays a series of dialog boxes that let you set
abundance ratio targets and adjust tuning criteria. This is
used for target tuning.

Air and Water Check

Generates a standardized measurement and report of the
system air (nitrogen m/z 28) and water (m/z 18) levels
relative to PFTBA mass 69. Use this item to check for
leaks. The abundance of m/z 28 should be less than that
of m/z 18, and each should be less than 5% of m/z 69.

Tune Evaluation
Evaluates the current tune file.

3 Review the Tune report.

4 To view the history of tune results, select File > View Tunes.

To use manual tune

Manual tuning lets you interactively set the MSD parameters,
such as lens voltages and tuning masses, to values that meet the
needs of your particular analysis. Using manual tuning you can
often obtain greater sensitivity than you can with autotune.
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Manual tuning allows you to ramp individual parameters and to
specify the range and step size for the ramp. The results of the
ramp are displayed visually with the optimum value for the
parameter clearly marked on the plot.

You can acquire two types of data in manual tune: profile scans
(plots the abundance and peak shape of the tune masses) and
spectrum scans (scans plot response across the entire mass
range).

See the online help for more details about manual tuning,.

To acquire data

To set up the GC for use with the MSD

In the Instrument Control view:

1 From the Instrument menu select Inlet > Injection Types. Select
the appropriate injection source and select the Use M$S
checkbox. Click OK.

2 From the Instrument menu select Edit GC Parameters.

3 Click Aux. Verify that you are using auxiliary channel 2, the
heater is on and set to the desired temperature, and that
MSD is selected as the Type.

4 Click Columns. Verify that the detector is MSD and that
Vacuum is selected for Outlet psi. Click OK.

To inject a sample with the ALS

In the Instrument Control view:
1 Place the ALS vial containing the sample into the ALS tray.
2 Click the Run Method icon or select Method > Run Method.

3 When the Start Run box appears, specify the sample
information:

0 Specify a unique data path for the sample.

J Specify a unique data file name for the sample.

J Enter the position number of the sample vial in the Vial
field.
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(J (Optional) Fill in the Operator Name, Sample Name, and
Misc Info fields to document the injection.

J Make sure that the Data Acquisition option is selected.
Select the Data Analysis option if you want to generate any
of the reports specified in the method.

4 Click Run Method to initiate the run.
Do not use Start on the GC to start a run when using the ALS.

To inject a sample manually

In the Instrument Control view:

1 From the Instrument menu select Instrument > Inlet > Injector
Types.

2 1In the Inlet and Injection Parameters dialog box, select
Manual as the injection source.

3 On the GC keypad, press [Prep Run]. This cancels the gas
saver flow, brings the inlet flow to its setpoint value, and
closes the purge valve (for splitless injection only).

4 Select Method > Run Method.

5 When the Start Run box appears, specify the sample
information as described below:

J Specify a unique data path for the sample.
(J Specify a unique data file name for the sample.

(J (Optional) Fill in the Operator Name, Sample Name, and
Misc Info fields to document the injection.

[0 Make sure that the Data Acquisition option is selected.

(J (Optional) Select the Data Analysis option if you want to
generate any Data Analysis reports specified in the
method.

6 Click Run Method to initiate the run. If the temperatures are
stable, the Prepare To Inject box appears. Otherwise, the
message Waiting for GC ready is displayed.
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7 When the GC temperatures have stabilized (Agilent 7890A
and 6890 GCs - the Pre Run light on the GC is steady, 6850
GC - the Not Ready light is off), inject the sample and press
[Start] on the GC.

Do not inject before the GC is ready. This will cause inconsistent

results.

To edit the entire method

In the Instrument Control view, select Method > Edit Entire
Method. The Edit Method dialog box allows you to select which
portions of method you want to edit:

e Method Information

¢ Instrument/Acquisition - All relevant GC and MS dialog
boxes will be displayed for your input.

¢ Data Analysis

When you click 0K, the dialog boxes for the sections you selected
will be displayed sequentially for you to edit.

When prompted to save the method, you may enter a new name
for the method if you wish. If a custom report template has been
specified as the report type, you will be prompted whether or
not you want to save a copy of the generated report with the
data file.

To set up a sequence

In the Instrument Control View, the Sample Log Table is used to
set up a sequence. Each line in the Sample Log Table contains
information for the analysis of one sample (one vial, for an
ALS).

1 If the Sample Log Table is not already open, select
Sequence > Edit Sequence or click the Edit Sequence button in
Instrument Control.

2 Click on a blank cell in the Type column. Then click the arrow
in the box labeled Type and select the type of sample you are
going to run.
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3 Use the Tab key or the mouse to move to the Vial box and
enter the vial number.

4 Move to Method > Keyword and enter the name of the method
or keyword to be used for the current sample. (For a list of
methods, click the ? button in this field.)

5 Supply the Data File name, a Sample name, any Comment and
the Expected Barcode.

6 Complete any other fields that apply to your sample.
7 When you are finished, click OK.
To append the contents of another sequence to the current

sequence, select Sequence > Additional Sequence Options... and
choose Append Sequence.

To analyze MS data

In the Data Analysis view, you can load a data file from the
Navigation panel or by selecting Load Data File in Data Analysis
view.

To load a data file

To load the data file in Data Analysis:

1 Select the Load Data File icon or select Load Data File from the
File menu.

a1

2 Select a data file (double-click on a file name or type a name
and click 0K). The chromatogram for the data file is loaded
and displayed in window [2].

A data file must be loaded to perform any of the tasks in this section.

MSD Productivity ChemStation Getting Started



MSD Productivity ChemStation Quick Reference 1

To integrate a chromatogram

1 If the integrator you wish to use is not currently selected,
open the Chromatogram menu and click Select Integrator.
Choose an integrator and click OK.

Select Chromatogram > Integrate.

(Optional) Select Chromatogram > Integration Results. A report
of tabulated results is displayed on the screen. When you are
finished viewing the results, click Close.

To select a spectrum

If right-clicking in window [1] or [2] displays a menu, use the Switch Data
Analysis Mouse Actions button to toggle between right-click modes.

Double-click the right mouse button on the time point of
interest in the chromatogram. The spectrum appears in window

[1].

To zoom in

1 Position the pointer at one corner of the area you wish to
expand in a chromatogram or spectrum.

2 Press and hold the lgft mouse button while dragging the
mouse to select the area you wish to expand.

3 Release the mouse button. The selected area expands to fill
the existing window.

To zoom out

1 Position the mouse anywhere in the zoomed window.
2 Double-click the left mouse button.

To average spectra

1 Position the pointer in the chromatogram at the starting time
for the range you want to average.

2 Press the right mouse button while dragging the mouse to
the end of the range you want to average.
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3 Release the mouse button. The spectra in the selected range

are averaged and the averaged spectrum is displayed in
window [1].

To add two spectra

1

Select a spectrum (double-click the right mouse button in the
chromatogram).

Select a second spectrum (double-click the right mouse
button in the chromatogram).

Select Spectrum > Add. The two spectra are added together
and the resulting spectrum is displayed in window [1].

To subtract two spectra

1

Select a spectrum (double-click the right mouse button in the
chromatogram).

Select the spectrum to be subtracted (double-click the right
mouse button in the chromatogram).

Select Spectrum > Subtract.
The spectrum selected in step 2 is subtracted from the

spectrum selected in step 1 and the resulting spectrum is
displayed in window [1].

