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About This Tutorial

About This Tutorial

The Clarus SQ 8 MS Tutorial is your initial guide to using the TurboMass software
with a Clarus SQ 8 T, Clarus SQ 8 C, or Clarus SQ 8 S mass spectrometer.

This tutorial is designed to teach you basic operating procedures by using typical
examples. More specifically, this tutorial begins by showing you how to prepare the
hardware. Next, it shows you how to start the TurboMass software, develop GC and
MS methods, create and run a sample list, and analyze the data obtained.

After completing this tutorial, you will have the background information required
to explore and use all of the features described in the TurboMass Sofiware User’s
Guide (P/N 09931016).

In addition, this tutorial provides the basis for operating TurboMass for Environmental
Reporting. For detailed operating procedures for Environmental Reporting, refer to
the Clarus MS Environmental Tutorial — Basic Principles (P/N 09931008).
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Prerequisites

Before operating the Clarus SQ 8, T, C, or S system you should:

» Thoroughly understand the recommended safety practices. Read the Warnings
and Safety Information section in the Clarus SQ 8 MS Hardware Guide (P/N
09931017).

» Have a basic understanding of how to use the Clarus GC, computer, and
Microsoft Windows. For details, refer to the corresponding manuals
provided with each product.

This tutorial is presented with the assumption that you have a basic familiarity with
Microsoft Windows operations. If you need a refresher about the basic principles of
Microsoft Windows, such as opening and closing files, adjusting the window size or
position, printing, or using the Windows Explorer, refer to your printed Microsoft
Windows documentation, or online Help files, for details.
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About the Clarus SQ 8 MS System

The Clarus Mass Spectrometer is a sophisticated benchtop mass spectrometric
detector that provides you with the simple tools needed to perform routine gas
chromatography/mass spectrometry (GC/MS) analyses as well as the sophisticated
tools needed to perform the more complex analyses. Clarus MS runs analyses that
best characterize your sample by using either the electron ionization (EI) mode or
chemical ionization (CI) mode. Designed as a detector for the Clarus SQ8 GC/MS,
this system produces positive identification and quantification of compounds
separated by the Clarus GC, even those complex compounds that coelute. See
Figure 1 and 2 for details.

The following Clarus SQ 8 Models are available:

Clarus SQ 8 T — Compatible with the Clarus 680 GC, with Electron Impact (EI)
ionization and 255 L/sec turbomolecular pump.

Clarus SQ 8 C — Compatible with the Clarus 680 GC, with Electron Impact (EI)
and chemical Impact (CI) ionization and 255 L/sec turbomolecular pump.

Clarus SQ 8 S — Compatible with either the Clarus 580 GC or Clarus 680 GC, with
Electron Impact (EI) ionization and 75 L/sec turbomolecular pump.

The Gas Chromatograph Mass Spectrometer (GC/MS) is controlled and data
analyzed through the TurboMass GC/MS software system.
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Clarus SQ 8 MS System compatible with a Clarus 580 GC
Figure 1 The Clarus SQ 8 MS system
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The Clarus SQ 8 GC/MS is controlled by a personal computer (PC) based data
system using the Microsoft Windows operating environment. The TurboMass
software user interface contains color graphics and provides full user interaction by
using either the keyboard or the mouse. TurboMass completely controls the GC/MS
system from tuning and data acquisition (scanning or selected ion recording mode)
through quantifying your results. Complete operating instructions of all TurboMass
controls are in the TurboMass Software User’s Guide (P/N 09931016) and
TurboMass on-line help file, supplied with the system.

A high-performance, research-grade analytical quadrupole mass analyzer with a
quadrupole prefilter assembly transmits only those ions having your selected mass-
to-charge ratio. The prefilter assembly protects the analytical quadrupole rods from
contaminating ion deposits.

Ions emerging from the quadrupole mass analyzer are detected by the electron
multiplier detector system. The low noise electron multiplier typically operates with
a gain of 10° that amplifies the ion current collected.

Vacuum Pump Options

The Clarus SQ 8 MS offers two different vacuum pump capacities. The
turbomolecular pump options are designed to fit your applications, performance and
budgetary needs.

Turbomolecular Pump

Clarus SQ 8 MS has two turbomolecular pump options in three configurations.
Turbomolecular pumps are high-speed turbines which transport the sample and
carrier gas molecules away from the mass spectrometer.

» Clarus SQ 8 S (compatible with the Clarus 580 and 680 GC) - The 75 L/sec
turbomolecular pump supports Electron Ionization operation (EI) and has
optional water cooling.

» Clarus SQ 8 T — All of the functions and options of the Clarus SQ 8 S with a
255 L/sec turbomolecular pump for higher column flow rates, pump-down time
under three minutes, and lower detection limits

> Clarus SQ 8 C - All of the functions and options of the Clarus SQ 8 T with
positive and negative Chemical Ionization (CI) operation.
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Vacuum Gauge

The Clarus GC/MS systems use a single wide-range vacuum gauge that monitors the
system pressure from atmosphere down to 10” Torr using a combined Pirani/Inverted
Magnetron ionization sensor.

Normal operating pressure with 1 mL/min helium for the 255 L/sec turbomolecular
pump is between 9x10° Torr and 2x107 Torr after pump-down and ion source bake-
out. The 75 L/sec turbomolecular pump will operate at a somewhat higher pressure.
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Basic GC/MS

As its name implies, this important analytical technique is composed of parts, gas
chromatography (GC) and mass spectrometry (MS), which have been combined.
Historically, both individual techniques are quite old. GC was developed as a means
for separating mixtures into their component substances and provided a big step
forward in the analysis of mixtures.

Figure 2 summarizes the GC process. It shows that by passing a mixture in a gas
stream (the gas phase) through a long capillary column with the inside walls thinly
coated with a liquid (the liquid stationary phase), the components of the mixture
separate and emerge (elute) one after another from the end of the column.

In a simple GC instrument, the emerging components are either burnt in a flame for
detection (the popular flame ionization detector, FID) or passed to atmosphere after
traversing some other kind of detector. The detected components are recorded as
peaks on a plot (the gas chromatogram). Information on the possible identity of the
component is found by measuring the resulting area and height of a chromatographic
peak. This corresponds with the amount of a component detected and the time it takes
that component to pass through the column. The measured time to the peak maximum
is the retention time. This identification is seldom absolute and is often either vague or
not possible at all.
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Mixture (A,B,C,D) Separated Components
Sample In Out

Electronics

GC Column Component Peaks
|
A
Amount T B c D
0
/ Time —>

Gas Chromatogram

Figure 2 Schematic diagram of a gas chromatograph showing an injection of a
mixture of four substances (A, B, C and D) onto a GC column, followed by
their separation into individual components, their detection and the display
(gas chromatogram) of the separated materials emerging at different times
from the column

In complete contrast to a GC, a mass spectrometer is generally not useful for dealing
with mixtures. If a single substance is put into a mass spectrometer, its mass
spectrum can be obtained using a variety of ionization methods (Figure 3). Having
obtained the spectrum it is then often possible to make a positive identification of
the substance or to confirm its molecular structure. Clearly, if a mixture of
substances were put into the MS, the resulting mass spectrum would be a summation
of the spectra of all the components (Figure 4).
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Mass Spectrometer

/

. . / . .
Sample (A
n ple (. )f*> Electronics
lonization lon lon \
Separation Detection
AbundanceT
of lons ‘ ‘
H | | [
mz—->

Mass Spectrum of A

Figure 3 Schematic diagram of a mass spectrometer. After inserting a sample
(A) it is ionized, the ions are separated according to their m/z value and, finally,
the numbers of ions (abundance) at each m/z value are plotted against m/z to
give the mass spectrum of A. By studying the mass spectrum, sample A will be
identified

This spectrum could be extremely complex and it would be difficult or impossible to
positively identify the various components. Thus, there is one instrument (the GC)
that is highly efficient for separating mixtures into their components but is not good
on identification and another instrument (the MS), which is efficient at identifying
single substances, but is not good with mixtures. It is not surprising to find early
efforts being made to combine the two methods into one system (GC/MS) capable
of separating, positively identifying, and quantifying complex mixtures, provided
these could be vaporized.

11
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Combining GC and MS was not without its problems (see The Connection between
GC and MS on page 13) but modern GC/MS is now a routinely used methodology in
many, many areas, ranging from interplanetary probes to finding levels of dioxins in
environmental dust samples. Further, the addition of GC to MS does not simply give
a sum of the two alone; the information provided by combined GC/MS yields
information that could not be extracted from the isolated techniques, an aspect
which is discussed below.

A
B
‘ Ll
c (b)
Mixed Spectrum of A,B,C,D
L
D
| I

Figure 4 By way of illustration, very simple spectra for four substances (A, B,
C, and D) are shown; (a) separately, and (b) mixed in unequal proportions. In
the mixture spectrum it is virtually impossible to decode A, B, C and D if they
are not know to be present
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The Connection between GC and MS

As previously described, the mobile phase carrying mixture components along a gas
chromatographic column is a gas, usually helium. This gas flows at or near atmospheric
pressure at a rate of generally about 0.5 to 3.0 mL/min and flows out of the end of the
capillary column into the ion source of the mass spectrometer. The ion sources in
GC/MS systems normally operate at about 2 x 10 Torr with 1.0 mL/min helium
flowing into the manifold for electron ionization to about 3 x 10™* Torr for chemical
ionization.

This large pressure change between the end of the chromatographic column and the
inside of the ion source causes the gas to expand to a flow equivalent to several
liters per minute. Therefore, large pumps are required to remove the excess of gas
and maintain the vacuum inside the source near that which is optimum for
ionization.

In modern GC/MS installations, the use of capillary chromatographic columns and
high-speed pumps means that the end of the column can be literally right inside the
ion source. In older GC/MS instruments, gas flow rates were much greater and it
was necessary to have an interface between the end of the column and the ion
source.

This interface or separator removed much of the GC carrier gas without also
removing the eluting mixture components that traveled on into the ion source. A
most popular form still to be found occasionally was the jet separator.

Recording Mass Spectra

As each mixture component elutes and appears in the ion source, it is normally
ionized either by an electron beam (electron ionization) or by a reagent gas
(chemical ionization) and the resulting ions are analyzed by the mass spectrometer
to give a mass spectrum (Figure 5).

13
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A
Separated ‘
Components
/N ;
Alc
B D ‘

GC MS

Sample In

(Mixture A,B,C,D)

Mass Spectra of
Individual Components

Figure 5 In a GC/MS combination, passage of the separated components (A, B,
C and D) successively into the mass spectrometer yields their individual spectra

For capillary GC, separated mixture components elute in a short time interval, often
only lasting a few seconds. Thus, the amount of any one component in the ion
source is not constant as its mass spectrum is being obtained but, rather, it starts off
as zero, rises rapidly to a maximum, and then drops rapidly back to zero.

If this passage through the ion source is faster than the mass spectrometer can scan
the spectrum, then a true spectrum will not be found because the start of the scan
will see less compound than at the middle of the scan and less again near the end.
This changing concentration of the eluting component results in a distorted mass
spectrum that might well not be recognizable (Figure 6). The answer to this problem
is to scan the spectrum so fast that, in effect, the concentration of the eluting
component has scarcely changed during the time needed for a spectrum.
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Finish
Finish Start
Start
(V) (ii)
(a) (c) (b)

Figure 6 Slow scanning (i) of the mass spectrum over a GC peak for substance
A produces a spectrum (a), but rapid scanning (ii) gives spectrum (b) which is
much closer to the true spectrum (c)

For a quadrupole mass spectrometer this high rate of scanning is not difficult
because it requires only simple changes in some electrical voltages and these
changes can be made electronically at very high speed. This is one reason for
quadrupoles being popular in GC/MS combinations. In the early days of magnetic
sector mass spectrometers the required scanning speed was just not possible because
of serious hysteresis effects in the magnets. With modern magnet technology,
scanning can be done at high speed with insignificant hysteresis.

As described above, the concentration of an eluting component in the ion source
goes from zero to zero through a maximum. Usually, the greater the amount of a
substance in an ion source the better the resulting mass spectrum, within reason.
This suggests that the best time for a scan will be near the maximum concentration
(the top of a GC peak) and that the instrument operator must watch the developing
chromatogram continually, trying to judge when best to measure a spectrum.

The answer has been to simply set the mass spectrometer to scanning continuously.
As the mixture is injected onto the chromatographic column, repetitive scanning is
instituted over a preset mass range (for example, 50 — 500 mass units) at a preset
interval (for example, every %2 second). Thus, scan follows scan right through the
chromatogram and, literally, hundreds of mass spectra may be recorded in a routine

15
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GC/MS experiment (Figure 7). Data flows from the mass spectrometer at such a
high speed that a microprocessor/computer is absolutely necessary to process it.

Typical
Gas Chromatogram

Amount
) Jo\ c

LL e et e e ey
0 12345 Time or Scan Number —>
Scans

Figure 7 A typical gas chromatogram showing three components (A, B and C)
emerging at different times. Continuous scanning for mass spectra is started at
zero and scans are repeated regularly (small tick marks). Thus, peak A is
scanned five times during its passage through the ion source. Because scanning
is regular, the “time” axis can be replaced by a scan number axis

At the end of a GC/MS run all of the data are stored, usually on a hard disk in the
computer, in the form of a mass spectrum for every scan that was done. These
spectra can then be manipulated. For example, the scan corresponding to the top of a
chromatographic peak can be selected (scan 3 or 4 in Figure 7 for example) and the
mass spectrum displayed or printed out. As a routine, the computer adds up all the
ion peaks in each mass spectrum to give a total ion current for the mass spectrum.
These total ion currents are then plotted along an x-axis (time for elution) and a y-
axis (amount of total ion current) to give a total ion current chromatogram (TIC)
showing the elution of all the components of a mixture. Storage of all these data has
other major advantages.

Manipulation of Scan Data

Some ways in which data can be utilized are described briefly below.
Background Subtraction

Gas chromatograms are often obtained by running the column at a sufficiently high

temperature. This causes the stationary liquid phase on the column walls to
volatilize to a noticeable extent and it too begins to elute in the mobile gas stream
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from the end of the column. This effect is column bleed. Clearly, if the liquid phase
is eluting all the time, it must reach the ion source when there is and even when
there is not an eluting mixture component and, since the spectrometer scans
continuously, the mass spectrum of the column bleed is recorded continuously.
Therefore, the recorded spectrum for an eluting component will not be pure but will
be mixed with that from the column bleed.

Fortunately, it is a fairly simple matter to get the computer to subtract the known
column bleed spectrum from the mixed spectrum so as to obtain the desired pure
spectrum of the eluting component. This process is called background subtraction
and is usually carried out routinely before a library search (next item) or before the
spectrum is printed out (Figure 8).

(a) (b)

,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,

Figure 8 Column bleed will give a mass spectrum (a), which is mixed with that
of an eluting component to give a complex spectrum (b). By subtracting (a)
from (b) the true spectrum (c) of the eluting component is obtained

Identifying the Component

After obtaining a good pure mass spectrum from an eluting component, the next step
is to try to identify the component either through the skill of the mass spectroscopist
or by resorting to a library search. Most modern GC/MS systems with attached data
station include a large library of spectra from known compounds (for example, the
NIST library). There may be as many as 60,000 - 220,000 stored spectra, covering
most of the known simple volatile compounds likely to be met in analytical work.
By special search routines under the control of the computer, this huge database can
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be examined very quickly, comparing the mass spectrum of the eluted mixture
component with each of the library spectra. The computer then provides a short list
of the best matches between the library spectra and the measured one. Often, from
the goodness of match or fit and its chromatographic retention time, the eluted
component can be identified.