To subtract background spectra

1

Select a spectrum or average a range of spectra to subtract
from the data file.

2 Select File > Subtract Background (BSB). The system performs

the following tasks:

- The selected spectrum is subtracted from every scan in the
current data file.

- The subtracted data is stored in a background subtracted
baseline (BSB) subdirectory in the same directory as the
data file.

- The subtracted data file becomes the current data file and
is displayed in window [2].
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To turn on/ off Extended Menus

In the Data Analysis view, select Options > Show Extended Menus.
Additional menu items will be included in the existing
dropdown lists.

To display Macros Menu

In the Data Analysis view, select Options > Show Macro Menus. A
Macro Menus selection will be displayed in the menu selection
bar.

To turn on the Multiple Data Files view

In the Data Analysis view, select View > Analyze Multiple Data
Files.... This allows you to view up to 9 chromatograms
simultaneously. To return to the standard Data Analysis view,
select View > Return to Data Analysis.

To turn on the Multiple Spectra view

In the Data Analysis view, select View > Analyze Multiple Spectra....
This allows you to view several spectra simultaneously. To
return to the standard view, select View > Return to Data Analysis.

To use spectral libraries

To select a library

1 In Data Analysis, select Spectrum > Select Library.

2 1In the Library Search Parameters dialog box enter the name of
the Library on the first line.

Up to two additional Search libraries may be entered.
Searching in these additional libraries is dependent on a
compound being found meeting the match quality specified.
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To integrate and search peaks

Use the following procedure to integrate a total ion
chromatogram and automatically generate a library search
report for each peak detected.

1
2
3

In Data Analysis, load a data file. The TIC is displayed.
Select Spectrum > Library Search Report.

When the Library Search Report Options dialog box appears,
select the options you want for the library search report:

- Select either Summary or Detailed to determine the report
format.

- Select one or more destinations (Screen, Printer, and File).

- Select an Integration Parameter File (leave the field blank to
autointegrate using the ChemStation integrator).

- Select which spectrum from each peak to use (Apex, Apex -
Start of Peak, Apex - Background at time, or Peak Average).

Click OK to initiate the search.

The chromatogram is integrated and a spectrum from each
peak is searched. The results of the integration appear on the
screen. The library search report is sent to the destinations
selected in step 3.

Select Chromatogram > Integration Results to view the tabulated
integration results.

To search a single spectrum

1

In Data Analysis, load a data file.

2 Select a spectrum.

3 Double-click the right mouse button in the window

containing the spectrum.

If right clicking the mouse in window [1] or [2] displays a menu, use the
Switch Data Analysis Mouse Actions button to toggle between right-click
modes.
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When the search is complete, the search results appear on
the screen. The spectrum for the unknown, the reference
spectrum you select from the list of hits, and, if available, the
chemical structure of the reference compound is displayed.

4 To view other spectral data:

- Click another compound in the hit list to display a
different reference spectrum.

- Select the Difference checkbox to display the difference
between the unknown and the reference spectra.

5 To view other information:

- Click Statistics to display information about the quality of
each hit found in the list.

- Click Text to view the header information stored in the
library for the current reference spectrum.

6 Click Print to print a copy of the displayed spectra.

7 Click Done to clear the library search results from the screen.

To use retention time locking

Retention time locking (RTL) is a procedure that evaluates
characteristics of a particular method (column, flow setpoints,
oven parameters) so that any changes to the column, which
would normally impact retention times, are negated. The
procedure involves collecting data for a compound (whose
desired retention time is known) at various inlet pressures
around the current method setpoint (-20%, —10%, nominal,
+10%, +20%). The five resultant runs are then evaluated and a
pressure/retention time curve is generated to characterize that
particular instrument. From the curve, a predicted pressure
that causes the lock compound to elute at the desired time can
be calculated and stored so that the method will run at that
pressure.

To lock an MS method

1 From Instrument Control, load the method you want to lock.
Edit the method parameters, if necessary.

2 For ALS injections, put the vial in position 1.
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Select Method > Acquire RTLock Calibration Data. This initiates
the collection of the RTL calibration files.

The nominal pressure will be evaluated for the calibration
range of —-20%, —-10%, +10% and +20%, and five runs will be
made automatically. You are prompted that the five runs will
be made, and if any previous calibration data exists, you are
alerted to this fact as well. The five data files will be stored in
the method directory under a folder named RTLOCK with
the data file names of RTLOCK1 - RTLOCKS5.

Following data collection, a new session of Data Analysis will
be initiated, and the nominal run (RTLOCKS3.D) will be
loaded. Select the peak (click and drag right mouse button)
you want to use for RTL calibration calculations.

The spectrum of the selected peak will be displayed. Click
Yes to have the software automatically locate the lock
compound peak in the remaining four runs. The software will
now perform spectral comparisons and curve fit
determinations. The five selected peaks are then displayed.

The curve equation (based on the retention time versus
pressure values) is displayed and you are asked if you want
to continue. Click Yes.

Next, enter the lock retention time you want to use and click

0K.

Click Yes to save the lock pressure information to the method.
Enter the lock compound name you want to use and click OK.

10 You are now given the option to delete the calibration data

files (RTLOCK1.D - RTLOCK5.D). Select Yes or No. The
method is now locked.

Whenever a locked method is loaded into Instrument Control,
the title bar will indicate that the method is locked, and which
compound was used for the lock. The pressure (online
instruments only) will be set to the locked pressure.

When a locked method is run, the pressure is restored to the locked
pressure value EVEN if you have made changes using the GC keypad or
from Instrument Control.
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Error Messages and Troubleshooting

Error messages

Sometimes, a problem in your MSD will cause an error message
to appear in the ChemStation software. Some error messages
appear only during tuning. Other messages will appear during
tuning or instrument control.

Sometimes, instead of a message only a number will appear.
This number can represent one or more error messages.

To translate a number into an error message:

1 Note the number.

2 In Instrument Control, select View > Tune and Vacuum Control.
3 Select Status > MS Error Codes.

4 Type the error number in the box provided and click 0K.

Enter the fault humber reported by the MSD:
2

ak | Cancel |

The corresponding error message(s) will be displayed.

File Tume Vacuum Execubte Parameters Skatus  Miew  Abork Help

M5 Error code g
[ 3ee Help -> Troubleshooting )
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Troubleshooting tips

MSD LAN error

MSD 1is on, but status flashing “Server not found! Check LAN
connection”

This is normal when the MSD is initially turned on. It means the
ChemStation has not yet established contact with the MSD. If
the flashing continues after the pumpdown is initiated:

Temporary power failure interrupted communications.

Bad connection between the MSD and the ChemStation
and/or the Agilent Bootp service and/or the switch/hub.

MAC and IP addresses for the MSD are not properly
configured in the Agilent Bootp service for the LAN.