Resolution Enhancement

Sometimes a single peak from a gas chromatogram may actually be due to not just
one eluting substance but to two, three, or more substances all eluting very close
together. By examining the scans across the peak and using a simple mathematical
process, the computer is able to reveal the existence of more than one eluting
component in a single peak and print out the mass spectra of the discovered
components. This is a form of resolution enhancement. The GC/MS combination
has been able to do what neither the GC nor the MS alone could do. In effect the
mass spectrometer has improved (enhanced) the resolution of the gas chromatograph
(Figure 9).

(@) (b)

Figure 9 A single peak from an ordinary gas chromatogram (a) is revealed as
two closely separated peaks by resolution enhancement (b)
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Identifying a Series of Compounds

There could be a series of compounds, designated RX, in which the part R was the
same for all but X was different. In such a series the part R can give a characteristic
ion, that is, the mass corresponding to R is the same for every member of the series.
When one member of such a series elutes from the chromatographic column its
resulting mass spectrum will always contain one mass common to the whole series.
Therefore, even if the series is mixed with other compounds, its members can be
recognized from the characteristic ion. It is a simple process to get the computer to
print out a chromatogram in which only those scans which contain the characteristic
ion are used to draw the chromatogram. Basically, the output is blind to any
component other than those containing an R group. Such a selected chromatogram is
called a mass chromatogram and is useful for pinpointing where certain compounds
elute without the need for examining all the spectra (Figure 10).

(a) (b)

0 Time —> 0 Time —>

Figure 10 (a) A typical total ion current gas chromatogram showing many
components, some of which have a part (R of characteristic mass, say 91). (b) A
mass chromatogram based on m/z 91. The same data as used in (a) are plotted but
now manipulated so that only ion currents corresponding to m/z 91 are shown.
Note the decrease in complexity, making the desired identification much easier

Identifying Specific Compounds

In a process somewhat similar to that described above, the stored data can be used to
identify not just series of compounds but specific ones. For example, any compound
containing a chlorine atom is obvious from its mass spectrum because natural
chlorine occurs as two isotopes, 3Cland ’Cl in a ratio of 3:1. Thus, its mass
spectrum will have two molecular ions separated by two mass units (35 + 2 =37) in
an abundance ratio of 3: 1. It becomes a trivial exercise for the computer to print out
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only those scans in which two ions are found separated by two mass units in the
abundance ratio of 3:1 (Figure 11).

(a

e T

0 Time —>
m/z 50 (b)
/50 T
0 Time —>
m/z 52 ©

kel

N B

0 Time —>

Figure 11 (a) A typical total ion current chromatogram showing many components
of a mixture. The aim is to find if any methyl chloride (CH;Cl; RMM = 50, 52) is
present. To this end, the data (or a new chromatogram) are scanned at two specific
positions: (b) at m/z 50 and (c) at m/z 52

Note how m/z 50, 52 both reach a maximum at the same scan and have a ratio in
peak heights of 3:1 (°CI:"CI = 3:1). Such an experiment in selected ion recording
identifies the suspected component against a complex background and can be very
sensitive

This selection of only certain ion masses is called selected ion recording (SIR) or
selected ion monitoring (SIM).

20
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The ions selected for such recording can be one, two, three or more (multiple ion
recording). In fact, through judicious choice of ions, the method can be so selective
that a chosen component can be identified and quantified even though it could not
even be observed in the original total ion current chromatogram. This very powerful
technique is frequently used in examinations of extremely complex mixtures in
which it is desired to identify small amounts of a particular substance in a mass of
other things, as with detection of banned drugs in the body fluids of athletes or
racehorses.

Conclusion
By connecting a gas chromatograph to a suitable mass spectrometer and adding a
data system, the combined method of GC/MS can be used routinely for separation of

complex mixtures into their individual components, identification of the components,
and estimation of their amounts. This technique is in very widespread use.

Definition of Terms and Abbreviations
The terms and abbreviations used in this tutorial are described in the Glossary of
Mass Spectrometry Definitions and Terms in Chapter 3 of the Clarus SQ 8 MS

Hardware Guide (P/N 09931017). Additional Reading-Bibliography of GC/MS
Books.

Basic Introductions to GC/MS

Message, Gordon M. Practical Aspects of Gas Chromatography/Mass Spectrometry.
John Wiley & Sons, 1984.

Middleditch, Brian S. Practical Mass Spectrometry. Plenum Press, 1979.
Watson, J. Throck. Introduction to Mass Spectrometry. Raven Press, 1997.

Davis, Reg, and Frearson, Martin. Mass Spectrometry: Analytical Chemistry by
Open Learning. edited by F. Elizabeth Prichard. John Wiley & Sons, Pub., 1999.
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Dawson, Peter H. (Editor). Quadrupole Mass Spectrometry and Its Applications.
Amer Inst of Physics, 1995.

Harrison, Alex G. Chemical lonization Mass Spectrometry. CRC Press, 1992,

Mass Spectrum Interpretation

McLafferty, F.W. Interpretation of Mass Spectra. University Science Books, 4" ed.,
1993.

McLafferty, Fred W. and Venkataraghaven, Rengachari. Mass Spectral Correlations
2nd Ed. American Chemical Society, Advances in Chemistry Series #40, 1982.
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Computer Requirements

Computer and System Software Requirements

To ensure that your system performs at the expected high level, your computer must
be configured to the minimum capabilities indicated below.

These requirements may be updated as the requirements for TurboMass software
and/or Microsoft Windows 7 are changed. Consult your PerkinElmer support
engineer for current requirements.

This guide does not cover the installation and configuration of your computer. If
you have purchased a complete system from PerkinElmer, the computer will already
have been configured.

PC Requirements

The TurboMass software is installed at PerkinElmer prior to shipment and tested
using the following minimum PC system specifications. If you need to reinstall the
software, verify that the PC meets the following minimum requirements:

e Lenovo ThinkCentre® M58p

e 3.0 GHz Intel® Core 2 Duo Processor

e 4 GB of Random Access Memory (RAM)
e Integrated video, Intel® GMA4500

e Hard disk with 2.0 GB free space

e | RS-232 port

e 2 RJ-4510/100Base-T ports

e Lenovo USB Keyboard and Lenovo USB optical mouse with scroll

Operating System
Windows 7
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Software

TurboMass Software

Instrument Firmware Versions
Internal dotLINK

Printers
HP LaserJet P4014 Printer Series (CB506A)

NOTE: Using any printers other than the ones recommended above may not correctly
display the Communiqué reports.
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Conventions Used in This Manual

Normal text is used to provide information and instructions.
Bold text refers to text that is displayed on the screen.

UPPERCASE text, for example ENTER or ALT, refers to keys on the PC keyboard.
‘+” is used to show that you have to press two keys at the same time, for example
ALT +F.

Three terms (Note, Caution and Warning) are used in the text. Each one implies a

particular level of observation or action as follows:

NOTE: A note indicates additional, significant information that is provided with some
procedures.

A caution indicates an operation that could cause instrument damage

if precautions are not followed.
CAUTION

A warning indicates an operation that could cause personal injury if
precautions are not followed.

WARNING
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Clarus GC

If you have a Clarus SQ 8 T or Clarus SQ 8 C you operate and control the Clarus
680 GC using the GC control section of the TurboMass software and/or the GC
touch screen.

If you have a Clarus SQ 8 S, then you operate and control either a Clarus 580 GC or
Clarus 680 C using the GC control section of the TurboMass software and/or the GC
touch screen. The GC touch screen contains active areas that you touch to perform
the required action.

You may find it more convenient to use a stylus or you may like to use your fingers
to touch the active areas of the touch screen. Do not use sharp, pointed objects. A
light touch is all that is needed. You do not need to press forcefully on an active
area.

Please note that when you touch an active area, various processes are started in the
instrument. Some of these processes may take several seconds. Be patient and wait
for the process to complete before touching another active area on the touch screen.

When the GC is under the TurboMass software control, some functions are not
available for use on the touch screen.
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Touch Screen

The main displays on the touch screen are termed screens. You use various screens
to set up your Clarus GC to perform the analyses. These screens contain:

e Entry fields which allow you to make entries,
e Buttons that you touch to start or stop actions or to display a dialog,
e Option Buttons that you select an option from a list and

e Boxes that you use to switch functions on or off.

The Clarus GC is controlled by a collection of operating parameters called the
Active Method. You can prepare and save up to five methods and make any one of
them the Active Method. However, the fifth method is reserved for TotalChrom and
may be overwritten.
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The following Status screen shows the different sections of the user interface.

The Status Screen displays icons that provide quick access to major areas of the
system. The injector and detector buttons show graphic representations of the
devices for each channel. If an auxiliary zone is configured, the Aux button appears
below the Oven button. The icon buttons that represent the heated zones (injectors,
detectors, oven, and Aux if configured) include a light to indicate the ready/not
ready status. A red blinking light indicates not ready and a steady green light
indicates ready status.

The title bar displays the
narne of the artie method.
u$ Click here to vizw the
Signal If a method is not
rurmirg the sereen will
The Ru.n button display a flat baseline.
provides access to the | x
Autosaplerand P
Dlanual Ingect settings. = Tcon buttons provide quick
access to all configured
. areas of the mstrument. &n
indicator light shows the
Channel B appears on — Zeﬁy}.[ﬁnz:ﬁr;zdﬂ;;ﬁstatm &
top of Channel & to TCD '
ermlate the order on
top of the GC
m‘ The statns bar displats
T the onerall ready/hot
FID ready status as well as
text message and the real
tirne clock/date display.
1200

The bottor bar displays the Tools pop g
menn. When the systemn iz mnrang, the Stop
button also appears.
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How to Start the Clarus MS from a Cold State

Starting the Clarus MS from a Cold State

This chapter describes how to start the Clarus MS from a cold state. This implies that
the system is off. Before starting the Clarus MS system, first verify that the hardware is
properly connected. After verifying that the hardware is properly connected, you can
start your Clarus MS system and bring it to the point where you are ready to create a
GC/MS method.

The following steps summarize the procedure for staring the Clarus GC/MS system from
a cold state:
1. Verify hardware connections.
Verify sufficient carrier gas to the Clarus GC.
Turn on all instruments.
Set the Clarus GC to communicate with the mass spectrometer.

Start Clarus GC and Clarus MS.

wok wn

Verifying hardware connections

Before turning on any instrument, answer the following questions:
e Are the gas lines connected to the GC? Are they leak-free?
o [s the mass spectrometer vacuum line connected to the forepump?
e Are all AC line cords plugged-in to the proper AC voltage outlets?
e s the proper source (EI or CI) installed for your analysis?

e s the mass spectrometer forepump plugged into the outlet on the rear of the
mass spectrometer and the power switch set to ON?

e Jsone end of the GC start cable connected to the plug located in the lower right
rear of mass spectrometer?
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o Is the other end of the GC start cable connected to terminals 7 and 8 (Start Out) on
TBI1 in the Clarus GC?

Wire

Strain Relief
Post Support

Rear of the
Clarus GC

Figure 12 The location of TB1 in the Clarus 680 GC

Wire

Strain Relief Post
(1 of 4)

Rear of the
Clarus GC

Figure 13 The location of TB1 in the Clarus 580 GC
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Wire

Strain Relief
Post Support

RS-232 Cable

Rear of the
Clarus GC

Rear of the
Clarus GC

Figure 15 View of a Clarus 580 GC TB1 with a PC cable connected
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o Is the Clarus cabling properly connected as shown below?

Ethernet Port

Indicator Light

Serial Port

Clarus GC Computer

Connections

Clarus 5Q 8 M5
Computer

Dotlink Serial Cable (PiM 0928-0144)

Com1
MM etwiork
Connectaor

Ethemet Cable (included with Clarus SQ 8 MS)

Figure 16 Connections between a computer, Clarus SQ 8 T, C, or S and Clarus
680 GC

34



How to Start the Clarus MS from a Cold State

Ethernet Port

Indicator Light

Serial Port

Clamus GC Computer

Connections

Clarus 5 & M5

Computer

Dotlink Serial Cable (PN 0529-0144)

Com 1

I etwirk
Connector

Ethemet Cable (included with Clarus SQ 8 MS)

Figure 17 Connections between a computer, Clarus SQ 8 S MS and Clarus 580 GC
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Verify sufficient carrier gas to the GC

Before turning on the GC power, verify that the carrier gas tank contains sufficient gas
and that the main valve is turned on. Set the tank regulator to 90 psig (621 kPa) and
open the regulator needle valve.

Turn on all instruments

To prevent heating the GC column before turning on the carrier gas,

verify that the GC oven door is open before turning on the GC.
CAUTION

Turn on the power switches of each instrument in the following order.
1.  Computer

2. Printer and additional peripherals

3. Clarus GC

4. Mass spectrometer

NOTE: Wait for the Windows desktop to appear before powering on the mass spectrometer.

Set the Clarus GC to communicate with the mass spectrometer

Unlike the AutoSystem XL GC, the Clarus GC is automatically ready to be controlled
by the computer.
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Starting TurboMass

1.  To start TurboMass double-click the TurboMass desktop icon
The TurboMass login dialog is displayed.
TurboMass Login E
Type a logon name and password ko log in.
Lagan Name: [&sdministrator Caricel |
Pazsword: I
2.

Enter the Logon Name and the Password (if any), then click OK
The initial TurboMass window is displayed.

E TurboMass - DEFAULT - Default.SPL

Eile Edt Samples Run Yiew Quantify Configwrs GC Tools Help
d\D\H\J RN T dbnl s E T P iﬂ%@lﬁﬁ_l_u_l_uf =
‘ File Name ‘ M5 Method ‘ GC Method ‘\/lsw‘\medm‘ﬂsmp\em‘ File Text Condtions |DuanufyMelhud‘ Calt|
@ a ! efaultdl DEFAULT DEFAULT 1 A
Oven Temp
[fo
General Status
GC Status.
Ms
@ Opeate  59]
O Presswes
@ Fiament
< >
Index Acaui., | Deseription Status. Index | Proc... | Description Status.
Ready Instrument Mok Present 0:0 Shutdown Enabled

If GC control has not been set up, an error message appears.
Set up TurboMass and the GC as described in the next section
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How to Set-up TurboMass and the GC

Configuring TurboMass for GC Control

Before you begin to use TurboMass for the first time, you must first configure it (or
verify that it is configured) to interact with the Clarus GC.

After establishing communication between the instruments in the system and
creating your GC method, you can develop your TurboMass method.

The procedure used to configure the GC depends upon whether you are initially
configuring TurboMass for GC control or are making front panel changes to the GC.

e Initial GC Configuration: To set up the dotLINK and GC for
TurboMass control for the first time.

e Reconfiguring the GC: To make front panel or hardware changes to the

GC without changing the LINK configuration. Reconfiguration is also
required if you add an autosampler.

Configuring the GC for the First Time

The following steps summarize the procedure for configuring TurboMass for GC
control the first time:

1. Display the top level (main) window.
2. Select an interface.

3. Select Configure from the GC menu.
4.  Verify the Data Acquisition port.

5. Set the LINK Configuration Options.

6. Set the GC Configuration Options.
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To configure the Clarus GC:

NOTE: This example show screen references to a Clarus SQ 8 T system. If you have a
Clarus SQ 8 S system with a Clarus 580 GC, then select the Clarus 580 GC.

LINK Box
interface
information

1. In the top-level window, Select Inlet Interface from the Configure menu.

2. Select Clarus 680 (or if you have the Clarus SQ 8 S system, you can select
Clarus 580).

3. Click OK.
All GC commands are accessible from the GC menu in the top-level window.
From this menu you can set up your GC configuration, develop your GC
method, work interactively with the GC, and execute all other GC related
procedures.

4.  From the GC menu, select Configure.
The Configuration Editor summary window is displayed. This displays the GC
information that will be defined during configuration.

Type Aeg Part LINK Part Corfigured |PM

// \

Ready | ] o ()

After configuring the GC, the area below the Configuration Editor summary
list displays key GC information. The box on the left contains information
about the LINK interface, which includes the type (model number), EPROM

Instrument
Configuration
information
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version number, memory size available in the interface (in bytes), and serial
number. The box on the right contains a summary of the GC configuration.

Summary of information displayed on the Configuration Editor window:

Field Description

Name The name of the GC.

Type The GC model or type.

Acq Port The physical data acquisition port to which the LINK interface is
connected.

LINK Port The physical port in the LINK interface to which the GC is
connected.

Configured | Displays YES if you provided all the information needed to
configure the GC. Otherwise, NO is displayed.

IPM Displays YES if the Instrument Personality Module (IPM) for the

GC has been downloaded. The first time you open this window,
the IPM will not have been downloaded.

NOTE:

5. From the Configuration Editor window, select Configure from the /nstrument

menu.

The serial port connected to GC dialog is displayed.

6. Verify the serial port (in this example, COM1), LINK box connection, and
firmware version.

If the mass spectrometer and your computer were configured for COM2, then
COM?2 is your serial port.
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7.Click on the Query Port for 7ype button.
The Interface type is displayed in the box.

Serial port connected to GC E

Select the acquisition port to which the instrument will be connected:

Available ports

Interface type

B20 LINK
“Wersion 1.6

bemany 244K b
z.n. Mone

< Back Cantite > Cancel

Query the part for the type of interface connected and display the information.

8.  Click the Continue button.

The LINK Configuration dialog with the COM port and instrument name
displays.

9. Select Port A from the LINK Ports and Instruments list:
instl is displayed in the box to the right of Port A.

10. Select the Clarus 680 GC (L) with Autosampler (or if you have the Clarus SQ 8
MS system with a Clarus 580 GC, then select Clarus 580 GC with Autosampler)
in the Instrument Module list.

If your Clarus 680 GC has an autosampler, select Clarus 680 GC with
Autosampler even if you won’t be using the autosampler. You can change this
setting from the Method Editor.
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LEE. Porks and lrateameris intrumant modus
= T — ugcSysters L) G wth Audoramples =]

| e— S

T — 1 r
T e— e .
R | Ageet | < Back | | cae |

If you make a mistake, click Restart. This disconnects the GC and clears the
LINK port. Clicking Reset clears all the changes to this dialog and returns it to
the state it was in before you opened it.

When the software verifies this connection, a box appears under Configured
and a Configure button appears.

LIMK Configuration

Configuring LINK, at port: COM1

Instrument name: I

LINK Parts and Instrument

Instrument madule

Configur,
IAutoSystem [#L) GC with Autozamplzr ﬂ
& Fort s fistl AUTOSYS | E—
etector module
S — l B
Autazampler madule
N — | =
7 — fomsee -
-
Restart I Reset | < Back Finish Cancel I

Configure the selected instrument

11. Inthe LINK Configuration dialog, click the Configure button next to the port
selection.

The GC Configuration dialog is displayed.
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Tesitrumerd ok post: COM1
Type: Clanss S0 GC with Aubotarpien Haw [
Diphions Diestesciong
PPonctaled  [w0 =] || Deta[wone s el | [T i |{ el
R L e (" —
fumterg pone [0nE =] | put [REC =] pu [REC -
ety Cawries Proevrmatics
lrgecion & :l!.'GHE TI Prassue unds IPSIE vl
Wiecion B [oome =] | | ECAT y T EFEEIT =6 I
CaA [MONE *-I EqB|NDr.|E -
Ve - Ausdiay Preumaticy
1 [wonE =] & [eaonE =] | | Awpcd [NONE I el [T [t
3 o =] 4 [wone =] | | A3 [ i [fazet i, T [T (a2l
5 [mose =] & [wome =]
Enter trea name wou vish to gree 1o this instrument

To rename the GC to something other than its default name (inst7), enter the
new name in the Name text box.

This name will appear under the Name field in the Configuration Editor
window.

12.

13. Click OK.
A check mark in the LINK Configuration dialog indicates that the GC has been

configured.

: =
=
=
=

Beast_| At | ctock | Feh | s |
Configurs the peleched instrument
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14. Click Finish.
When you first configure the GC, the following message may display:

Configuration Editor E2

Check communication For Instrument instl at Port: db2mbkkl 1COM #1 (LIMK Port A)7
Moke: it must be connecked ko the LINK box and turned on,
If wou do not connect to the GC and check the firmware revision,
the Modify Active Method In Run Feature will be disabled.

15. If the GC is not turned on, turn it on now and then click Yes.
OR

If the GC is connected and turned on, click Yes.
The following message is displayed:

| Configuration Editor x|

|
3 firmware is current for instrument
instl

)

16. Click OK.
The following message is displayed:

Configuration Editor

@ Zonfirm configuration For Instrument inst1 at Pork: db2mbdd 1000 #1 (LINK Port A)F

17. Click Yes.
The following message is displayed:
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18.

19.

20.

21.

22.

48

Configuration Editor ) |

@ The configuration For instl does not match the Turbochrom configuration. Update the Turbochrom configuration with inst1 configuration?

woo |

Click Yes.
If your Clarus GC has PPC, the following message is displayed:

Configuration Editor |

@ The PPC configuration For inst1 does not match the Turbochrom configuration. Update the Turbochrom configuration with inst1 configuration?

Click Yes.
The following message is displayed:

Configuration Editor x|

@ The MAPPRC configuration For inst1 does not match the Turbochrom configuration. Update the Turbochrom configuration with inst1 configuration?

No |

Click Yes.
The following message is displayed:
]

® The Capillary Control configuration For instl does not makch the Turbochrom configuration. Update the Turbochrom configuration with instl

configuration?
1w |

Click Yes.
The following message is displayed:

Configuration Editor l = |

The PPC configuration For inst1 does not match the TokalChrom configuration. Update the TotalChrom configuration
with inst1 configuration?

Click Yes.
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The following screen is displayed:

o configuration Editor [_[olx
Ele Instrument User View el

EREE )
Type AchuN L\NKPwA unhgwed \PM

CLARTIE " COM

4 12]
- PE Nelson Instrument C
Type: 660 Istrumer Type: Clarus 500 G with Autosampler
Eprom mplr T ype: UILTIN
Herory: 244Kb Irjeetors PSSLPKD
Seialnumber  None Detectors: ECD.TCD+R
Mode:
£ Zone: TCD
Valves SPLIT.NONE #ALVE NONE NONE HONE
Output: INTINT
Carer Pru Press - He{PPCNONE[PPC)
A Pru Press - PSIG NONE N ONE NONE

23. Select Configure from the Instrument menu.
The following screen is displayed.

Irstrussand ot poet COM1
Type: Clans GO0 GC with Autosampler Hisma: m
D\pticna 1 Detecions

FPCmsisled  [vT5  =| | | Dets|[ECD -I FFCF DB |TCD4R -I BrC =
Deshesk alam [ | Mode v] Mode I
Ausbwp zone  [TCD = | | ow [INT -] Out |INT =]

it s Camier Presusatics

Irecion A Pas = Presooyrds [F5i6 7|

Irpeciod B D = BPCAF Coplaymodes B PFCEF : r
Cag A [Fress - He "'I Ca B |HOME i

 Walves - Aupdiary Prsumatics

lf— =| & [HOME =] | | Agee1 [Fress - FSIG IEH:F Bape 2 [HDK IEPtr‘
3 [VALVE =| & [NOME = JOME | BPC T Aqpcd [HONE ]Eh:r'
iir. HE =| B [NOME =

Frh | Concel |

thes nuame you weth bo give bo this nsbrument

24. Click the Query Inst for Config button.
The following is displayed.
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fConfiguration Editor |

@ Configuration updated,

[

25. Click OK.
The Configuration Editor window is updated and your instrument is now
configured and the GC Configuration screen displays.

- Iratnument at post COM1
Type: Clans 680 GC with Aubceamples Harree: “
- Dipiicns - Dhebecions:

FPemdaled  [vE5 =] | Dad[eco =] BPC | DaE[TCDR -] BFC
oz lesk slam [ H‘ﬂil u-I MI vl

Ausimp oo [TCO ®] | D |INT = Dut [INT x

Irjescton & [Fss =] Fressee urite [F5IG ]

Iriector B [Fo =] | EPCAF Caplaymoded [F) PPCERF  [oooooicd T
Cah[Press-He =] cuB[none ]

- Vahoas - Aupdhary Preurnatics

.l|'.-fm r| 2|N-:-ME 'I ﬁﬂ!'liPl:s:-P‘SIE v| pFC Ap?iri-:--z riﬂﬁ:l‘
3 [vave =] 4 [wone =] | | Awe3[none =] BPE | Agped [rionee
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26. Click Finish.
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Els Instrument User View Help

How to Set-up TurboMass and the GC
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Sl ol 2 i 3

4

Type AcqPort LINK Part Configured

(|

- PE Nelson
Type: £80
Eprom: 2.0
Memary: 284 Kb
Serialnumber:  Nore

Instrument C
Instrument Type:
Autosampler Type:
Iniectars:
Detectors:

Ouiput
Carrier Pru
A Pru:

Clarus B0 G with Autosampler
BUILTM

PSSILPKD

ECD.TCD+R

TCD
SPLIT NONE VALYE NONE NONE NONE
INTINT
Press - He[PPCLNONE(PPC)

Press - PSIG,NONE.NONE NONE

27. Close the Configuration Editor by selecting Exit from the File menu.
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How to Select and Install the GC Column

Before searching for the proper column, you must understand your sample and the type of
analysis you are about to perform. Gas chromatography (GC) provides the means for
separating components in a mixture by eluting the sample with a carrier gas (helium) over a
stationary phase contained within a column. Capillary columns are used with an (increasing)
temperature program to ensure that all of the components have been eluted from the column.
A series of quite narrow (several seconds wide) chromatographic peaks emerge and can be
detected by the mass spectrometer (MS).

In a GC/MS analysis, the column is installed in the GC oven with one end connected to a GC
injector and the other end passed through a heated interface (through the GC oven wall),
where the column end is precisely positioned at the inner source of the mass spectrometer.
The Clarus SQ 8 MS uses two types of inner sources: (1) a source for electron ionization
(ED); and, (2) a source for chemical ionization (CI). The following steps summarize the
procedure for selecting and installing the column.

Selecting the proper column
1. Consider the variables of a GC/MS analysis.

2. Consider five variables when choosing a GC column.

Installing the column
Prepare the system to install the GC column.
Remove an installed column.

Connect one end of the new column to the GC injector.

1.

2

3

4.  Condition the new column for use.

5. Connect the other end of the new column to the mass spectrometer.
6

Equilibrate the system.
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Selecting the Proper GC Column

Consider the following variables when performing GC/MS analyses

Variable

Variable Options

Reason

GC column

Stationary phase
Column length
Column internal
diameter

Stationary phase film
thickness

Depends on the sample type,
sample concentration, and
complexity.

GC injection port

On-column
Split/splitless
Temperature
Split/flow

Depends on the sample
volatility and concentration.

GC oven temperature
program

Isothermal periods
Ramp rates

Depends on the GC column,
and on the sample, its
volatility and complexity.

GC column gas

Isobaric or

Depends on the GC column,

pressure programmed and on the sample, its
Isobaric periods volatility and complexity.
Ramp rates

MS ionization mode El Depends on the polarity of
CI+ the sample and its tendency
Cl- to fragment in EI, and also

the type of information
required (MW only or
structural/ library
searchable).
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Consider the following five variables when choosing a GC column:

e The types of samples you will be analyzing.

e The stationary phase of the column.

e The internal diameter of the column.

e The thickness of the stationary phase.

e The column length.
Know the types of samples you will be analyzing. Are they volatile, semi-volatile,
pesticides, solvents, etc. Next choose a stationary phase based on polarity of the sample. A
very general rule in column selection is that “like dissolves like.” Column polarity has the
greatest effect on how the column separates the compounds of interest as the sample
interacts with the stationary phase. There are different degrees of polarity from non-polar
to very polar. When compounds are separated primarily on their boiling points, the phase is
considered to be non-polar. Polar phases typically separate compounds based on the
chemical interactions between the sample components and the stationary phase.
Many different types of stationary phase are available and the following list is by no means

exhaustive. Consult recent manufacturers’ literature for the particular application you have
in mind.
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2100, SF 96, DB 1.

Stationary Phase Trade Names Sample Type
100% dimethylpoly- PE-1 MS, CPSil 5, SE General use; including,
siloxane 30, OV-1, OV-101, SP hydrocarbons,

pesticides, steroids,
alkaloids, and
derivatized sugars.

5% phenyl, 95%
methyl-polysiloxane

PE-5MS, CPSil 8, SE
52, SE 54, OV-73, SPB
5,DBS.

Polycyclic
hydrocarbons, di- and
tri- glycerides, alcohols,
fatty acids, pesticides,
steroids, PCBs.

polyethylene glycol CPWax 51, CPWax 57, | Essential oils, fatty
Carbowax 20M, acids, flavors, esters,
Carbowax 1000, SP beverages, pheromones,
1000, OV-351. alcohols, aldehydes,
amines, acids, glycols.
chiral Chirasil Val. Optically active isomers

The stationary phase thickness depends on the amount of retention required. Choose thick
films for the analysis of volatile compounds to retain them on the column for a longer time.
Non-volatile compounds are better suited to thin films, otherwise their retention times will
be too long. Remember, the thicker the film, the more column bleed one may expect.
Whenever possible, always select a low-bleed column designed for GC/MS.

The internal diameter of the column depends on the concentration of sample to be
analyzed. Small diameter columns (0.25 mm i.d.) offer high efficiency and are useful for
quantification of small amounts of sample, but are easily overloaded. Only small diameter
columns (0.25 mm i.d. or less) may be used for the Clarus 680 S and Clarus 580 S because
of carrier gas flow rate requirements. For on-column analyses 0.32 mm i.d. columns are
recommended. The smaller the i.d., the lower the flow of helium gas required. The flow
through a short 0.53 mm I.D. column may exceed the pumping capacity of some mass
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spectrometers.

The column length is another consideration. In general, the more complex the sample, the
longer the column length should be in order to retain and separate the various components.
Typically 25 m and 30 m columns are the most suitable for general work. Shorter columns
are used for simple separations and longer columns are used for the most challenging
samples such as petroleum analyses and dioxin detection in complex matrices.

An Example of an EPA Analysis

There are two frequently followed EPA (environmental) methods that use very common
columns. EPA method 625 (semi-volatile analysis) uses a non-polar column. The phase
used is a 5% diphenyl 95% dimethylpolysiloxane (PE-5SMS, RTx-5, Xti-5, DB-5, SPB-5).
The length is 30 meters with an inside diameter of 0.25 mm I.D. The film thickness will
be from 0.25 pm to 1.00 pum.

EPA method 624 (volatile analysis) uses an intermediate polarity column. The phase is a
methyl cyanopropyl phenyl polysiloxane (PE-624, RTx-Volatiles, RTx-502.2, DB-624,
VOCOL). The length can be 60, 75, or 105 meters (60 and 75 meter columns are the most
common) depending if the GC has subambient cooling capability. The 105 meter column
has the greatest separation power and the most desirable if a laboratory’s budget allows. The
inside diameter of the column is 0.53 mm I.D. with a film thickness of typically 2.0 pum or
3.0 pm.

This procedure outlines the steps required to properly position the end of the column in the
Source and connect the column to the MS Transfer Line tube fitting inside the GC oven.

To prevent contamination of the mass spectrometer, always wear clean,
powder-free PVC or nitrile gloves when handling the part of the
capillary column that will be inserted into the MS Transfer Line. Never
touch these parts with ungloved (bare) fingers, as this will introduce
contaminants into the system.

CAUTION
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Preparing the system to install the GC column

Before installing the column, check that the following actions have occurred, and if not,
perform the procedures to make them occur.