Baseline rising

Column bleed

Other contamination

Foreline or vacuum manifold pressure too high

Excessive column flow

Air leak

Diffusion pump fluid level too low
Diffusion pump fluid is contaminated
Foreline pump oil level too low
Foreline pump oil is contaminated

Constricted foreline hose (this would cause the vacuum
manifold pressure to be too high but the foreline pressure to
be too low)

High background in mass spectra

e Air leak

Foreline or vacuum manifold pressure too high

Other contamination
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lons at m/z 18, 28, 32, and 44

Detector vented recently (residual air and water)
Air leak

Isotopes missing or isotope ratios incorrect

Incorrect tuning

Dirty ion source

High background

Electron multiplier voltage too high
Repeller voltage too high

High scan speed (Scan mode)

Low dwell time (SIM mode)

Peaks too wide or too narrow

Repeller and ion focus leads have been reversed

No peaks

Incorrect sample concentration

No analytes present

Syringe missing or not installed correctly (ALS only)
Empty sample vial

Injection in split mode instead of splitless mode

Peaks tailing

Active sites in sample path
Injection too large

Inlet too cool

Column flow too low

GC/MSD interface or ion source too cool

Peaks with flat tops

Solvent delay time too short
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* Display scale is wrong
¢ Injection too large

¢ Electron multiplier voltage too high

Peaks with split tops

¢ Bad injection technique

* Injection too large

Peak widths inconsistent

* Incorrect tuning

* No PFTBA and PFDTD in calibration vial

¢ Calibration valve failure

* Dirty ion source

¢ Worn out electron multiplier

¢ MSD has not had enough time to reach thermal equilibrium

e Large variations in the temperature of the lab

Poor repeatability

* Dirty syringe needle

¢ Leaking inlet

e Mismatched inlet liner and injection size

* Loose column connections

¢ Variations in pressure, column flow, and temperature
e Dirty ion source

* Loose connections in the analyzer

¢ Ground loop

Poor sensitivity

¢ Incorrect tuning
¢ Tune file does not match type of analysis
¢ Incorrect temperatures

¢ Incorrect sample concentration
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Leaking inlet

Incorrect split ratio

Purge off time in splitless mode too short
Excessive pressure in the MSD

Dirty ion source

Air leak

Detector is not working correctly

Poor filament operation

Incorrect mass filter polarity

Retention time (RT) drift

Column has been shortened (shorter RT)
0Old column (shorter RT)

Active sites in sample path (longer RT)
Reduced column flow (longer RT)

Inlet leak (longer RT)

Initial oven temperature changed (up = shorter RT,
down = longer RT)

Refer to the Troubleshooting the MSD section of the online help
for more detailed information.
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Introduction

This chapter guides you through the basic steps of creating a
quantitation database. These steps are a starting point for
becoming familiar with the software.

Once you are comfortable, try the Tutorial at the end of this
chapter, then experiment with creating a quantitation database
from your own data files. Use the online help for more
information about these features and how they work.

What does Quantitation do?

Quantitation identifies how much of a compound is in a
sample.

When is Quantitation done?

Quantitation is done during the last part of analyzing a
sample (after the compound is identified).

How is Quantitation done?

Quantitation is done by comparing the response from an
unknown amount of compound (the data extracted from a
run) with the response from a measured amount of the
compound (which is stored in the quantitation database).

The quantitation database will be discussed later on in this
document.

How does quantitation work in the MISD Productivity ChemStation?

The following describes, in very general terms, how the
ChemStation determines how much of a compound is in a
sample. It is a two-part process.

Part 1—Data Acquisition

The first part of the process involves data acquisition, briefly
described below.
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When you place an unknown sample into the GC/MSD, broadly
speaking, the sample is heated, pressurized, separated into
individual components, and finally passed through a detector in
the ChemStation. All of this is done according to the method

you specify.

The detector sees the unique pattern that comes from each
compound, and the ChemStation then compares that pattern to
known patterns, which are stored in the library that is
associated with your method. If there is a match, the
ChemStation will report it.

So, if the pattern of one of the compounds found in your sample
matches the pattern of xxx that is stored in the library
associated with your method, the ChemStation can report that
it found xxx in your sample.

Creating the data acquisition portion of the method is a highly
specialized process, and is beyond the scope of this document.
Refer to your online help for detailed information on creating
methods.

In the tutorial at the end of this chapter, we will use the default
method, demo data file, and demo spectrum library that come
with your ChemStation to demonstrate how AutoQuant Setup
works.

Part 2—Data Quantitation

The second part of the process involves finding out how much of
a compound there is in the sample. This is the data
quantitation portion of the process, which is briefly described
below, and is elaborated on in the Tutorial — Using AutoQuant
Setup on page 66.

To determine how much of a compound is in a sample, the
ChemStation has to be able to compare what it finds (the
unknown amount of xxx) to a known amount of xxx, so it can do
a ratio and provide you with an answer.

This is where the quantitation database comes in.
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While the library stores patterns of known compounds, the
quantitation database stores those plus additional details, such
as:

¢ How the compound responds at specific quantities (for
example, 10 ppb)

¢ The compound’s target ion
¢ The target ion’s qualifying ions

So, after the software identifies the compound (by comparing it
to the library), it can further define how much of it there is by
comparing the instrument response it found in the unknown
sample, to the response listed in the quantitation database.

For example, if the entry in the quantitation database
represents 10 ppb, and the amount found in your sample is
twice that amount, it must be 20 ppb.

This is a greatly oversimplified version of the process. However, this
discussion is only intended to convey the general concept of data
acquisition and quantitation, not the exact specifics of how it is done.

For setting up the quantitation database, please refer to the
Tutorial — Using AutoQuant Setup on page 66.
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What is a quantitation database?

The quantitation database lists the significant details about
each compound you are looking for.

What kind of data is required in the quantitation database?
For each compound you want to quantify, the quantitation
database should include:

¢ One entry that identifies the compound you are looking for,
including details such as:

- Retention time

- Quantitation parameters

- Identification selection criteria

- Method for calculating qualifier ion ratios
- Acceptable range for the relative response

- Mathematical treatment applied to calibration data for a
compound

- Data points used in the calibration curve

¢ One entry that identifies the target ion (usually the base peak
ion) in the compound you are looking for

¢ Two or more entries for ions that further qualify the
presence of the compound. (For example, these ions will
always appear with the compound’s peak ion and always in
the same ratios to it.)

¢ Any internal standards you will be using
This sounds difficult to do, but AutoQuant Setup can identify
these ions for you automatically. See How do [ use AutoQuant to

set up a quantitation database? on page 63 for details on how
this works.

How big is the quatitation database?

To quantify a single compound, the quantitation database could
consist of as little as three entries:

¢ The compound’s base peak ion
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¢ Two additional ions that qualify the presence of that peak ion

An additional optional entry that many users choose is an
internal standard.

The size of the quantitation database will expand according to
how many target compounds you want to quantify and how
many data points are defined in the calibration curve.

How do I create a quantitation database?

There are two ways to add compounds to the quatitation
database:

e Manually

¢ Semi-automatically using AutoQuant Setup

Both are summarized below.

How do | manually set up a quantitation database?

This section is an overview of the steps involved in setting up a
quantitation database manually.

Building the quantitation database manually requires users to
visually inspect the chromatogram and individually select each
compound, target ion, and qualifying ions of interest, then name
them and save them in the quantitation database. (This
represents steps 2 through 8 in An overview of how to set up a
quantitation database manually on page 61.)

Following the discussion on manually setting up a quantitation
database, there is a section on how to set up a quantitation
database using AutoQuant Setup. AutoQuant Setup is a
semi-automatic process in which the software reviews the
chromatogram and selects the compounds, target ions, and
qualifying ions for you based on their abundance and the
library you specified.

Once again, the following two sections include overview
information only. Please see the Tutorial — Using AutoQuant
Setup on page 66 for detailed instructions on setting up a
quantitation database using AutoQuant Setup.
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An overview of how to set up a quantitation database manually
To manually set up a quantitation database, you would complete
the following general process.