1. Cool the GC oven by opening the GC oven door slightly.

2. Cool the GC injector by selecting Release Control from the top level GC menu.

File Edit Samples Bun Wiew Guantify Qonfiguremlools Help
Details....
Fieal-Time Plat...
Method Editor...

todity Active. .
Handz Or..
Fietry Injection

Take Control

Release Control k

Stop Run

LConfigure...
Change Acguigition Port....

Ermor Meszages

3. Select the appropriate injector icon on the Clarus GC touch screen.

4.  On the injector screen select the Heater Off button or check box.

5. Display the Tune Page by clicking on
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6. Ensure that the mass spectrometer is not under a vacuum by selecting Vent/Vacuum
system off from the Options menu.

NOTE: Make sure to cool the source and transfer line to <100 °C before venting.

File IonMode Calbration Gas Refsldfals]
Readbacks. ..
UltraTune >
\Warnings. ..
Scope Parameters. ..
Operate

3 —_—
Wentacuum system off >

Instrument Threshold Settings...
Communications Status...
Instrument Marne

v Diagnostics Page

7.  The green light above the mass spectrometer power on/off switch should be flashing.

A flashing green light above the power ON/OFF switch indicates a vented system. A
steady green light indicates that the system is under a vacuum.

» A turbomolecular pump takes approximately 5 minutes to slowdown and vent.
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Tools and Items Required

NOTE: Do not use a 100% Graphite ferrule to connect the column since it is a porous material
that will allow air to diffuse into the MS system and prevent a high vacuum from being
attained inside the system.

e 9/16 inch wrench

e 1/4 inch wrench

e 5 mm wrench

e One 1/16 inch Column Nut

e One Graphite/Vespel ferrule appropriately sized for the capillary column i.d. that
you will be using. (</=0.25 mm i.d. columns require a 0.4 mm i.d. ferrule and >/=
0.32 mm i.d columns require a 0.5 mm i.d. ferrule.)

e Optional Plug Handle and Sight (P/N N6480380)

NOTE: Please read the following guidelines in entirety prior to attempting the procedure for the
first time. Following these guidelines at all times when performing this procedure will
ensure that contaminants entering your MS system will be minimized, vacuum leaks will be
minimized and detector response (sensitivity) will be maximized.

NOTE: The placement of the outlet end of the column relative to its position inside the source is a
critical parameter for maximizing peak responses in your application. Follow this
procedure closely to ensure that you achieve the correct column placement inside the
source. Failure to do so may result in less than optimal detector response of target
compounds in your analysis.

Prior to removing the source from the Clarus SQ 8 MS instrument (for example,
CAUTION to change a filament or clean the source), the column must be pulled back from
its placement inside the source. This is conveniently achieved by loosening the
large nut on the Transfer Line tube assembly so that the entire Transfer Line
tube assembly can be pulled back from the source. It is not necessary to loosen
the column nut as this may disrupt its proper positioning inside the source after
the source is reinstalled. The source will not be able to be removed or
reinstalled if the Transfer Line tube assembly is not pulled back first.
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Positioning and Connecting the Capillary Column

There are three different techniques recommended that may be used to position and
connect the capillary column. Each of the three techniques are outlined in the following
procedure. Use the technique that you are most comfortable with.

The three different techniques are:

1. Physical measurement outside the SQ 8MS
2. Alignment using the 10 mm gauge tool (supplied with the SQ 8 MS instrument)

3. Optical Column Alignment Using the Optional Plug Handle and Sight
(P/N'N6480380)
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Physical Measurement Outside the SQ 8MS

CAUTION To prevent contamination of the mass spectrometer, always wear clean,
powder-free PVC or nitrile gloves when handling the part of the
capillary column that will be inserted into the MS Transfer Line. Never
touch these parts with ungloved (bare) fingers, as this will introduce
contaminants into the system.

1. Slide an injector septum over the outlet end of the capillary column to use it as a
positioning indicator aid.
Graphite/Vespel Ferrule

Septum

Column Nut

Figure 18 Location of septum on capillary column.

2. Slide a 1/16 inch column nut over the outlet end of the column.

3. With the tapered end facing towards the column nut, slide a graphite/vespel ferrule
over the outlet end of the column.
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Using the edge of a wafer scribe, score the outside surface of the column
perpendicular to its length approximately 2 inches from the end and carefully break it
off and discard the cut off piece of column. Jagged or angled cuts should be avoided.
See Figure 19 for examples of good cuts and bad cuts.

<—— Good Cut

—
\ Bad Cuts

N :‘/

Figure 19 Good cuts and bad cuts

5.

Use a lint-free wipe pre-soaked with a small amount of methanol to wipe the outside
of the column a few times to remove surface contamination.

Place the column onto a clean, lint-free surface on the bench top. Measure exactly
34.4 cm from the outlet end of the column to the front side of the septum.

Confirm that the Source is fully installed in the instrument. If it is not, install the
source into the instrument. See Removing and Returning the Source on page 75.

Insert the column into the MS Transfer Line tube and carefully slide it partially
toward the source. Be careful not to move the septum.

With the column partially inserted, engage the threaded column nut onto the Transfer
Line tube fitting until it is just finger-tight.
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10. Slide the column into the Transfer Line tube until the septum is aligned at a distance
exactly 10 mm away from the end of the column nut. See Figure 20.

1/16-inch Column Nut Septum Column

\ | /

N Y
| | 7

—)

| | ! ! | I
1P 20 30 40 50 60 70 5[

A

Figure 20 Measuring from the outlet of the column to the front of the septum.

Slide the column back until the
septum is 10 mm from nut.

11. Using the 5 mm and 1/4 inch crescent wrenches, tighten the column nut until the
ferrule is crimped onto the column. See Figure 21.

Figure 21 Tightening the column nut.
12. The column is now installed the MS may be pumped down. Confirm that the proper
vacuum level is reached (on the TurboMass software Tune Page).

13. After initially heating the GC oven through one or two analysis cycles, the column
nut may loosen. Re-tighten the column nut. After re-tightening, the column nut
should not loosen any more.
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Alignment Using the 10 mm Positioning Gauge Tool

CAUTION To prevent contamination of the mass spectrometer, always wear clean,

powder-free PVC or nitrile gloves when handling the part of the
capillary column that will be inserted into the MS Transfer Line. Never
touch these parts with ungloved (bare) fingers, as this will introduce
contaminants into the system.

NOTE: The 10 mm positioning gauge tool is supplied with the instrument.

L.

10.

Slide an injector septum over the outlet end of the capillary column to use it as a
positioning indicator aid. Slide the septum approximately 40 mm up the column.

Slide a 1/16 inch column nut over the outlet end of the column.

With the tapered end facing towards the column nut, slide a graphite/vespel ferrule
over the outlet end of the column. See Figure 18.

Using the edge of a wafer scribe, score the outside surface of the column
perpendicular to its length approximately 2 inches from the end and carefully break it
off and discard the cut off piece of column. Jagged or angled cuts should be avoided.
See Figure 19 for examples of good cuts and bad cuts.

Use a lint-free wipe pre-soaked with a small amount of methanol to wipe the outside
of the column a few times to remove surface contamination.

Confirm that the Source is fully installed in the instrument. If it is not, install the
source into the instrument. See Removing and Returning the Source on page 75.

Insert the column into the MS Transfer Line tube and carefully slide it toward the
source.

With the column partially inserted, engage the threaded column nut onto the Transfer
Line tube fitting until it is finger-tight.

Carefully continue inserting the column into the Transfer Line tube until it hits the far
side of the source. Be careful to avoid forcefully jamming the column into the side of
the source. Doing so may damage the cleanly cut end of the column resulting in poor
chromatography.

With the column positioned as described in Step 9, slide the septum toward the
column nut until it touches the nut.
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11.
12.

Pull the column back 10 mm.

Use the 10 mm positioning tool (Gauge) to set the column nut at this position by
placing the slot in the 10 mm Gauge over the column between the nut and the septum.
At this point be careful to avoid moving the septum from its position on the column.
See Figure 22.

Figure 22 The 10 mm positioning tool (Gauge) in place.

13.

14.
15.

16.

Using the 5 mm and 1/4 inch crescent wrenches, tighten the column nut until the
ferrule is crimped onto the column making sure that the 10 mm spacing is retained
between the end of the column nut and the septum.

Remove the 10 mm Gauge.

The column is now installed and the MS may be pumped down. Confirm that the
proper vacuum level is reached (on the TurboMass software Tune Page).

After initially heating the GC oven through one or two analysis cycles, the column
nut may loosen. Re-tighten the column nut. After re-tightening, the column nut
should not loosen any more.
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Optical Column Alignment Using the Optional Plug Handle
and Sight

CAUTION To prevent contamination of the mass spectrometer, always wear clean,
powder-free PVC or nitrile gloves when handling the part of the
capillary column that will be inserted into the MS Transfer Line. Never
touch these parts with ungloved (bare) fingers, as this will introduce
contaminants into the system.

1. Loosen the large nut on the Transfer Line tube assembly using the 9/16 inch wrench
and pull back the Transfer Line tube approximately 1 to 2 inches.

2. Remove the source from the Clarus SQ 8 MS instrument.

3. Insert the optional Plug Handle and Sight (Part No N6480380). Make sure to line up
the red dots on the plug and instrument.

4.  Turn the plug clockwise until the line on the plug and the lock symbol line up.
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5. You will hear a click when the lock is in place.

Figure 23 Inserting the Plug Handle and Sight.

6. Re-insert the Transfer Line tube assembly and tighten the large nut.
7. Slide a 1/16 inch column nut over the outlet end of the column.

8. With the tapered end facing towards the column nut, slide a graphite/vespel ferrule
over the outlet end of the column. See Figure 18.

9.  Using a wafer scribe, score the outside surface of the column approximately 2 inches
from the end and carefully break it off and discard the cut off piece of column.
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10. Use a lint-free wipe pre-soaked with a small amount of methanol to wipe the outside
of the column a few times to remove surface contamination.

11. Insert the column into the MS Transfer Line tube and carefully slide it toward the
source.

K
Figure 24 Inserting the transfer line.

12.  With the column partially inserted, engage the threaded column nut onto the Transfer
Line tube fitting until it is finger-tight.

13. Carefully continue inserting the column into the Transfer Line tube until it becomes
visible inside the Plug Handle and Sight. Be careful to avoid inserting the column so
far that it hits the far side of the MS vacuum chamber.

14. Position the outlet end of the column so it aligns with the edge of the engraved circle
on the tip of the Plug Handle and Sight.
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15. The correct position of the column is reached when it is aligned with the edge of the

circle (in other words, at the "3 o'clock” position).

Column,at'3

o’clock position

Figure 25 Viewing the Column through the Plug Handle and Sight.

16.

17.

18.

19.
20.

Using the 5 mm and 1/4 inch crescent wrenches, tighten the column nut until the
ferrule is crimped onto the column. Be careful to avoid moving the column from the
set position. Confirm by gently tugging back the column. It should not move from the
set position. Verify that the column placement is correct by visually inspecting its
position on the circle inside the Plug Handle and Sight.

Loosen the large ¥4 inch nut on the Transfer Line tube assembly using the 9/16 inch
wrench and pull back the Transfer Line tube approximately 1 to 2 inches. See Figure
26.

Turn the Plug Handle and Sight counterclockwise to the unlock symbol on the
instrument and remove it from the Clarus SQ 8 MS instrument.

Insert the source. See Removing and Returning the Source on page 75.

Re-insert the Transfer Line tube assembly and tighten the large nut.



21.

22.
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The column is now installed and the MS is ready to be pumped down. Confirm that
the proper vacuum level is reached (on the TurboMass software Tune Page).

After initially heating the GC oven through one or two analysis cycles, the column
nut may loosen. Re-tighten the column nut. After re-tightening, the column nut
should not loosen any more.

73



Clarus SQ 8 MS Tutorial

Equilibrating the system

After installing the column, equilibrate the system for a new column by following this
procedure.

1.  Cycle the GC through one temperature cycle.
2. Open the oven door and using a Y4 inch wrench, tighten the column nuts slightly.

3. Check for leaks.
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Removing and Returning the Source

To prevent contamination of the mass spectrometer, always wear clean,
powder-free PVC or nitrile gloves before touching, removing or

CAUTION replacing parts. Hold the source by its handle only. Never touch these
parts with ungloved (bare) fingers, as this will introduce contaminants
into the system.

Removing the Source

To remove the source, follow this procedure:

1. Prepare the mass spectrometer for maintenance as described in Preparing the Clarus
MS for Hardware Maintenance in the Clarus SO 8 MS Hardware Guide.

2. Open the GC oven door and locate the mass spectrometer transfer line.

3.  Using a 9/16-inch wrench, loosen the Y-inch nut on the transfer line.

Risk of burns. Never touch a heated mass spectrometer transfer line or
a GC injector cap with unprotected (bare) fingers.

WARNING

4.  Pull the inner transfer line tube back 25 mm (1 inch).
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A

\ @ Inner Transfer Tube =

3 V\
/\ Column
[ /// ”

1/4-inch Nut

Figure 26 Pulling back the inner transfer tube.

5. Open the Clarus SQ 8 MS access door.

6. Hold the source by the edge and rotate it counter clockwise.

Access Door —

Figure 27 Rotating the source.

7.  Carefully pull out the source.
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Figure 28 Removing the source.

8.  Place the source on a clean surface.
Preferably place the handle end on a flat surface so that the source stands in an
upright position.

Figure 29 The source placed in an upright position.
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Returning the Source

To prevent contamination of the mass spectrometer, always wear clean,
powder-free PVC or nitrile gloves before touching, removing or

CAUTION replacing parts. Hold the source by its handle only. Never touch these
parts with ungloved (bare) fingers, as this will introduce contaminants
into the system.

1. Carefully hold the source by its edges.

2. Align the red dot on the source handle with the red dot on the instrument panel and
rotate the source clockwise until it locks into position.

Red dots
aligned ‘

Figure 30 Lining up the red dots.

3. Push the inner transfer line tube back.

4. Using a 9/16-inch wrench, tighten the %4-inch nut on the transfer line.

5. Close the Clarus SQ 8 MS access door.
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Leak Checking

The lack of a good vacuum will severely hinder the performance of the mass
spectrometer. To ensure that your analyses produce the expected results, it is good
practice to Leak Check the system prior to running an analysis.

The following steps summarize the procedure for leak checking the system.

1.

2.

8.

9.

Ensure that all connections are made to the mass spectrometer.

If necessary, start the TurboMass software.

Display the Tune page.

If necessary, start the vacuum pumps.

Set the GC split flow to 50 mL/min.

Display the Tune Peak list.

Change the Tune Peak masses to 4, 18, 28, and 32 respectively.
Ensure the proper vacuum is maintained, and then turn on the filament.

If a leak exists, locate and fix it.

Checking for leaks is actually checking the integrity of the vacuum system. You
observe masses 4 (helium), 18 (water), 28 (nitrogen), and 32 (oxygen).

Ensure that all connections are made to the mass spectrometer

1.

2.

Visually inspect the system to ensure that the mass spectrometer electrical and
gas connections are made and there are no obvious disconnections.

Verify that you have carrier gas pressure to the GC.
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Starting the TurboMass software

TurboMass from the Programs/TurboMass path
OR

double-click the TurboMass desktop icon.

The TurboMass Login dialog is displayed.

2. Enter the Password and click OK.
The initial TurboMass Sample List window is displayed.

& TurboMass - DEFAULT; - Default.SPL

Click the Windows Start button (at the bottom-left of the screen) and select

Fil= Edt Samples Run View Quarkify Configure GC Tools Help
Ble|| & »[n|n| W w/m e gl 2| @) telzs]i] gl E==l=
G File Name ME‘.Methndl GC Methad ‘V\a\ﬂ‘\meclnr‘ﬂamplell}‘ File Text | Canditions ‘Quaanethnd‘ Calit
1 el |DEFALLT  DEFAULT A
¢ o
[ H Oven Temp
o't
General Status
[ I—
GC Status
M
® Opeiate @
O Pressures
7
@ Fianent
< b3
Index Acgui... | Description Status Index | Proc... | Description Status
Ready Instrument Mot Present 0:0 Shutdown Enabled
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Displaying the Tune page

Click IE to display the MS Tune window.
Starting the vacuum pumps

1.  Select Pump/Vacuum System On from the Options menu.

File IonMode Calbration Gas Help

Readbacks...

UltraTune 3
Warnings. ..

Scope Parameters. ..

Operake

Reinitialize

PurnpfVacuum System On

Instrument Threshold Settings. ..
Communications Status. .,
Instrument Mame

v Diagnostics Page
This starts the forepump and the high vacuum pump.

5
2. Allow about 5 minutes for the gauge to achieve 3.0 x 10 Torr with
1 mL/min of helium and a turbomolecular pump.

3. If your reference gas bulb has not been previously pumped down, select

Reference Gas On from the Gas menu. Leave it this way for one hour, with
Operate Off.
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Setting the GC split flow to 50 mL/min for the CAP or PSS injector
If your mass spectrometer is under GC control, free it from GC control as follows.

1. Display the top-level (main) window and select Release Control from the GC
menu.
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File Edit Samples Run Wiew Quantify Configure ETnnls Help

Details, ..
Real-Time Plak. ..
Method Editor...

Modify Ackive..,
Hands On...
Retry Injection

Take Conkral
Stop Run !

Configure. .
Zhange Acquisition Port, ..

Errar Messages

On the GC screen, touch Tools button and select Configuration.

The Configuration screen appears.

Touch the Injector button for which you which to configure the split mode.
The Configure Injector screen appears.

Touch the Capillary Control check box.
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EETT—
Type:| PS5 ﬂ [w Capillary Conrol

Carrier Contral| Pressure ﬂ

& Program ) Oventrack

Column Length | 2500 m LD.| 250 um

Split mocte: Flow Ofizet:
®Flow ) Ralio: & Aun _)Fixed
Leak Limit | 0.0 mUtnin

[~ HE Contral [~ Wacuum Compensabon

@ Ready Mar 4

ﬂﬂ e o] | Cancel |

For Split mode, select either Flow or Ratio.

5.  Touch OK.

The Configuration screen appears.

6. Touch Close.

7. On the System Status screen, touch the Injector A button.
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The active method screen appears.
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How to Leak Check the System

The screen above displays the Split mode configured for Ratio.

Touch the ratio field to modify the value.

OR

If you configured the split mode for Flow, the following screen appears:

B 26 °C e nt,

A-PSSI| oven | AFID | Events |
v Heater OF
LA Ao o e

Program

@ Carrier Gas

00 psi _
000 mum | 2 pe
0.0 cmfgec press.-init.

Program

ﬁ' @ Spit

ralio

@ Ready

Bkl

total Ao 0 I 3 mbLim
0
{la]1]

all=
- 53 Toals w

hfar 4
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The Total Flow (split vent + septum purge + column) is displayed as a non-
editable text field. The septum purge flow is factory preset to ~3.0 mL/min. It
is not user adjustable. If you set the split flow to zero, the flow display shows
column flow plus septum purge. Common places for leaks would be the
septum cap, the O-ring seal, column connector, etc. See the Clarus Hardware
Guide, Chapter 8 for further information.

NOTE: If the displayed value is much greater than the total flow (split flow and
septum purge + column flow), this indicates a leak in the pneumatics.

Displaying the Tune Peak list

» Select Peak Editor from the Options menu.
The Peak Editor is displayed.

4 TunePage - c o R o ol ip i - - S

File lonMode Calibration Gas Options Help
NEEIEIN- RS [iez 1. @/_\

El+ Source I D|agnnsh|:s| o

<

i
111

Vacuum System
Status

Wanuum 0K -

<

GC Interface

Inlet Line Temperature | 193 200

Source Parameters

Election Energy A [—
Trap Emission 102 [100 ’j

Bepeller o fo [——F—
W | Lers2 [0 [e0 [J——— L - || [l
Lens 2 g8 [0 |[— F—

Source Temp [C) 20 200
Filament Current A
Source Cument e L I - I - | |

M5 Parameters

LM Res iz [——F—
Ml | AM Res fiz —F— L | . I | ||
Wl | 1on Eneray W’ih
lan Energy Ramg W’? — — | — I || ||

e ) fem [——F—— - RV N VN a
0 690 | 7190 1310 1370 2100 22|00 5020  50¢
Acauie... PressiorStancey | [T
Ready _ _  Vacuum OK Operste
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Changing the masses for Tune Peaks 1 through 4 to 4, 18, 28, and 32
respectively

1.

2.

6.

7.

Click in the Mass box for Tune Peak 1, enter 4 and press Enter.
Click in the Mass box for Tune Peak 2, enter 18 and press Enter.
Click in the Mass box for Tune Peak 3, enter 28 and press Enter.
Click in the Mass box for Tune Peak 4, enter 32 and press Enter.
Enter a Span of 4 for all four Tune Peaks.

Enter a Gain of 1 for all four Tune Peaks.

Click in the box to the right of Multiplier, enter 1600, and press Enter.

Ensuring the proper vacuum is maintained, and turning on the filament

Filament damage may occur if you turn on the filament by clicking the

Press for Operate button if the vacuum is above I x 1 0 Torr.

CAUTION

1.  Ensure the proper vacuum is maintained.

2. Click Press for Operate to turn the filament on.

3. Observe that mass 4 (helium) should be much larger than mass 18 (water),
which should be larger than mass 28 (nitrogen), which should be about 4 times
larger than mass 32 (oxygen).

4. Ifnecessary, increase or reduce the displayed peak size by adjusting the

Multiplier voltage and/or entering a higher Gain number.

OR

89



Clarus SQ 8 MS Tutorial
Double-click in the box where the gain is displayed above the peak.

See the following example:

€ TunePage - c:\turbomass\default, pro\acqu dbidefault.ipr

fie Dontode Calbration Gss Options belp
DE& Blals=™ i | 2|
Els Souce | Disgnostic | Mass Span Gain Tor
Y acuum System oz 0 4 1
V2 iz 4
ey V1 E —
5 4 i 2885
a0 Fl 150 = 220 Fl 20 )
o | merw - eaow Bk .

GC Interface:

Inket Line Temperature 138 200

Source Parameters

Election Energy 7o

Trap Emission iz fimo [——

Repeler Bz Rz =
Lens1 [z fo | —
[615  [ca0 ]?‘ — — —

M3 Parameters

LMRes 104 I | [ L
Hh Fes 120
lon Eneray 10 I

lon Energy Ramp 30
Mulipier ()

[ &l Turbotass -DEFALL. I Tures

a0 El 120 = / = 20

100.0% wl DA% ol | gk w728 ><1

\ Double-click here to reduce the
gain number and increase the

size of the peak

Double-click here to increase
the gain number and reduce
the size of the peak

0030 40 50 60 18.0 2050 280 3000 azn / 34
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If the nitrogen (28) and oxygen (32) are larger than helium (4) and
CAUTION water (18), this indicates an air leak that could damage the filament.
Immediately click the Press for Operate button to turn off the filament.

Locating and fixing any vacuum leaks
Check for leaks around fittings and all parts of the system that are under a vacuum.
Determining if a vacuum leak exists

The following table indicates the types of spectra that may be generated from leaks

in the GC/MS system.
m/z

Type of Leak 4 18 28 32 40, 44
None (Leak free) base <4 <18 <25% of 18 << 32
Small leak base <4 > 18 <25% of 18 << 32
Medium leak > 18 >25% of 18 << 32
Large leak >18 << 32
Very large leak very wide
Enormous leak 0 0 0 0 0

All of the above ratios assume that you are using high-purity helium for your carrier
gas. The gasses should have a 99.998% purity or higher, and the gas supply lines
should have water and oxygen filters installed as close to the GC as possible. If a
split/splitless (CAP) or programmed split/splitless (PSS) injector is used, the split
vent should be opened to 50 mL/min flow of helium to prevent any air or water
diffusing through the septum being confused with a leak.
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NOTE:

It is always good practice to print the background spectrum just before changing a
tank to be sure that the new tank is not contaminated. The tank should be changed at
about 300 psig, so there is enough left for a few days if the new tank is
contaminated.

Leak-Free System

Water at m/z 18 will be much smaller than helium at m/z 4. Nitrogen at m/z 28 will
be smaller than water, and oxygen at m/z 32 will be < 25% of the nitrogen height.

A leak-free system may not achieve these ratios for several hours if the system has
been open to the air for some time and the air is humid.

Small Leak

A small leak is indicated if the nitrogen peak at m/z 28 is equal to or larger than the
water m/z 18 peak in height, but oxygen at m/z 32 is < 25% of the nitrogen height.
These ratios are also often observed just after the GC/MS is pumped down after
venting. They can also occur if the MS has been under vacuum for a long time and
the residual water has been nearly pumped away. For this reason it is a good idea to
periodically print a copy of the background spectrum and store it in your instrument
log book.

Medium Leak

If oxygen at m/z 32 is higher than 25% of the nitrogen peak at m/z 28, this indicates
an air leak. The oxygen concentration is high enough so it begins to “cannibalize”
the charge from the nitrogen. This leak should be fixed now. Prolonged operation in
this condition will burn out the filament.

Large Leak
If oxygen at m/z 32 is higher than nitrogen at m/z 28, this indicates a significant air

leak. The filament is now at risk of burning out. The leak must be fixed
immediately. Keep Operate on only when necessary.
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Very Large Leak
The leak is so large that oxygen at m/z 32 has broadened out to wider than 1 Da at
base because of the high pressure in the MS. Water and nitrogen peaks may be small
or absent. Turn Operate on for no longer than a few seconds at a time while trying
to locate the leak to avoid burning out the filament.
Enormous Leak
There is so much air in the MS the ions cannot traverse the distance from the ion

source to the detector. No peaks are seen, although there may be a slight increase in
the height of the baseline. Turn Operate off immediately.

Locating Air Leaks

Once determining that you have an air leak, finding the leak can be time-consuming
and frustrating. You can save days of effort by using the correct tools.

Necessary Tools

e Electronic (thermal conductivity) leak detector. Never use soap solution.
e Argon, carbon dioxide, or Freon.

e Acetone or methanol.

The first thing to check is the part of the system you most recently worked on. If
nothing else has changed, this is probably the source of your leak.

Starting at the Beginning

Assuming you have no idea where the leak is, you need to test everything. Start at
the tank or gas supply and work your way towards the MS.

1. If you have a Clarus GC with PPC (programmed pressure control) make sure
the power is on and the thermal zones are cold.

Turning the power off turns off the carrier flow, and may allow air to diffuse
into the GC pneumatics.
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2.

10.

11.

12.

Check the oil level in your mechanical pump.
The oil should be between the high and low marks on the sight glass.

Check that the hose fittings on the mechanical pump are tight (do not
overtighten).

Check that the valve on the gas supply tank is open.

Check that the high-purity, stainless steel, dual-stage regulator is set to
90 psig (6.3 kPa) and the needle valve is open.

Turn on your electronic leak detector and allow it warm up. Exhale briefly into
it to verify a negative deflection from the carbon dioxide in your breath.

Use the leak detector to check all tank and regulator fittings. Make sure that
you keep your fingers away from the probe - your finger oils may cause a
positive deflection, just like helium.

Work your way towards the GC, checking all fittings carefully.
Check the GC injector septum.

Open the GC oven door and check the injector fittings.

Check any other column connections inside the oven.

Set the Multiplier to 1300 V and set the Gain to a value where you can see
baseline noise at about 5%.

Using a very light stream of argon (m/z 40), carbon dioxide (m/z 44), or Freon
(m/z is usually 69 and 83, but depends on the Freon used - look up the
spectrum in the NIST library), check the transfer line connection while
observing the Tune page.
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CAUTION

If you have a large or worse leak, only keep Operate on long enough to
complete the test. Large leaks can destroy a filament.

13.

14.

15.

Argon is the best choice, if available, because it is most effective at getting in
through small leaks. Freon is the most convenient, as it can be found in small
spray cans at electronic and photographic stores. Make sure the Freon is a
“zero residue” grade.

Open the front door of the mass spectrometer. Use the gas to test the O-ring by
spraying around the front of the manifold.

Remove the mass spectrometer top chassis cover. Test around the manifold top
O-ring by spraying around the edge of the manifold lid.

If you have a very bad leak, carefully spray acetone or methanol around both
O-rings and look for an increase in pressure.

WARNING

Spray a small amount of acetone or methanol with extreme caution -
both liquids are flammable.

16. Spray gas around the brown PEEK reference gas and CI reagent gas manifold
connections on the top of the manifold.

17. Spray gas around the transfer line connection to the manifold.

18. Close the Tune page and exit the TurboMass software.

19. Replace the column with a no-hole (solid) ferrule.
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20. Restart the TurboMass software, pump-down the mass spectrometer, then Tune
the mass spectrometer.

21. Check the spectrum. If the leak is gone, recheck the carrier gas and the GC.
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Advanced Leak Checking for Properly Trained Service
Engineers

There are high voltages and hot surfaces present.

The following procedure should only be performed by a properly
trained user or PerkinElmer Service Engineer.

WARNING

1. Remove the GC.
2. Remove the right-hand side panel from the mass spectrometer.
3. Spray argon or Freon gas around all flanges.

4. Spray argon or Freon gas in the RF coil housing and around the high vacuum
feed-throughs.

5. Tape a plastic bag around different portions of the manifold and fill it with gas
to attempt to locate the general area of the leak.

If not properly cooled, the turbomolecular pump will be damaged.

CAUTION The RF box will overheat if sealed off too long.

97






How to Create a Project
for your Analysis 6







NOTE:

How to Create a Project for your Analysis

Creating a Project for your Analysis

TurboMass groups related sets of data together into Projects. This provides you with
the convenience of finding the data for post run analysis and for archiving data. The
TurboMass file structure is designed with the top-level directory as the project name
under which all data and information about that analysis are stored. TurboMass comes
with several predefined projects, including DEFAULT.PRO, QUANTIFY.PRO, and
TUTORIAL.PRO. All data is stored in DEFAULT.PRO until you create a new project.

The Created and Modified date and time reported are taken from Microsoft
Windows. When you import an *mdb you may see in the properties of the *.mdb file
that the displayed Creation date is newer then the Modified date. This is because the
Created date changes and is set to the date you imported the file where the Modified
date remains unchanged as the date the file was last modified.

The following steps summarize the procedure for creating a new project.

1. Display the Sample List page and select Project Wizard from the File menu.

2.  Enter a Project name and Description.

3. Save the settings by clicking Next.

4. Select Create using existing project as a template.

5. Select DEFAULT.PRO and click OK.

6.  Save the Project by clicking Finish.
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About Project Directories

The TurboMass data file architecture is organized around the concept of a Project.
This is a subdirectory, with an extension of .pro, which contains several other
subdirectories. The benefit is that keeping all of this information together makes
archiving and backup easier.