1 Load a data file that

contains a measured CaibeaionTie
Standard Of the ”LucatmgPeaks
Compound you want Feeference Window [2000 " [Minwes |
. NoreReference Window [1000 " [Minues |
to calibrate and enter Conolaon Window [6T00 minues
[signa-to-signal retention time mateh) ™ Use RTEINT
the common NewConpourd o

. . Integration Parameter File Browse. Measure |Area -
information for all e o —

) Default +- [0500  min around exp AT Units of concertration |
compounds you will Cuve e [Prr—— 87D concentaton 1000000
list in your Data point neicht for inear regressions [Equalweigning ]
quantitation database o Coeel | He |

on the Quantitation
Globals page, and click
0K when finished.
(Select Calibrate > Set
Up Quantitation... to
access the Quantitation
Database Globals page).

2 Manually review the chromatogram generated by the
measured sample data file.

-lojxl
File Method Chromatogram Spectrum Calbrate Quanttste Tools View Toobars Help
BlPFA e s as2ber P 0B L2 224520
GSMEERBD £ 2 vl KdsB AR & %’é\%\ﬂ\‘ﬂ
BEE Step 3
- Step 4
Step 5
[auont setup 2 x| Step 6
HarneBipher! “‘i p
RT. 642 min [ ISTD
gt 15410
om 7610 Ratio 1284
& 02 5108 Ratie 349
a3 000 Ratio 0.00
Save | Hep o step7
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Individually select each compound by clicking on its peak in
the chromatogram.

From the displayed spectrum select a target ion.
Select qualifying ions for this compound.

Name the compound, and if this compound is your internal
standard, mark a checkbox identifying it as such.

Save this compound’s spectral profile to the quantitation
database.

Repeat steps 2 through 7 for each compound you want to add
to the quantitation database.

Once you have added all the compounds you want, select
Calibrate > Edit Compound... to see a complete list of the entries
you made to the quantitation database (on the Edit Compounds
screen).

Edit Compounds ]
Quant Databass [ac.mih
W Compound Database identfication | Calation | User Defined | Acvanced | Reperting |
= T Methyl paimitate
W eipheny| Name [oodecme  Concenvatin Ui [ compandTie [T
¥ 4-Chierabipheny|
efoocecere. Signals o B Used for Quantiation Quantitation ptons
Ret Ti 5278 RRT [0540 Quantitation type [Target compound ~]
Exract sgnas fom Sample 1STD Concentration [o:000000
- [Gso o« [0s0 GMa %
Measure re cponse by Fa—
Thiels 4778 o [5778 s
dentry et AT vath ~
Quantsignal [Targetlon v o
=]y urrtany Maximum rumber of s T
Relattie
e Resparse el 7] Subiraction Vethod [Extond area cuent |
v i rear Regression -
Tqt [57.10 100,00 ErmiE L =
il weghts =
@ Fis fem [Ee | wer e~
@ [am  [w@  [@n Dodecane
@ [Es  Jmwm  [mm Response Ratio
1
Caliration Levels
corcentratin recponce
£y
05
» T T
o 0.5 1
[ Concentration Ratio
et | e

10 From the Edit Compounds screen you may select any

compound then click View to display the first page of data
saved for that compound. There are three pages of
information for each compound, stored as pages 1, 2, and 3 of
the quantitation database record. Use the page buttons to
toggle among the three screens.

The spectral information and the information you entered on
the Globals screen is transferred to these pages.
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To finish the process, manually update the individual
compound screens (pages 1, 2, and 3) for each of the entries
in the quantitation database.

How do | use AutoQuant to set up a quantitation database?

In the manual process, you had to manually review the
chromatogram and individually select, name, and save each
compound and ion you wanted included in your quantitation
database. AutoQuant Setup, however, is a semi-automatic
process in which the software reviews the data file and
automatically identifies the compounds, target ions, and
qualifying ions for you based on their abundance and the
library you specified.

An overview of how to set up a quantitation database using
AutoQuant

Using AutoQuant Setup to create a quantitation database you
would complete the following general process.

1 The first step is the same as setting up the quantitation
database manually. See An overview of how to set up a
quantitation database manually on page 61 for details.

2 Steps 2 through 8 of the manual process involving manually
selecting compounds and ions. When you use AutoQuant,
however, these steps are automated for you, as described
here. After you complete the Database Globals screen and click
0K (step 1), the software automatically begins looking for
significant peaks in the data file. For each peak it finds, it
compares the data with the specified library, and displays
the compound on a screen similar to this.

Choose Compound Name

+ Biphenyl

" 000092-52-4 Biphenyl
" RT: B43:lon: 154.10
" User Specified

add | Skp | 151D | Hep |
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From this screen:

Add Adds this compound, its target ion, and three
qualifying ions to your quantitation database.

Skip Causes the software to display the next compound
it found in the data file.

ISTD  Adds this compound to the quantitation database
and identifies it as the internal standard.

The ISTD must precede the compounds, etc. and is indicated with an
asterisk in the entry list.

3 After all compounds found in the data file are presented, you
are prompted Do you want to Quantitate Now? Yes brings up a
calibration screen and then the Edit Compound Screen where
you can see your finished quantitation database. (This is
equivalent to step 9 in the manual process.)

Edit Compounds

Quant Database File |qdb.mth

W Compound Database Identification lCaIibration ] User Defined ] advanced
=0 Methyl palmitate
W Bipheryl Marne |D0decane
W 4-Chlorcbiphery!
|*jCodecane

Signals to Be Used for Quantitation

Ret Time 5.278 RRT |0.54C

Extract signals from

- 0.500 + 0.500 & Min .

This iz |4.??El to |5.7?El minub

uant signal
Qi 2 Target Ion « o g

Relatie  ————
From the Edit Compounds screen you can select any compound
and click View to display the page 1 of the data saved for that
compound, exactly as described in step 10 of the manual
process.
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How does AutoQuant Setup work?

AutoQuant Setup identifies the compounds in your data file
using the spectral library you specify and chooses the target ion
and qualifying ions for each compound based on their
abundance in the compound. Once you agree to the choices,
AutoQuant Setup will automatically complete the necessary
entries in your quantitation database.

Prerequisite: In order to use AutoQuant Setup, you must have a
library that contains your target compounds, and your
calibration standard cannot contain coeluting compounds.
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Tutorial — Using AutoQuant Setup

This tutorial will guide you through the steps of using
AutoQuant Setup to create a quantitation database. This
exercise is intended to illustrate how quickly you can create and
use a quantitation database using AutoQuant Setup. It should
take you about 5 minutes to complete.

During this exercise you will create a method containing a
quantitation database that can identify and quantify Biphenyl,
Chlorobiphenyl, and Methyl palmitate.

To do this you will:

1 Load the default method DEFAULT.M supplied with your
ChemStation.

2 Load the demo data file EVALDEMO.D supplied with your
ChemStation.

3 Use the demo spectrum library DEMO.L supplied with your
ChemStation.

4 Use AutoQuant Setup to create a quantitation database with
the following compounds:

- Dodecane
- Biphenyl
- Chlorobiphenyl
- Methyl palmitate
The resulting method and quantitation database will be able to

identify and quantify Biphenyl, Chlorobiphenyl, and
Methyl palmitate.
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Using AutoQuant Setup to create a quantitation database
1 Make a copy of DEFAULT.M and EVALDEMO.D before using them
in this tutorial.