The subdirectories under Project are:

Subdirectory Files Under the Description
Data Subdirectory
Acqudb Acquisition defaults, saved tune settings, GC
and MS methods, etc.
*.cal | Mass Calibration
*ipr | MS Tune Conditions
*.exp | MS Acquisition Methods
*.mth | GC Acquisition Methods
CurveDB *.cdb | Chromatographic calibration databases
Data Contains the raw data files. Raw data files are subdirectories with an

extension of .raw, which contain several other data files, as follows:

_expment.inf

Data on the MS conditions

_inlet.inf | Data on the GC conditions
_funcOOn.ee | Temporary file used for processing
_funcOOn.dat | The MS data. “n” is usually 1, but can go up to
32, depending on the number of data acquisition
functions
_funcO0n.idx | An index file for the MS data
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Subdirectory

Files Under the
Data Subdirectory

Description

_proc001.dat

First processed data file

_proc001.idx

An index file for the first processed data file

_tcfuncO.raw

A Turbochrom/TotalChrom .raw file from the
first GC detector (if present)

_tcfuncl.raw

A Turbochrom/TotalChrom .raw file from the
second GC detector (if present)

_functns.inf

Information on the data acquisition functions

_header.txt

A brief ASCII summary of MS conditions

_history.inf

A short history of post-run processing

MethDB

*.mdb

Chromatographic quantification methods

* rme

Report Method Editor files

Qualitative Method files

Template files

PeakDB

Peak List data. Files of integrated peaks in
chromatograms

SampleDB

* spl

Acquisition sequences, or “Sample Lists”

NOTE: The Created and Modified date and time reported (or displayed) are taken from
Microsoft Windows. When you import an *.mdb you may see in the properties of the
* mdb file that the displayed Creation date is newer then the Modified date. This is
because the Created date changes and is set to the date you imported the file where
the Modified date remains unchanged as the date the file was last modified.
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Creating a New Project

1.  From the File menu, select Project Wizard.

Edit Samples Bun  Yiew Quantify Configure GC  Tools Help

Hew Chel+M
Open... Ctr+0
Save Chil+S
Save Az..

Import ‘worksheet. .

Open Data File. ..

Open Project....

Print... Chi+P
Frint Prexview
Print Setup....

1 D:hdatah. . sDefault SPL
2 C:ATubokassh.. \Default.zpl

E it

The Create Project dialog is displayed.
Froject name I

Deszcription IQuantificatinn Tutarial

Laocation IE:'\TurbDMass\

¢ Baclt I Mewt » I Cancel
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2.  Enter a Project name and Description.
For this example, enter Tutorial for the Project name and TurboMass Tutorial

for the Description.

Create Project
Project name ITutoriaI

Dezcription ITurboMass Tutarial

Location IC:\TurboMass\

< Bach I Mewt » I Cancel

NOTE: The project Tutorial is located in C:\TurboMass\.

3. Save the settings by clicking Next.
The Create Project dialog is displayed.

” Create new project

€~ Create using curent project as template

¢ Create using existing project as template

Ezisting project |C:A\Turboh assh\DEFALULT PR Browse |

< Back I Firish I Cancel |

4. Select Create using existing project as template.
A recommended existing project to select is DEFAULT.PRO.
Creating a project using the current project as a template or an existing project
as a template, copies the methods and calibration files from those projects,
leaving the data behind. This enables you to use your newly created project as
is, or delete the files you no longer need.
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Creating a new project creates the project with blank subdirectories. You must

manually copy over the required information.

5. I DEFAULT.PRO is not displayed, click Browse.
The Select existing project dialog is displayed.

Select existing project |
Project Hame: Directaries:
DEFALILT.FRO c:hhurbomass
Cancel |
= ot -
AUANTIFY.FRO = Tuhohass
3 IDENDE
£ MACRO Help |
] Periodic —
ﬂ CJ REF ;l
Drrives:
I EHo j Metworls... |

6. Select DEFAULT.PRO and click OK.
The Create Project dialog is re-displayed.

Create Project

" Create new project

™ Create using current project as template

(&' Create using existing project as kemplate

Exizting project |C: A Turbokass\DEFALLT.FR Browse |

< Back I Finizh I Cancel
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7.  Save the project by clicking Finish.

NOTE: The top line of the window contains your project name (Tutorial) and the default
Sample List (Default.spl).

& TurboMas: - Tutorial - Default.SPL
—
File Edit Sampie F Tonfigure GC  Tools Help

\_|_|_|_|£| »|-|--| || ||l ] @] b [Ee(@

File Mame | MS Method | GC Method |V|a|ﬂ||n|ectol|

1 efaultill |DEFAULT Default 1 &
(T) oo _]

Owen Temp
[ o't

General Stahus
Mo Methad

(=] il = P
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About Tuning the Mass Spectrometer

After determining that no leaks exist and before acquiring data, you may need to
check the mass spectrometer tuning conditions, and if necessary, modify one or more
of the tuning parameters. The mass spectrometer can be UltraTuned either
automatically (Standard Tune) or manually (Custom Tune) from the Tune page. This
procedure shows you how to tune automatically using Standard UltraTune.

TurboMass software can automatically tune the mass spectrometer using UltraTune
with an EI ion source. UltraTune ramps the settings for the tuning parameters until
they are optimized for intensity, resolution, and peak shape.

The goal of Standard UltraTune is not to give the absolute “best” tune, but one that
will provide good library-searchable spectra with reasonable sensitivity. High or low
concentration range samples may require you to decrease or increase the electron
multiplier voltage for best concentration dynamic range.

Standard UltraTune determines the optimum settings for Lens 1, Lens 2, Low Mass
Resolution, High Mass Resolution, lon Energy, and the Repeller. You should set the
Ion Energy Ramp to 1.0 for a clean ion source and 3.0 for a dirty one.

Reference Gas and Filament Control
Since reference gas is always required for the Standard UltraTune process, the
TurboMass software will assume control for switching the flow on and off.

Tune History

A tune history file is maintained that records the tune parameters following a
successful UltraTune. It is saved in an ASCII, comma—separated format, with one
tune record per line. The file is located in the main ‘TurboMass’ directory. Each new
successful UltraTune will append a new line to the end of the file.

If the tune history file does not exist when a record comes to be written to it, it will
be created. The first line of the file will contain names for each field in the record,
which may be used as column headings when the data are imported into Excel. The
tune history file is named “UltraTuneHistory.CSV” and it is located in the primary
TurboMass path (C:\TurboMass\).



Each line (record) of the tune history contains:

The name of the logged—on user

The date the record was written to the file (format as defined in
Regional Settings)

The time of day the record was written to the file (format as defined in
Regional Settings)

Three sets of tune parameters (peak widths at half height and required
peak intensity ratios). If only one set of values was generated (‘custom’
tune or no alternates requested for ‘standard’ tune) then the second and
third sets will contain blank values.

The multiplier voltages used during UltraTune. The history record will
contain places for five values, although not all will be populated. The
multiplier voltage used for acquisition will always appear. If you
specified a final value to be set following UltraTune (in the UltraTune
Setup dialog) then that will appear. Alternatively, if you did not specify
a final value to be set then up to three “optimized” values will be
recorded (the number depends on the specific tune parameters used).

Set values and readbacks for the parameters not set by UltraTune (Inlet
Line Temperature, Electron Energy, Trap Emission, Source
Temperature, lon Energy Ramp, and Pressure Gauge)

Values generated by UltraTune for Lens 1, Lens 2, Low Mass
Resolution, High mass Resolution, Ion Energy and Repeller.

NOTE: If you cancel UltraTune during the data acquisition phase, the instrument will be
restored to the state it was in prior to the start of UltraTune (i.e., previous tune
parameters, reference gas off, etc).

The following steps summarize the procedure for autotuning the mass spectrometer.

1. Display the Tune Page.

2. Start UltraTune.

3.  Setup UltraTune.



Accept the setup parameters.

Start tuning TurboMass.

Clear the UltraTune dialog box.

Start the mass calibration process.

Enter the Automatic Mass Calibration process.

Start the mass calibration.



UltraTuning the Mass Spectrometer

The default setup parameters for EI UltraTune are suitable for tuning with Heptacosa
(also called FC-43, PTA, PFTBA, and heptacosatributylamine). There is no need to
alter the Tune Mass or Peak Width parameters if you are using Heptacosa. In a
Standard UltraTune (intended to meet DFTPP/PFB tune criteria), you can select
whether just the primary set of results from UltraTune will be generated or whether
two alternate sets will also be generated.

Before you start tuning, display the initial sample list window.

B TurboMass - Tutorial - Default. SPL

File Edit Samples Bun Yiew Quantify Configure GC  Toolz Help

B)=@] @] 2| »]m|n| Bw5 slmE)m] 2] swe) sdl] gl ] F

Eff—
@
Oven Temp
[N
General Status
Mo Method

GLC Statug

I

— MS -
® Operate IE
O Pressures

=7
@ Filament

File Mame | S Method| GC Method |Vial#|lniector| Sample 1D | File Text | (

1

efaultll |DEFALLT Dretault 1 &




1. Click @ to display the Tune window.
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2. Turn on the filament and high voltages by clicking Press for Operate at the
bottom center of the window.

The box to the right of Press for Operate turns green to indicate that it is on.

3. Turn on the Reference Gas by clicking | jjke



Click |E| to start UltraTune.

You will hear a click when the reference gas solenoid valve opens and
UltraTune begins. The first page of UltraTune is displayed.

UltraTune Progress

% ULTRATUNE STATUS

o | Dose = . |

Click Setup to display the UltraTune Setup dialog.
1:

—after UltraT une
[ Print Bepart

" | Save Altemiate Tune Files

[~ Prompt far Recalibration

[ Evacuate Reference Gas

— Final kultiplier Setting

I User Set [¥] |

Cancel |

The default tune parameters (Full Width Half Max (FWHM) = 0.55 for masses
69, 131, 219, and 502) for EI UltraTune are suitable for tuning with Heptacosa.
There is no need to alter the Tune Mass or Peak Width parameters if you are
using Heptacosa.

SIR sensitivity may be improved by choosing a number larger than 0.6, but
care must be taken to avoid nearby eluting peaks with ions one m/z above or
below the target ion.



6.

Select your After UltraTune settings:

Print Report - Automatically prints a tune report after a successful
UltraTune.

Save Alternate Tune Files - Saves the top three UltraTune result sets as tune
files rather than just the top one.

Prompt for Recalibration - Prompts you to perform a mass calibration after
a successful UltraTune.

Evacuate Reference Gas - Automatically pumps out the reference gas
following UltraTune. Not required if your reference gas valve is mounted on
the vacuum manifold lid.

Set the Final Multiplier Setting.

User Set (V) - Check this box if following UltraTune, you want to set the
multiplier voltage to the value you enter in the field.

When you are satisfied with the UltraTune Setup parameters, choose OK to
exit this dialog.

Choose Start to start UltraTune and the following occurs:

e If'the source is not at the set temperature (within normal tolerance) then
the message “Waiting for the source temperature to equilibrate” is
displayed in the UltraTune Status dialog.

e Once the source reaches the set temperature, if Operate is Off, Reference
Gas is Off, the message “Waiting for Reference Gas pressure to
stabilize” will be displayed.

o If Reference Gas is Off it will be turned on, followed by a delay of
100 seconds. The “Waiting for Reference Gas pressure to
stabilize” message will then be removed.

e [If Operate is Off it will be turned on, followed by a delay of 5
seconds. A check is then made to determine if the Electron Energy
and Trap Emission current are at the set values (within =7 and +10
respectively). If either (or both) readbacks are out of tolerance the
error message is displayed is “Electron energy not at the set



10.

11.

12.

value.” And/or “Trap emission current not at the set value” and the
UltraTune procedure stopped.

The UltraTune status dialog is displayed.

The status dialog displays the part of the tuning process that is currently
occurring. The UltraTune status bar is updated to show the progress of
UltraTune.

UltraTune Progress

% ULTRATUNE STATUS

Start Cloze Setup...

When UltraTune has finished, the UltraTune completed message is displayed.

Click OK.

The tuning parameters determined by UltraTune will be saved to the current
tune parameter file.

If the Prompt for Recalibration box was checked in the UltraTune Setup
dialog, the following message is displayed:

@ ou ghould now re-calibrate the instrument.

Click OK to start the mass calibration process.
The Calibrate dialog is displayed:



E= Calibration: Triazine2.cal

File Edt Calbrate Process View Help

» | M| |tiazine 'lil Use it refs [V

Last Calibrated: 23 Mayp 011143
[rata Directary: [i:hdatahTutarial PROYdatah
Static: Mazz 0Dato 1189 Da.

Low Mass Resolution=10.9 High Mass Resalution=13.1 lon Energe=1.6

Scanning; tass 1 Dato 1200 Da

Low b azz Resaltion=10.9 High b azs Resolution=13.1 lon Energy=1.6

Scan Speed Compenzation: Scan 292 to 2398 amu/sec.

Low Mass Resolution=10.9 High Mass Resalution=13.1 lon Energe=1.6

Fisady S [ I

13. Click L to start the automatic mass calibration process.
The Automatic Calibration dialog is displayed.

Automatic Calibration

— Type:

V¥ Scanning Calibration
¥ Scan Speed Compensation

Acquizsition Parameters...

— Process

= W dcquire & Calibrate
= Acquire & Werify
@ r Frint B eport

oK I Cancel |

14. Ensure that the boxes are ticked as shown above.

15. Click OK to start the mass calibration.
As TurboMass calibrates, observe the Calibration Status portion of the dialog.



B Calibration: Triazine2.cal

File Edt Calbrate Process Wiew Help

»n|

£ | Use airrefs ¥

Last Calibrated 29May 01 17:53

Data Directory: D:5datahTutorial PR ONdatah
Static: Verification Succeeded
Scanning: Werification (scan 5]

Scan Speed Compensation: Calibration Succeeded

“erification [scan 5]

1
16. Upon completion the following message is displayed:

Instrument calibration

Ingtrument calibration successfully completed

17. Click OK to clear the message.
The Save Instrument Calibration dialog is displayed.

Save As HE
Save jn: B0k T utonial PR il &

Aoqudb
CurveDB
Data
MethDB
PeakDEB
SampleDB

File name; I

Save I
j Cancel |

As shown above, the file will be saved in the Tutorial. PRO directory.

Sawe astype: [ Caibration File [*.cal]

18. Enter a file name for your calibration file.



In this example, the file is named tutorial.cal.

Save As H

Save in: I a Tukorial. PRO j gl IE_

Aequdb

CurveDB

Data

MethDE

PeakDE

SampleDB
File name: Gove I
Save as type: | Calibration File [*.cal] =] Cancel

19. Click Save to save the file.
The Calibrate dialog is displayed.

Calibration: tutorial cal
File Edit Calibrate Process Miew Help
» .l Im; Use air refs [ ‘
Last Calibrated: 29 Map 01 17:53
D ata Directany, D:4datahTutorial PRONDatah
Static: Masz 0 Dato 1183 Da.
Low Mass Resolution=3.4 High Mass Resolution=12.8 lon Energy=2.1
Scanning: Mass 1 Dato 1200 Da.
Low Mass Resolution=3.4 High Mass Resolution=12.8 lon Energy=2.1
Scan Speed Compensatian: Scan 292 to 2398 amu/zec.
Lows Mass Resalution=9.4 High Mass Resolution=12.8 lon Energy=2.1
Ready C

After closing the mass calibration window, if you selected Evacuate reference
Gas in the UltraTune Setup dialog, UltraTune turns off the Reference Gas and
the pumps out the reference gas.

20. Select Exit from the File menu.

Eile:

Edit Calibrate Process Yiew Help
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How to Develop a GC/MS Method

Developing GC/MS Methods

The GC method is created in the GC Method Editor and it controls the GC operating
parameters and data acquisition. For additional information, refer to Chapter 7 in the
TurboMass Software User’s Guide.

The MS method controls the way TurboMass scans. The MS method is created in the
Function List Editor. Here you set up the functions that a mass spectrometer uses to
scan during an acquisition. The function list can contain a single scanning technique,
or a mixture of scanning techniques arranged to run sequentially or concurrently
during an acquisition (run). For additional information, refer to Chapter 8 in the
TurboMass Software User’s Guide.
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Developing a GC method
1. Select Method Editor from the GC menu.
2. Select default.mth.

3. Display the GC parameters by selecting Control Options from the Instrument
menu.

Set the Autosampler.

Set the Oven/Inlets.

Set the Carrier gas.

Set the Detectors.

Set the Instrument Timed Events.

Save the GC method.

o © =N bk

Developing a MS method

1.  Insample list, right click on MS Method.
Scan Functions window is displayed.

Select MS scan or SIR from the Functions menu.
Enter the method values.

Enter a Solvent Delay Time.

Save the MS method.

AR
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Developing a GC Method

This example shows how to develop a GC method by manually injecting the test
mix. The starting point is the Sample List window.

EE TurboMass - Tutorial - Default. SPL

Fie Edit Samples Bun Wiew Quantfy Configue GC Tooks Help

R = e el e A R 3 = R A E A A R N S

- — File Hame M3 Method GC Method  |Vial # |Injector|  Sample 1D File Text

efault0l DEFALLT Detault 1 A
(T |

Ei gxfgn Temp

General Status
Mo Method

GC Status

)

~Ms
@ Operate

© Pressures

@ Filament

=4
1. Click in the GC panel.

':_llﬂl'ub .‘_\

5 [

T

#lo Method

GLC Status

Select Method Editor by right clicking the method name shown in the Sample
List window for a pop-up menu, and selecting Open.
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The Startup dialog is displayed.

— Select startup option

¢~ Create new method

¢~ Load method stored on disk

' Load recently edited method

CATLUIRBOMAS S Tutarial PROMGACGUDEADEFAULT .mth

oK. | Exit

Load a recently edited file

Select Load recently edited method and select Default.mth from the

displayed path.
For example, Default .mth is in the
C:\TurboMass\Tutorial.pro\acqudb\default.mth path.
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3. Click OK to display the Method Editor window.
i Method E ditor - D-\data\TRIAZINE PROMACQUDBA Triazine2 mth - [Method Summary] [_T0[=]
=] File Instument Equibrate Yiew Help 181 ]
TR
GC Control
Instrument Mame : instl Injection o MAMUAL Inlet A : CAP
Expetiment Tirme : 16.00 min Injection Walume : Inlet B : NONE
Delay Time : 0.00 min Sampling Rate  : 1.56280 pts/s Detector A : FID
Run Time 21600 min  Channel - NONE Detector B : NONE
Cven Temperature Program
Initial Ternperature : 50 deg far 1.00 min
Ramp 1 : 10.0 deg/min to 200 deg, hold for 0.00 min
Ready 7

Display the GC parameters by selecting Control Options from the /nstrument
menu.

| File

Equilibrate “iew Help

Mates

Data Channels

Ovendlnlets
Carrier

W alves

Detectors

Inzt Timed Events

The GC parameters are:

Autosampler, Oven/Inlets, Carrier, Valves, Detectors, and Inst Timed Events.

5.  Select Autosampler.
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6.  On the Autosampler tab, select Manual as the Injection Source for this tutorial.
If you are using the Clarus 680 GC (or Clarus 580 GC) autosampler to make
the injection, select Autosampler.

Instrument Control [ x]

Autosampler | Dvendiriets | Carrier | Detsctors | Instrument Timed Everts |

Injection Source

& anuaf € Autosampler

~ Sampla Injection

Syringe capacity [uL] 50 Sample pumps

=
A

JJ

Injection wolume (L) Viscosity delay

A

Injection speed MNomal = Wash/waste vial set

i~ Mashe

Pre-niection solvent washes
Pre-injeetion sample washes

Post-injection salvent washes [&]

el K

Post-injection salvent washes (8]

ok | cencel | s |

Injections will be made manually |

7. Select the Ovenlinlets tab and enter the parameters for the GC oven
temperatures and the GC injector temperatures as shown below.

Instrument Control

Autosampler Ovendlnlets | Carer | Detestors | Instrument Timed Events |
~Pragram time fmin)

Over 16.00
280
i cor
|

140 17 5 HINE
0 Dataend tine | 16.00

o

oo 50 100 150 200 250 300

~Cwo

Coolant o =
Cutin temp [*C) 60
Timeout (min) EEE]

Cyven Ramp

i~ Heated zone setpaints [*C) ~Oven

Injectar & 250 i () Max temp ['C) 300
Injectar B i} Equil time [min] 0.5

ok | Cancel | Aol |

The above window contains the appropriate values for this tutorial. After
entering the values, the window visually shows you oven program temperatures.

130



How to Develop a GC/MS Method

8.  Select the Carrier tab and set the values as shown in the following window.

Instrument Control B

Autosamplerl Ovendlnlets  Carrier | Detectorsl Instrument Timed Events I
— Pragram time [min]
16.00
400 280
0.0 — 210 _
200 |- = 140 Ovwen time 16.00
10.0== - 70 D ata end time 16.00
0o 0
00 50 100 150 200 250 300 - Column
Carr. A Ramp| Rate | Setpoint | Hold | Length [r) 0.0
|n|:lﬂ| 1.00 333.00 Diarmeter [pm) 1a0
2 Wacuum comp On A
3
4| v |4 carrier & A Owen / J| 5Pt Control
—Aumiliary Preumatics Ratio [r:1] |49.D
puxd [0 tus3 [0 Elow [ml/mirt) [50.0
bz [0 bt [0 Mode ||
ak I Cancel | Apply |

NOTE: Be sure to enter the correct values in the Column and Split Control sections.

9. Ifyouhave PPC injector parameters, enter the parameters for the GC injector
carrier gas.

The above window shows the appropriate values for this tutorial.
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10. After entering the values, the window visually shows you carrier gas program
pressures.
The above window shows that the analysis consists of the following:
e Injector A has helium gas flowing.

e Program time of 15 minutes for the analysis. This includes the Oven
time and the Data end time.

o Column Length of 20 m, Diameter of 180 um, and Vacuum comp is On.

For the PPC pneumatics to properly function, these values must be set
correctly.

o Split Control Flow of 50 mL/min.

11. Select the Detectors tab. If no GC detectors are installed, go to next step.
As an example, the following window shows that an FID is installed on the GC.

Instrument Control
Autosampler | Oven/inlets | Carer Detectors | Instrument Timed Events |
| Detector 4 - FID = eteator B NN
Tewp(T] |8 | Ranas |20 = TemprT) [0 Range [1 <]
Timeconstant [200 =] Adust [ Timeconstant [200 < Adust [T
Autozera ¥ on Vae [T Autozera I o Y [
Polarity ) Positive. &) Negative Polarity ) Positive. &) Negative
Eilarnent & On ) GF (Bt Eilarnent & On ) GF (Bt
Ga - Ga
Hz oo mbdmin Mane |
Al | Mone Jom |l
Mone Jo i Mone Jo i
FINT I
Attenustion [0 7] Attenuation [ 7]
Offset [s0 | mv Offset | E

=

0 | cocel | ooy

Temperature of detector A[0 o 100 to 450 ]

If no detectors are installed or in use, set the Gases (H2 or Air) to 0.0, the Temp
to 0.0 and the FID Range to 0.0.
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12. Select the Instrument Timed Events tab and enter the values as shown in the

following window.

Instrument Control

Autosampler | Dven/iiets | Carier | Detectors - Instrument Timed Events |

Time (i) .00 Add |
_boke |

Event |spL1 = bege
Replace |
Yalue 1] Clear List |

~ Defined Event Wk
Ewvent Walue Time: Initial Setting
SEGI 28 Salll] J SR & O Off
2 HKE Ll e
2 HKE Ll e
4 HOHE Ll e
5 HHE Ll e
B HKE Ll e

akK I Cancel | Spply |

Time ifka run at which this event is to occur] 0.000000 ko 0.000000 ] ‘

These settings are for a splitless injection. They turn the split flow off just
before the injection and then reopen the split at one minute.

13. Click OK to display the main Method Summary window.

14. Save the GC by selecting Save As from the File menu.
The Documentation dialog is displayed.

Documentation [x]
Deseripion |
Description Logon Name:  [Adminisiraior
Enter your desciiptive text here] =1

L of

™ Start Audit Tral

Cancel

Enter descriptive: test. Use Cirle to start a new line
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15. Enter a method description if required and click OK.
The File Save As dialog is displayed.

Turbochrom File-S ave-As
Save in: I i Aequdb j £
| ] DEFAULT.mth I

Filz name: IGEtuloria[mth Save I
Save as type: IMethod Files(*.mth] j Cancel |
]

Quick paths |

16. Enter a File name ending in .mth for your GC method, then click Save.

17. Select Exit from the File menu.
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Developing a MS Method

|
1. Click in the MS panel.

OR

Select Method Editor by right clicking the method name shown in the Sample
List window for a pop-up menu, and selecting Open.

The Startup dialog is displayed.

% Scan Functions - c:\turbomass'rebrandingxlgc.prot,acqudb’ default.exp = |EI|5|
Eile Edit Options Toolbars Functions

Solvent Delap] Mo Solvent Delays

Dlﬁlﬂl%” @l)ClAlT” B vssen B SR ”

Total Run Tme 000 43

Mo, | Type | Information | Time: |
Ready LI 4

2. Display the Functions dialog by selecting MS Scan from the Functions menu.
OR

Click on the MS Scan button.
The Function dialog is displayed.
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3.  Enter the values shown in the following dialog and click OK.
Function:1 M5 Scan E3
—Mazz [méz] — Method
Start I lonization Mode El+ -
End Data IEentrnid 'I
Scanz Ta Sum I'IUUEIUEID
— Time [Ming] —Scan Duration [secs]
Start I1 Sean Time |-3
End I'I Inter-Scan Delay ID-2
QK I Cancel |
Parameter Description
Start Mass The mass at which the scan starts.
End Mass The mass at which the scan stops.

Tonization Mode

The mode and polarity used during the acquisition.
This must match the type of source installed and the
active Tune.

Data

Specifies the type of data collected and stored on disk.

Centroid - Stores data as centroided, intensity, and
mass assigned peaks. Data are stored for every scan.
This is the normal mode for GC/MS.

Continuum - Stores data regularly to give an analog
intensity picture of the data being acquired. Data are
acquired continuously, even when no peaks are being
acquired.

Multi-Channel Analysis (MCA) - Summed continuum
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Parameter Description

with only one intensity-accumulated scan stored to
disk for each experiment.

Repeats The number of repeats of a particular function. Only
relevant for experiments having more than one
function.

Retention The retention time in minutes at which data acquisition

Window Start starts for the scan function.

Time

Retention The retention time in minutes at which TurboMass

Window End stops acquiring and storing data for the scan function.

Time

Scan Time The duration of each scan in seconds.

Inter-Scan Delay | Time in seconds between a scan finishing and the next
scan starting. During this period data is sent from the
MS to the computer.

4.  Click the Solvent Delay button.
The multiple Solvent Delay dialog appears:

Solvent Delay E
Start [minutes] End [minutesz]

Cancel |

1777
1T
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% Scan Functions - ¢\ turbomass' default.pro’acqudb’,default.exp

5. Leave the number 1 Start time at 0 and enter an End time for the solvent
delay. Leave the remaining solvent delay lines at 0 and click OK.

=10 x|

Elle Edit Options Toolbars Fupctions

Solvent Delay| One Solvent Delay

Dlﬁ‘lﬂléu @|X|‘-|"|| B vssen |B SR ||

Totel Run Time: 1000 43]

Information
tart 0.000min), End 2.00(min)
0to 10.00, Mass 50,00 to 300,00 El+

[T

Run Time Display

Select Save As from the File menu.

6.
7.  Enter a name for your file, ending with .mdb, and click Save.
Save File As EHE
Save in: I'ﬁ Acqudb j Qﬂ
2] Defaul.mdb

|M5tutorial )

File hamne:

Save I

Save az type: |M5 Scanning Method

j Cancel |

In this example we entered MStutorial. Notice that the name appears to the

right of Scan Functions in the dialog header.

8.  Select Exit from the File menu.

138



How to Perform Various
Types of Injections 9







How to Perform Various Types of Injections

Good Manual Syringe Technique

Good manual syringe technique is fundamental to obtaining reliable and
reproducible results, especially in quantitative work. Poor injection techniques
account for many of the problems encountered with capillary columns.

Consistency is perhaps the most important factor in achieving reliable results.

The choice of syringe can affect results. For 1 or 2 microliter injections, a 5 or 10
microliter syringe is best. For injections less than 1 microliter, a 1 microliter syringe
should be used.

The plunger is withdrawn only a short distance and is unlikely to be damaged during
the injection. It is quite easy to bend a fully withdrawn plunger when making the
injection.

Keeping syringes clean and in good condition is also important. A common cause of

confusing results is contamination due to sample accumulating in the syringe.

The following injection procedure is not intended to be definitive, but should form
the basis for the development of a consistent technique.

Rinsing a Syringe
Before and after an injection is made, the syringe should be rinsed as follows:

Pour a few mL of solvent into a clean beaker or autosampler vial.

2. Draw up into the barrel 4 or 5 microliters of solvent and inject it out onto a
tissue or into another autosampler vial.

Care should be taken when using flammable or toxic solvents.
Repeat steps 1 and 2 several times.
Pump the syringe with the needle remaining in the solvent.

Draw up a few microliters and once again inject the solvent onto a tissue.

AN

Wipe the needle with the tissue taking care not to draw any solvent out of the
needle by capillary action.

This method wets the barrel of the syringe and leaves the needle full with pure
solvent.
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Loading a Syringe

To load the syringe:

1.  Draw up into the syringe about 1.0 microliter of air.
2. Draw up excess sample.

3. Position the plunger for the required amount of sample to be injected.

Always examine the quantity by viewing the syringe at eye level. Parallax can
be the cause of misleading measurements.

4. Remove the syringe needle from the sample, wipe the needle with a laboratory
tissue and draw up the plunger until the slug of sample can be seen inside the
syringe barrel: this action will help prevent the loss of sample through
evaporation.

5. Smoothly inject the needle through the septum while keeping a finger on the
plunger to prevent blow-back. Guide the needle into the injector with a clean
laboratory wipe (for example, a Kimwipe). Avoid touching the injector needle
with your fingers.

6. Fully insert the plunger and then press it firmly and quickly.

7. Leave the needle in the injector for a few seconds. Usually five seconds is
enough.

If the needle is withdrawn straight after injection, then the increase in the
pressure in the injector, due to the evaporating solvent, may cause the sample
to blow out through the hole in the septum.

Sometimes slow injections are required to concentrate the sample slug at the
end of the column. Conversely, when thermally labile samples are being
handled, a faster injection is required to prevent thermal degradation in the
injector. Your technique should be modified accordingly.

8.  Rinse the syringe as described in Rinsing a Syringe on page 141.

NOTE: Cleaning is especially important when changing samples to avoid cross
contamination. Build-up of organic material can be removed by washing the syringe
and plunger in an ultrasonic bath. Alternatively, draw through the syringe a dilute
chromic acid solution followed by a thorough rinse with water and then methanol
(or other water-miscible solvent). Most syringe suppliers will advise on cleaning,
and many offer a syringe reconditioning service.
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Sometimes small fragments of septa lodge inside the needle and may block the bore.
Silicone rubber may absorb some of the sample causing loss of sensitivity and cross-
contamination between samples. Needles can be cleaned out with fine wire, usually
supplied with the syringe.
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144

Split Injection

The sample capacity of thin film 0.25 mm i.d. capillary columns is approximately
200 ng per component before you experience GC peak distortion. Larger column
diameters or thicker films have higher capacities.

When operating in the split mode, only a small portion of the injected sample
actually enters the column thus preventing column overloading. The remaining
sample is carried out by the carrier gas through the split vent. The ratio of inlet flow
to column flow, commonly referred to as the split ratio, ranges from 10:1 to 500:1,
depending on the column being used and the sample being analyzed. A split of 25:1
is common for fused silica columns. When operating in the split mode, ensure that
the correct liner is installed in the injector. Refer to the Clarus 680 GC Hardware
Guide (P/N 09936781) or the Clarus 580 GC Hardware Guide (P/N 09936625) for
the procedure to set up split ratios.