2 In Data Analysis, load two files:

The demonstration method C:\MSDCHEM\1\METHODS\
DEFAULT.M

The demonstration data file C:\MSDCHEM\1\DATA\
EVALDEMO.D

When you do this to create your own quantitation database,
this data file is taken from your calibrated sample run.

3 Select Spectrum > Select Library or click icon:

i

4 Click OK to select DEMO.L.

Library Search Parameters =
Search Library N Search Mext Library
Order MR S If Match Quality <

1 DEMO.L| Browse. . | ID
2 Browse... | ID
3 Browse. .. |

QK I Cancel | Help |

5 Select Calibrate > AutoQuant Setup or click icon.

i

6 When the Quantitation Database Globals dialog box appears,
notice the default information shown (this is from whatever
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was previously viewed). You may modify this as required for
your method.

This screen is called the “globals” because the information
here is common information for all compounds and is
automatically filled in for each compound you add to the
quantitation database.

7 For this tutorial, when the Quantitation Database Globals dialog
box appears, enter the following:

a In the Calibration Title field, type AutoQuant Tutorial. This line
will appear in the title of each quantitative report.

b Check the Use RTEINT box to use the RTE integrator.
¢ Click OK.

Quantitation Database Globals
Sutoquant Tutarial

2000 [ pinwes <]

o0 e

500

Linear Regression 7]
E qual weighting |—

[
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After you click OK, the software begins looking for significant
peaks in the data file. When it finds the first peak, it
compares it with the library specified (in step 3), and
displays the name of the first compound it found in the
library. As each compound is displayed, you will determine
what you want done with that compound.

8 In this case, the first compound it finds is Dodecane. There
are three actions you can take on this compound:

hoose Compound Name

& Dodecane

= 000112-40-3 Dodecane
© RT: 528 lon: 57.10
 User Specified

Add skp | ISTD Help

Add Adds this compound, its target ion, and three
qualifying tons to your quantitation database.

Skip Causes the software to display the next compound
it found in the data file.

ISTD  Adds this compound to the quantitation database
and identifies it as the internal standard.

When the Choose Compound Name dialog box for Dodecane
appears, click Skip. For demonstration purposes we will skip
this compound now. Later on we will rerun this process and
add this compound to the quantitation database.

When the Continue peak entry? box appears, click Yes.

MSD ChemStation =]

~
':o_l Continue peak entry?
k. ° 4

MSD Productivity ChemStation Getting Started 69



2 Understanding Quantitation

(If you click No here, the Quantitate now? dialog box is
displayed, as shown in step 12.)

9 Biphenyl appears next (because it eluted after Dodecane in
this sample). Click Add.

& Biphamnyl

~ 000092-52-4 Biphenyl
© RT: B.43lon: 154.10
 User Specified

Add Sl 5D | Help

10 4-Chlorobiphenyl appears next. Click Add.

hoose Compound Name

& 4-Chlorobiphenyl
 002051-62-9 4-Chlarohipheny!
© RT: 7.74:1on: 188.15
 User Specified

Add Skip ISTD Help

11 Methyl palmitate appears next.

To designate Methyl palmitate as an internal standard, click
ISTD. An internal standard is a compound you plan to inject
into each sample you test to serve as a normalizing factor,
and a basis for comparison.

Choose Compound Name

& hethyl palmitate

€ 000112-39-0 kdethyl palmitate
© RT: 977 lon: 7410
 User Specified

Add Skip ISTD Help
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Click ISTD to add this compound to the quantitation database
and position it at the top of the list of compounds in the
quantitation database. This is very important because
internal standards must precede all compounds that will be
quantitated relative to it in the quantitation database.

12 When the software prompts to Quantitate now? click Yes.

MSD ChemStation =]

After the file is quantitated, the Update Calibration dialog box
will appear.

13 Select Add Level (supply new Calibration Level ID) and enter
the following:

New LevelID = 50
This is a descriptive label only.

Compound Concentration = 50
The prepared concentration of the compound.

ISTD Concentration = 50
The prepared concentration of the internal standard.

Then click Do Update.
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Update Calibration =

Calibration D ata File [Selection ignored by Sequence]

C:hmzdechemt] \datahevaldemo.d

& 4dd Level [supply new Calibration Level [D) — Level IDs
Compound Concentration: IED.DDDDDD Hew Level ID
ISTD Concentration: [50.000000 [0

Existing Level |D

" Update Level [select existing Calibration Level 0]
¥ Fesponses ) byerane % Feplace
¥ | Retention Times ) byerane % Feplace
I | Replace Gualifier lon Relative Fesponses

™| Update Mass Sssignments

" Delete Level [select existing Calibration Level 1D)

Do Update Cancel Help

14 The Edit Compounds box appears next and it displays the
complete list of compounds in your quantitative database.
Note the following:

- Methyl palmitate (the compound you identified as the
internal standard) has been moved to the top of the list
(even though it eluted after two other compounds in the
group) and it has a star by its name.

- The star (*) indicates that it is an internal standard.

- The internal standard must precede the compounds that
refer to it; other than that, order is not important in the
quantitation database.
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Edit Compounds — Compound #1 — Biphenyl ]
Search by: ¥ RetTime " Name "~ Index

W Compound Database

; i Biphenyl
W +-Chlorobiphenyl
B Methyl palmitate

=W External Standard Compour

Understanding Quantitation

MName I Bipheny!

—Signals to Be Used for Quantitation
RetTime  [6.431 RRT |
Extract signals from

- 0.500 | + |0.500 % Min e
This is |5.931 to |6.931 minutes
Quantsignal [Target [on ¥ 9% Uncertainty

mfz  Relative Response IReI 'I

Target
[15210  [too.00
Q1 15305 [[39.20 | 35.00
Q2 15205 [[25.20 | 35.00
g3 [isao (e [fsso0
Level Concentration Response -
50 | 50000000 277E039.000000

Identification |Ca\ibraﬁon I User-Defined I Advanced I Reporting |

Find Compound |

Concentration Units I Compound Type T
—Quantitation Options
Quantitation type ITarget compound j
Sample 1STD Concentration I 50.000000
Measure response by IArea j
Identify by IBest RT Match j
Mandimum number of hits | 1
Subtraction Method IExhend Area Quant j
Curve Fit ILinaar Regression j
weight IEqua\ weighting j
Biphenyl
Response

2.00e+006
1.00e+0064

I

0 T T T T T T T —

0 20 40

Concentration

OK. I Cancel Help

Print Calibration Curve

Copy Calibration Curve

15 The entries for this single-level quantitation database are

now complete.

Select any compound in the list to examine that compound’s
parameters.

16 Click OK or Cancel to close the dialog box.

17 Now we will go back and add the compound we skipped in

step 8.

To begin to insert this compound into the quantitation
database, select Calibrate > AutoQuant Setup or click icon.
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18 Select Append Compounds to Database and click OK.

DEFAULT.M has 3 compounds.

19 When the Quantitation Database Globals dialog box appears, do
not change the parameters.

Quantitation Database Globals

Sutoquant Tutarial

2000 [ pinwes <]

o0 e

500

Linear Regression 7]
E qual weighting |—

[
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Click OK. The software will again start the process of
identifying the same peaks again.
The Choose Compound Name dialog box will appear.

20 When Dodecane appears in the dialog box, click Add.

hoose Compound Name

' Dodecane

7 000112-40-3 Dodecane
 RT: 5.28:/lon: 57.10
" User Specified

Add skip | 5D | Help |

21 The Choose Compounds box appears for the remaining
compounds. For each of the three remaining compounds in
this data file, click Skip when asked to choose a compound
name and click Yes to Continue Peak Entry.

22 When asked if you want to quantitate the database file, click
Yes.

MSD ChemStation =]
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23 When the Update Calibration dialog box appears, select Update
Level (select existing Calibration Level ID). In that section, select
Responses and Retention Times. For both of those selections,
select Replace.

Recalibrate updates all instrument response values and
retention times for the specified level ID with the values
found in the loaded data file. All other entries that you
specified for the compound are returned.

Click Do Update.

Update Calibration

(i B
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24 When the Edit Compounds box appears, select Dodecane to
examine that compound’s parameters in the quantitation

database.
dit Compound ompound Dod
g
Dodecane T
5.278 Target compound
0.000000
0,500 0.500
Area
Best RT Match
[Target Ion
1
Rel Extend Area Quant
Line, ession
710 ar Regr
7115 ©6.30 35.00 weightng
43.05 53.20 35.00 Dodecane
85.15 41.00 35.00 Response
1
Concentration Response

il

0.5+

=

0 0.5 1
Concentration
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25 Select the Calibration tab to view the concentration value.

Edit Compounds — Compound #4 — Dodecane

_
r
_
r
_
r
r
_
r
_J

Response

14

Note that Dodecane, which you just added, does not have a
concentration value.

Click any other compound to view that has a value of 50 for
the concentration.

This was entered globally when this level was first created
(in step 13).

ERERRREREN

Dodecane

0.5
Concentration
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26 Type 50 in the Concentration field for level 50. Click 0K and
then OK again to save the change.

Exit Compounds — Compound 4 — Dodecane

SRR
AREREREREN

Dodecane

Response

14

0.5
Concentration

You have now created a method containing a quantitation
database that can identify and quantify Biphenyl,
Dodecane,Chlorobiphenyl, and Methyl palmitate.
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Now that you have completed this tutorial you can easily set up
your own quantitation database using the compounds of
interest to you.

For in-depth instructions on how to operate your ChemStation,
check the online help.

For complete details on operating, maintaining, and
troubleshooting your hardware, check the disk supplied with
your instrument.
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3  Using Custom Reports

Custom Reports

Getting started

Custom Reports lets you transfer quantitative results from Data
Analysis into the custom reports spreadsheet program where
you can create your own customized reports.

You can also set up custom reports databases from multiple
samples, then view and print charts of the data.

Once a report template or database has been created and linked
to a method, you can print the report or update the custom
reports database automatically whenever the method is run.

You can only use custom reports on quantified data.

This chapter guides you through the basic steps of creating a
custom report template or database. These steps are a starting
point for becoming familiar with the Custom Reports software.

Once you are comfortable, explore the software on your own.
Experiment with the editing or formatting features. Use the
online help for more information about the features and how
they work.

Starting the Custom Reports software

82

In the Data Analysis view, select Quantitate > Custom Reports or
click the custom reports icon.

You are asked if you want to use default values, if the current
method has no quantitation database, or if a data file has not
been loaded.

Click OK. The Custom Reports Paper Size box appears next, select
the paper size you want and click OK.
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Using Custom Reports 3

Select Quantitate > Custom Reports... followed by OK. After a few

seconds, the spreadsheet and Control Panel appear.

Select Create New Report Template and click 0K.

Create New Report
Template

Edit Method Report
Template

Change Method Report
Template

Create New Database

Chart/Edit Method
Database

Change Method
Database

Allows you to build a custom
report template by using the
Report Wizard.

Allows you to modify the custom
report template.

Allows you to select the report
template to use with the method.W
Allows you to build a custom
reports database by using the
Database Wizard.

Allows you to view charts and
modify the custom report
database.

Allows you to select the database
to use with the method.

3 The Report Wizard is displayed. Select an item from the
Report Contents list on the right. In the left panel, Possible Items
for Report lists all items you can select for the report template.
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In the right panel, Report Contents lists the items you have
selected.

4 Select an item from the Possible Items for Report list on the left.

Double-click the selected item or click Add. The selected item
gets added after the highlighted item on the right.

Repeat steps 2-5 until all items for your report template are
added. You can use Remove to delete the items from the Report
Contents list on the right.

Scroll down the Possible Items for Report list on the left. There
are Graphics items you may add to your report template. The
Globals items under Graphics get added into the Reports
Content Header section while the Compound items get added
to the All Compound sections.

Click OK when you have finished selecting report items using
the Report Wizard.

A report template is created based on the selections you
made.

The Custom Reports Sheetl (shown below) is displayed, at
this point you may select File > Save or click the Save icon to
save the report template.

10 The Link with Method box is displayed next. This dialog box

lets you select this template as the default for the method and
to automatically print whenever the method is run.

11 Select File > Exit to exit the Custom Reports program.
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Report Wizard

The Report Wizard creates a report with up to 4 sections. The Header section

contains general information about the datafile or single compound information
arranged as single lines. The other three i itai P d specific
information arranged into tables.

Select a section in the "Report Contents” list and then select an item from the
"Possible Kkems for Report™ and click the "Add ->" button.

Possible tems for Report Report Contents

Actual Barcode o
4r Compound Informati

Example

All Compounds

All Compounds (no ISTDs)
4 Additional Sample Information LS ANISTDs Report Contents
= Graphics

=Header
= GLOBAL

TIC {MS
TIC (MS

Data File Name

All Chromatograms <- Remove Data Rile Path
= Compound Aqq. thod File
" Misc Info

Target & Qualifiers vial Number
Spectrum From Peak Number of Compounds
Target lon =All Compounds
Qualifier 1 Target & Qualifiers
Qualifier 2 #
Qualifier 3 - Name

Ret Time

Amount
Compound |1— Hext Crpd | {#1) Bromochloromethane Units
OK | Cancel

All Compounds (ho ISTDs)
AlLICTH=

Help |

+ Click the plus sign to open
sub-item listing

= Click the minus sign to close
sub-item listing
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Report Contents

= Header

Data File Name

Data e Path

Acqy. thod File

Misc Info

¥ial Number

Number of Compounds
=All Compounds

Target & Qualifiers

#

Name
Ret Time
Amount
Units
All Compounds (no ISTDs)

AL ISTHRE

86

File

B Custom Reperts - C:\MSDCHEM\CUSTRPTATEST. CRT

Edit Format ‘iew Tools

Help

==

k EEE

Al

ke

©O~NO b WNS

1

FBundance

3500000

3000000

2500000

2000000

1500000

1000000

500000

TIC: evaldema.didata.ms

[Tirme—>

2) Dodecane
3) Biphenyl

Data File Name evaldemo.d
Data File Path|C:\msdchernt\datat
Acg. Method File demoscan M
Misc Info 10 ng per component
Vial Number 1
Number of Compounds 4

Ret Time Amount Units

MName
1) 4-Chlorobipheny!| 774

528 0.00
643 0.00

4) Methyl palmitate 9.77 0.00
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Customizing Reports

Editing a report

1 Select Quantitate > Custom Reports or click the Custom Report
icon. The Control Panel is displayed.

2 Select Edit Method Report Template <report.CRT> on the Control
Panel. Report under Method Values displays (<report.CRT> is
the name of the report template you want to modify).

3 If the name of the report you want is not displayed, select
Change Method Report Template on the Control Panel and select
the report you want. When the Control Panel is redisplayed,
select Edit Method Report Template.

4 Click OK to display the report template <report.CRT> .

[ Custom Reports - C:\,Documents and Settings',jmt',My Documents',REPORT.CRT =101 x|
File Edit Fgrmat Wiew Tools Help
[EHEIDED
oA
A ] B [ C [ 1] [ E [ F | G=
54
55 B410
56 E405
g; 6400
59 6395
60 6390
61 6385
62 T T T T T T T T T
550 £.00 E50 7.00 750 a.00 a50 a.00 450
63 [ite-> [l
64 Data File Mame DLWA002.0
65 Data File Path DAENYDEMOWOADATAY
66 Act. Method File RTE method: DANMY
67 Misc Info
68 Wial Number
69 Mumber of Compounds 40
70
il # Narme Ret Time Armount Units
72 1) Broraochloromethane 7.95 50.00 ugdl
73 2) Chloromethane 0.94 S6.44 gl
74 3) Bromomethane 1.59 50,33 ugdl
75 4) Vinyl Chloride 2.06 52.84 ugfl
76 5) Chloroethane 2.80 55.83 ugdl
7 B) Methylene Chloride 4.66 5232 gl
T 7{! — il b, - ”LI_I FRAA nedl L'J
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5 You can make changes to any cell in the spreadsheet. You can
use the Edit Box (shown below) to make changes. You may
want to save the report periodically to avoid losing any of
your changes. To access this dialog box, select View > Edit Box
or click the Edit Box icon on the toolbar.

6 When you are finished modifying, save the report template.

|1 Hext Cmpd | Close |
\ Use the Next Cmpd button
or type in a number to view
other compounds

{#1) Bromochloromethane

Describes the highlighted
item and displays its

Acq. Method File = |

Sample Hame current value

Misc Info

Vial Humber

Instrument Hame

Humber of Compounds .

Sample Multiplier You can select an item and
Sample Amount drag its value to any cell in
Expected Barcode

Actual Barcode the spreadsheet

4r Compound Information

<k Calibration Information

4r Additional Sample Information

= Graphics _I

You can add graphics to
TIC {MS)
your report

All Chromatograms
1 Compound =
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Formatting a report

P =
File Edic Format View Tools Help
D=l [(=lc]z]
A7 13
) = [F T =
52 5420
i
23 5415 =
se10 Italic i
55 Sans Boid 1z J
56 5405 .- Bold Italic 11
Courier Mew \E
57 400 © Estangelo Edessa AE]
gg . Fixedsys [l E|
60 53s0 € o
g; 6385 I~ Shikeout o
nderine ey o 3k
63 [Time-> I Under
61 Color =
65 [ =3 =] | Scipt
66 Westem — =1
67
68
69
70
71 3
7z
73
74 5) Bromemethane .50 £0.33 ugll
75 4) Vinyl Chioride 2.06 5284 ugll
76 5) Chlaroethane 2.80 5583 ugd
77 E) Methylene Chioride 4.66 5232 ugll
78 7) Acetone 528 £8.84  ugdl
79 ) Carbon Disulfide 6.05 4370 ugd
80 ) 1,1-Dichloroethene 7.41 £2.35  ugll
81 10) 1,1-Dichloroethane 8.73 20.53  ugll
82 113 1,2-Dichloroethene (total) 9.54 5279 ugdl
83 12) Chlorafarm 1015 5147 ugll =
<[5\ sheen T = »r]

When you create a report template, the software formats the
report automatically. You can customize the report format using
the Format menu, by performing a mouse action, or using the
toolbar. Any formatting changes are saved when the report
template is saved.

1 Highlight the cell(s) you want to format.
2 Choose a format in one of the following ways:

- Select an item from the Format menu. Make selections on
the dialog box and click OK.

- Click a format button on the toolbar (for example, Bold or
Left Align).

- Adjust the column width or row height (see below).
3 Continue until the report is formatted the way you want.

4 Save the report periodically to avoid losing any formatting
changes, and save the report template when you are finished.
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Adjusting the row height or column width

Adjusting row height
1 Put cursor near the bottom of the row number box where the
cursor changes.

2 Click and drag up and down to adjust the row to the height
you want.

Adjusting column width

1 Put the cursor near the column letter where the cursor
changes.

2 Click and drag left or right to adjust the column to the width
you want.

Making multiple rows same height

1 Click and drag on the row numbers to select rows.

2 Adjust the row height of one row and all others are set to the
same height.

Making multiple columns same width

1 Click and drag on the column letters to select columns.

2 Adjust the column width of one column and all others are set
to the same width.

Saving a report

1 Select File > Save or click Save on the toolbar.

2 Enter a file name (do not type the .CRT extension) and click
Save. The Link With Method dialog box is displayed. This dialog
box lets you select this template as the default for the method
and to automatically print whenever the method is run.

3 Select or deselect the appropriate checkboxes and click OK.

4 Select File > Exit or click Close on the title bar to exit Custom
Reports.
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Format Menu

Alignment

i~ Horizontal

Vertical

Font

I
=]
=

Font style;

Using Custom Reports

L

Anial Black i |
T drial T
B rial Namow
T Avial Rounded MT Bolc
T dvantGarde
T Baskerile BE Fegula ™|

- Effect

IF\sgu\ar

Caolar;

Sampl

™ Stikeout
™ Undeiine AaBhYyiz

Black vl Script:

LA Cancel |
 Left " Center
€ Center & Battom
 Right
il I~ word'wap
£ Justify
£~ Center
Across Cells
Farmat
Y Jlignimert...
Font...
EBorder...
Pattern. .
Custom Number Format. ..
Calumn Width, .
Raw Height...
Enable Protection, ==
Row Height
Height
~ Ok I
© Lustom Cancel |
W Use Default Change Default |
Units: I\nchas >
-lofx

WARNING!

Once the "Enable Protection” key is pressed, the
database or the report will be protected and cannot be
unprotected. Manual editing will no langer be possible.

Enable Protection

Close |

Borders

Border:
Barder

7 Left
% Right
[ Bottam

=
s ) e |

0K I
Cancesl

Sample

Column Width

A x|
e —__ i Cancel

{ Change Default

™ Use Default

Units: I Characters j
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B, HHO.00_)($#.H#H#0.00)
S HHO.00_).[Red])i$4. 48000 4|

IGsnsra\

LCategon:
Al i

Cancesl
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Printing Reports

Create (or load) a report template

Previewing a report before printing
1 Select File > Print Preview. The report is displayed in a preview
panel that lets you see how it will look when it is printed.

2 Use Next Page and Prev Page to move from one page to
another.

3 Click Print. The preview panel is closed and the report is
printed.

Printing a report

1 Select File > Print or click Print on the toolbar. The Print dialog
box is displayed.

2 Select print options (print range, number of copies, and print
quality), then click OK.
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Use the File > Page Setup dialog box to set up how pages are
printed (click Help to see details).

X Header " Page Order
i Paper (&4) i Paper (Letter) (@® Top To Bottom
Margins ) Left To Right

Top Left

[ 1 | .75 ~Center

[~ Center Horizontalhy

Bottom Right

I 1 I 75 [ Center Yerticalhy
Scale " Print Options

[~ Fit To Page [ Grid Lines

Pages Wide I 1 ¥ Black and White

Pages High I 1 [~ Row Heading

Scale 100 i [~ Column Heading

ot | |

Printing reports automatically
There are two ways to set up reports to be printed automatically
when a method is run:

- Create (or load) the report template, then select Print as
part of Method in the Method Values section of the Control
Panel.

- When you save a report template, the Link With Method
dialog box is displayed. Select Print Report as part of the Run
Method and click OK.

Printing multiple reports automatically

1 Create (or load) a report template.

2 Select File > Multiple File Select. The Multiple File Select dialog
box is displayed.
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3 Select the directory where your data files are located (if it is
not already selected).

4 Select the data files you want to print.
- Select a data file name.
- Double-click the selected file (or click right arrow).

- Repeat until all data files are listed in the Files Selected for
Processing section.

You can select files individually or use standard Windows file selection
techniques to select files as a group.

5 Click OK. The data files are printed in the order listed using
the current report template.
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Creating a Custom Reports Database

Before you begin

¢ In the Data Analysis view, select Quantitate > Custom Reports.

e If the current method has no quantitation database or if a
data file has not been loaded, you are asked if you want to
use default values. Click Yes and the Control Panel is displayed
(shown below).

Control Panel

Data File: wa002.d

—Method Yal
Method File: [CLPYOAM
Report: MYREPORT.CRT
Database: kHone Defined:>

I~ Save Generated Report

d:

{~ Create Hew Report Template i+ Create Hew Database
" Edit Method Report Template " Charts/Edit Method Database
= Change Method Report Template "~ Change Method Database

Creating a database

1 Select Create New Database on the Control Panel and click 0K.

2 The Database Wizard is displayed. On the left, Possible Item for
Database lists all items you can select for the custom reports
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database content. On the right, Database Contents lists all
selected items to be included in the custom reports database.

Database Wizard

The Database Wizard creates a database with up to 250 columns. A database is an
easy way to compare results from different datafiles. Charting is automatically
enabled for all number entries.

Selecta tion in the "Datab C list and then select an item from the
P ible tems for Datab * and click the "Add ->" button.

Hote: The Date Acquired and Data File Hame items are required for proper database
operation and are automatically placed in the database.

Ps ible tems for Datab Database Contents
Data File Path
Operator All Compounds
Acq. Method File All Compounds (no ISTDs)

Sample Hame ANlISTDs

Example

=Header
Acq. Method File

Instrument Hame
Humber of Compounds
Sample Multiplier
Sample Amount
Expected Barcode
Actual Barcode
4r Compound Information
<k Calibration Information
4r Additional Sample Information

<- Remove

Misc Info Add -
Vial Humber add-

» Sample Hame

= All Compounds
Ret Time

All Compounds (no ISTDs)
AllISTDs

Compound |1 Hext Cm|)(|| Bromochloromethane
OK | Cancel Help

subitem listing

a Select a Database Contents section from the list on the right.
b Select an item from the Possible Items for Database list on

the left.

¢ Double-click the selected item or click Add. The selected
item gets added after the highlighted item on the right.
d When you have finished selecting items, click 0K.

When you click OK on the Database Wizard, the following

prompt is displayed:

subitem listing

Custom Reports <]

[0 pou want to update the databaze with previously acquired files?
MOTE: Updating the database can take several minutes
and [ ata Analysiz cannot be used during that time.
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If you do not want to update the database, click No. The
Control Panel is displayed.

3 Otherwise, to update the database:

- Click Yes, the Multiple File Select dialog box is displayed.
Select the data files you want to add to the database, and
click OK.

4 Enter a file name and click Save when the Save As dialog box
is displayed.

Save As EHE
Save jn: IGCUSUDt j gl Ig :

3 mtfic:

File: narme: IeHampIe Save I
Save as type: IEustom Reports (< CRD) j Cancel |

5 When the Link With Method dialog box is displayed, select or
deselect the appropriate checkboxes and click 0K. The
database is now updated.

Link With Method

[X Use example.CRD as the Database for CLPVOA.M.

[X Add to the Database as part of Run Method.

OK I Cancel | Help |
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Selecting Multiple Data Files

i, Multiple File Select

C:MSDCHEMMSDEMO!

Directories:

Use this dialog box when you want to print multiple reports or
load multiple previously acquired data files into a database.
This dialog box is accessed by selecting File/Multiple File Select.
1 Select the directory where the data files are located.

2 Select the data files in the Data File Name box you want to use
and click the right arrow key (or double-click a file name).

3 Click OK to process the selected data files.

Data File Hame Files Selected for Processing

(= (o3

| MSDCHEM

| & MSDEMO
[_] 2perpage.m
D alkdemo.d
[_] barbdemo.d
L] bm624.d
[_] bfb624.m
L] bnooz.d

|

Drives:

Selected data files
are listed in this box.

Available data files
are listed in this box.

o

Igc:

Selected Data Files will be processed according to their date acquired.

o]

Cancel Help

[

Select two or more files in sequence

Click the first file you want to select and drag the mouse to the
last file in the group.

Or

Click the first file you want to select. Press and hold down
[Shift] while you click the last file in the group.

Select two or more items out of sequence

98

Press and hold down [Ctrl] while you click each file.
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Cancel a selection

Press and hold down [Ctrl] while you click the highlighted file.

For reports

The selected data files are printed using the current report
template. Reports are printed in the order of the listed files.

For databases

The selected data files are loaded into the current database.
Files are automatically sorted in chronological order by
date acquired when they are added to the database.
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Viewing and Printing Charts

The dialog box below is displayed when you select Charts > Edit

Method Database on the Control Panel, click Charts on the custom
reports toolbar or select Charts > View Charts. Use this dialog box
to view and print charts of the data in a database.

Click the chart to display the Individual Chart Options dialog box.

. View Charts =] E3
Acetone (# 8) Ret Time vs Data File Name
B
.&LKSEMD.D CISTDPI\HED.D I I VPDIDZ.D
seIECts the BHOOZ.D ORUGDBMO.O SISTOLOW.D
item to Data File Mame
chart on
X-Axis. X-Axis ¥-Axis Print Option
Defaults are -—/DataFile Hame x| ¢ 8) Ret Time x| |currentchart —=f—
Data File
Name and iChart Options :|  Edit Database Previous Hext | Print | Close Help |
Date [ [
Acquired. !
. Goes to the previous or Closes the View Charts
Displays the Chart next chart listed in the dialog box and displays
Options dialog box. Y-Axis selection box. the Control Panel.

Exits the View Charts dialog Prints the current chart or

box and lets you edit the all charts as specified by

current database. Print Option.

100

Selects the
item to chart
on Y-Axis
(only number
items can be
used).

—Lets you

choose to
print the
current chart
or all charts
in the
database.
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The toolbar buttons are accessed from the Data analysis menu
bar by clicking the Custom Reports icon and responding to

several queries.

1 E Displays the Control Panel.

Opens a custom reports template (.crt) or
database (.crd) file.

-

Saves a report or database then displays the Link
With Method dialog box.

-

Prints a report or database.

Applies (or removes) bold format to the selected
text.

E [E

Applies (or removes) italic format to the selected
text.

Applies (or removes) an underline to the selected
text.

=

Aligns the contents of selected cells to the left
cell margin.

MSD Productivity ChemStation Getting Started

]

Centers the contents of selected cells between
the left and right cell margins.

Aligns the contents of selected cells to the right
cell margin.

Inserts a formula into the selected cell that is a
summation of the cells above it.

Displays the Custom Format dialog box.

Displays the Edit Box: Drag & Drop dialog box.

Displays the View Charts dialog box. This button

is only available for databases.

Displays the Contents page of the online help.
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