Although the technique of split injection is fairly easy to master, it does have two
major disadvantages:

e During trace analysis the total amount of sample is severely limited. The
analyst cannot afford to waste most of the sample through the vent.

e Split injection is a flash vaporization technique and there is a possibility of
sample discrimination when injecting wide boiling range mixtures.

e To overcome these disadvantages, splitless injection is used.
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Splitless Injection

The splitless injection technique allows virtually all of the sample to be concentrated
at the head of the column, behind the condensed solvent band. In view of the
beneficial solvent effect and much improved discrimination of wide boiling range
mixtures, this technique is widely used in trace analysis work.

Concentration of the sample at the head of the column is achieved by stopping the
gas flow through the split vent. None of the sample is vented away. After a short
interval the vent flow is restarted. In this mode larger quantities of solvent are used
to provide the solvent effect. Component levels should be less than 50 ng to avoid
overloading the column.

When operating in the splitless mode:

1. Ensure that the correct injector liner is fitted.

2. Cool the oven to the recommended temperature for the solvent being used (see
below).

3. Refer to the GC method and set the valve timings such that the split valve is
closed at injection and opens one minute later.

4. Inject the sample.
For large quantities, inject over a period of 5 - 10 seconds.
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5. Start the run at the required temperature.

Recommended Initial Oven Temperatures
Dichloromethane 10-30 °C
Chloroform 25-50 °C
Carbon Disulfide 10-35°C
Diethyl Ether 10-25 °C
Pentane 10-25 °C
Hexane 40-60 °C
Iso-octane 70-90 °C

Attention to fine detail is essential to obtain reproducible results and the following
points should be noted:

e The inside of the injector must be kept clean.

e The capillary column inlet must be properly positioned in the injector.
Refer to Start the Clarus MS from a Cold State on page 29.

e The injection port temperature must be sufficient for efficient vaporization
of the sample; 200 - 300 °C is usually adequate.

e Solvent quantities of 1 - 3 microliters are required to obtain the solvent
effect.

e Initial temperature of the column should be 10 - 20 °C below the boiling
point of the solvent to obtain the solvent effect.

e To prevent the solvent tailing, purge the injector by opening the splitter
60 - 100 seconds after injection with 50 to 100 mL/min split flow.
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NOTE:

How to Build a Sample List

Building a Sample List

Before acquiring mass chromatograms, you need to build a sample list. This is
simply a list that links GC methods, MS methods, and autosampler vials for a
particular analysis. Each line (row) in the list is a separate analysis. This gives you
the ability to set up for unattended operation.

The following steps summarize the procedure for building a sample list:

Enter a unique File Name for your analysis.

Select the MS Method.

Select the GC Method.

Enter the vial number of your sample.

Select the GC injector position.

Enter a sample 1.D.

Enter File Text.

Enter a Quantify Method

¥ ® N kWD =

Enter a Calibration File

_
e

Enter a Qualitative Method
Enter a Report Method

[
[

12. Save the sample list file.

In this example we will edit an existing sample list for an analysis. You can keep the
list simple or make it complex by adding categories as columns.

You can also build a sample list using the Sample List Wizard from the Samples

menu. The Sample List Wizard is described in the Clarus MS Environmental
Tutorial.
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 TurboMass - Tutarial - Default SPL
Fle Edt Samples Fun View Quantiy Confgwe GC Tools Help

| Bl &) | »vun] i #lmEnmsE 2] blsel ] el o] E ==

—GC \ File Name |M5 Methud‘ GC Method |Vlam‘\meclm‘ Sample 1D | File: Text \ Conditions \
1 DEFAULT  Default 1A
¢ |
Dven Temp
0t
General Status
Ho Method
G Status
M —
@ Operate @
© Pressures
7
@ Filament

This sample list consists of File Name, MS Method, GC Method, Vial #, Injector,
Sample L.D., File Text. These are the only entries you need to enter. You can also
enter a Qualitative Method, Calibration File, Quantify Method, and/or Report
Method.

1.  Click in the File Name field and enter a unique file name.
2. This file name becomes the subdirectory name under which all data for this
analysis is stored. In this example, we entered TutorialO1. The subdirectory is

c:\Turbomass\Tutorial. pro\Tutorial01.raw

3. Select the MS Method by double-clicking in the lower right part of the
MS Method field and selecting a mass spec method from the drop-down list.

4. In this example, we selected MSTUTORIAL.
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How to Build a Sample List

Select the GC Method by double-clicking in the lower right part of the
GC Method field and selecting the GC method from the drop-down list.

& TurboMass - Tutorial - Default. SPL
File Edit Samples Hun “iew Guantify Configure GC Tools Help

BlelE| S| 2| »[n|n] w(Gw et 2] bl ] gl

GC File Name |MS Meu{d | GC Method Nia|n||niector| Sample D | Filé

1 efaultdl DEFALLT Drefault 1 &
) P/

Oven Temp
o
General Status

Mo tethod

In this example, we selected GC tutorial.

If you have a Clarus 680 GC (or Clarus 580 GC) with an autosampler, click
Vial # and enter the number corresponding to the sample vial location in your
GC autosampler.

If you do not have this autosampler, this is just a text entry field.

If you have a Clarus 680 GC (or Clarus 580 GC) with autosampler, enter the
letter that corresponds to the GC Injector. Injector A is the front position and
Injector B is the rear position.

In this example, we selected Injector A.

Enter a Sample ID.
In this example, we entered Fid test mix.

Enter File Text.

Enter descriptive text that will be used to describe this sample.
In this example, we entered Fid test mix C.

Select the Quantify Method by double-clicking in the lower right part of the
Quantify Method field and selecting the method from the drop-down list.

Select the Calibration Curve file by double-clicking in the lower right part of
the Calibration Curve field and selecting the file from the drop-down list.
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12.

13.

14.

15.
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Select the Qualitative Method by double-clicking in the lower right part of the
Qualitative Method field and selecting the method from the drop-down list.

Select the Report Method by double-clicking in the lower right part of the
Report Method fiecld and selecting the method from the drop-down list.

Select Save As from the File menu and enter a name for this Sample List.
The *.spl extension is added to the name and the file is stored in the

TUTORIAL.PRO Project directory.
Save As EH

Save |-EJ Sampledb j il E'_éé
Default. spl

File: namme: DEFALLT.SP

Save az twper | Sample Lists [25SPL] j Cancel |

Save
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How to Acquire Mass Chromatograms

After the instrument has been tuned and calibrated, the GC and MS methods created,
and the sample list built, it is time to run an analysis and acquire mass
chromatograms of your sample. Once the mass chromatograms are acquired, you
can perform different post-run analyses on the acquired data as discussed later in
this tutorial.

The following steps summarize the procedures for acquiring mass chromatograms.

1.  Display the Sample List page.

2. Click Run.

3. Click OK.

4. Inject your sample and click Run.
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Acquiring a Mass Chromatogram

Display the Sample List window.

i TurboMass - TUTORIALQUANT - TutorialQuant. 5PL
Fie Edi Samples Fun Yiew Quantfy

Configwe GC Iook Help

[H[=] E3
||| S 2| v |m|n] w5 | 2| se|@) k] aelE] L] E 1]
ec FileMame [ M5 Method [ GEMethod [vial #[Inisctor] SamplelD | File Text Conditians |
1 Tut01 525 EZEd 1 A EPA 526 Standard
@ Lo | z[Twoz 525 5254 2 A EFA 525 Standard
EH Oven Temp 3 |Tw03 525 B26d 3 A EPA 526 Standard
0°C
General Status
GC Status
Ms
® Operate @
© Fressures

7
@ Filament

2. ClickRun| W | to display the Start Sample List Run dialog




3.

How to Acquire Mass Chromatograms

Start Sample List Run |

Froject
’]C:'\TulbnMass'\DEFﬂULT.PHD

\ v &cquire Sample Data

@ W &uto Process Samples

[ Auto Quantify Samples
B P
L—al -

% V¥ Gererate Communiqué Beports
™ Preview Feports

~Run
From S ample |-| ToSample |3

r— Quantify, Qualify and Generate Reports

" After Each Run % At End of Sample List

r— Process
™ Pre-Run I

[~ PostFun I

QK I Canicel

Click OK to start the analysis.
When the analysis begins, notice the following actions in the sample list
window:

e The stop button illuminates red.

e A green dot appears next to the number of the sample list you are running.

e Status Information appears in the GC box.

When both General Status and GC Status are ready, you can make an
injection.
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StOp i TurboMass - TUTORIALQUANT - TutorialQuant.5PL M= B
button T Fie Edt Sawples Run View Quenliy Corfigwe GC Todls Help
ST () TN N 3 e A N Y T S B S N A A N \
—_— File Name MS Method GC Methad ~ [Vial ¥ [Injectar|  Sample D File Test Conditions
u
Green dot ]
1 (’D oo | Tuh2 525 5254 2 A EPA 525 Standard
R L] 525 525d ERA EP4 525 Standard
. Owen Temp
I [ o I
Gieneral $tatus
. L]
GC Status I
| L 1
L] = -
Status - I
information | e
" | O Operste @ -
O Pressures I
=
I @ Filament
- L]
 rar—ar——
Index | ID  Desciption @ [ Status Y
Status box T Tulor . Samples 11oWgampl.  Running J
Ready [Not Scanning [0 |Shutdown Enabled 4

4.  Press the Run key on the GC touch screen and inject 1.0uL of sample.

Observe the status box on the bottom of this window. The Waiting for injection

status changes to Running.
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How to Display Mass Chromatograms

Displaying Mass Chromatograms

While running samples, TurboMass saves the collected sample information (mass
chromatograms) as .RAW files in the Data directory of your Project. In this
example, the data is stored in the Tutorial Project. You can view and manipulate the
mass chromatograms in real time during data acquisition or afterwards (post-run).

The following steps summarize the procedures for displaying mass chromatograms:

1.

wok wn

Select Chromatogram from the View menu on the Sample List window.
Select Open from the File menu.

Click Replace so that only one chromatogram is displayed.

Select the raw chromatogram file from the Chromatogram Data Browser.

Click OK.
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Finding a Specific Mass Chromatogram

You can open and view any mass chromatogram through the Chromatogram Data
Browser.

1. Select Chromatogram from the View menu on the Sample List window.

File Edit Samplez Bun BAHECE Cuantify Configue GC Toolz: Help

Spectrum...
Map... g
Toolbars »

The Chromatogram dialog is displayed.

Ehmmatuglam - [TUTON] [_ [O1]
File Edit Display Process ‘window Help ;Iilzl
2| Bl %0 w|au| =% 8alnfR o] QX|R| | «| 4]
1.0
TUTM Scan El+
B.64; 164 TIC
100 3.63e6
%
6.74 7.69
6.18 6.41 .
528 188 T4z 155
163 152 149
185 e IS
0 T T 1T T T T IRERRNRARRN] T R UL R rrrm TiMme
£.00 6.20 640 6.60 6.80 7.00 7.20 740 7.60 7.80 g.00
r
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2. Select Open from the File menu to display the Chromatogram Data Browser

dialog.

Chromatogram D ata Browser
File Mame: erectones.:
ITLITD‘I.F!AW b Autorialquant. prohdata

= = o ;I Cancel |
TUTOZ RAW [== Turbobdass
TUTOZ Raw! == TUTORIALGUANT PRI _ Heb |
B= Data Experiment |
LI LI Delete |
Dirives:
| = e Ms-D05 6 =] Metwork... |
— Information
© Add
Sample 1.0
D escription ' Beplace
: © Mew Window
Acquired [16-Diec-1997 19:31:07
: " Replace Al
Eunction |Scar (40:450) Elv =
Raw Data

This example shows the three .RAW files of the chromatograms in this
tutorial.

3. Select Replace, so that only one chromatogram is displayed.

4. Select the .RAW chromatogram file from the Chromatogram Data Browser.
In this example, we selected the .RAW chromatogram TUTO1.RAW.

5. Click OK.
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The chromatogram of TUT01.RAW is displayed.

Chromatogram - [TUTO1]

Eile Edit Dizplay Process ‘Window Help

[_ (O[]
=81 x|

| B3| || 0| w1 |u| & gls) @A |mfR O] QK] x| 6| »|L]

Scan El+
TIC
3.63e6

1.0
TUTO
100
%
6.18 6.41
153 828 152
165
D T T T T T
.00 £.20 640

To view a particular peak or change the viewing area of the chromatogram,
click and hold the left mouse button, drag it across the area, then release it.

For additional information on displaying mass chromatograms, refer to the

TurboMass Software User’s Guide .
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How to Search a Library to Identify Unknowns

Searching a Library to Identify Unknowns

The following steps summarize the procedure for searching a library to identify
unknowns.

1. Display the mass chromatogram of the unknown.
2. Display the unknown peak of interest.

3.  Select Combine Spectra from the Process menu to subtract out the
background information.

4.  Perform a library search.
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Library Searching

1. Display the mass chromatogram of the unknown.

2. Display the unknown peak of interest.
Locate the peak of interest in the following window.

% Chromatogram - [Tutorial04] - [2]x]
‘Ei\a Edit Display Process Window Help ;Iilil

J e P e = e e e B RN R DN = e e e e B R N i el

[Fid test mix 0009-2294
Tutorizl04 Sean El+
4.80;128 TIC
1007 25285
39
5 458
57
210
a7 = 3%
122 457
121
.
285 =
58
381
56
528
146
o T T T T T T T T T T T T T T T T Tirmne:
1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
Retention time window : 0.27 444 47

To view a particular peak or change the viewing area of the chromatogram,
click and hold the left mouse button, drag it horizontally, then release it.
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For example, when you do this across the peak shown at 4.57 minutes, a

How to Search a Library to Identify Unknowns

window similar to the following appears:

A Chromatogram [_[&]x]

File Edit Display Prosess Window Help

2| Bz w66 G| R k] w208 @A = 20| o] oo« | » 2@

| Tutarial04 M=

[Fid test mix 0009-2294
Tutorialdd

Scan El+
TIC

4.41

457121
1007 14325
%
——— 7 "7 T T T T—T T T — Time
6 ' a4s | 48D | ab2 | dha | ab6 | abs | 460 | 462 | 464 | 46

6 | ap8
[

Select Combine Spectra from the Process menu to display the Combine

Spectrum dialog.

i Combine Spectrum B3 |

File:  Tutarialdd

Function: 1 0K I

Average || Peak separation |1_|:| Cancel I

Subtract I

& |1 .00 Beset |

At about half peak height, use the right mouse button and click on one side of

the peak and drag the mouse to the other side of the peak, then release the

button. The selected scans appear in the Average text box.
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| Chromatogram [-[=1=]
Ele Edi Diply Procsss Window Help

# T utorial04 HE R
[Fid test mix 0009-2294
Tutarizal0d Scan El+
457121 TIC
1807 14365
o
0 — T T T T T T T T T T T —Tr—T—T1— Time
446 | 448 | 450 | 452 | 454 | 456 | 458 480 | AB2 | 464 | AB6 | 468
R

Place the cursor over an area of the baseline, click and hold the right mouse
button, and drag it over a portion of the baseline, then release it. The selected
scans appear in the Subtract text box.

Click OK.
The following background subtracted Spectrum is displayed.
| Spectrum - [TutorialD4] =1
lEiIe Edit Dizplay Process Tools Window Help _|ﬁ'|_
Z| Bl @R8] |z @A s[5 XX #|«|+[K]
[Fid test mix 0009-2294
Tutarialld 426 (4 568) Cin (427 430-409:419) Sean El
o0 12! 1.95¢
106
%
7o 118(/122
N I bt TN 6 1421438162 "% 105 212 224 236 249 P02k 275 covant 331333 3a4
"'60 80 100 120 140 160 180 200 220 240 260 280 300 320 340

Refine current spectium [ [

Background subtraction removes residual background peaks and column bleed

from the spectrum. This produces a “purified” spectrum that is more
representative of the eluting compound.
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5. Click @l (the book button) to perform a library search.

A window similar to the following appears with the library search results.

M Library - [Hits] [ O] x]
o Fle Edt Disply Process Window Help _18] x|

3| Bla| sl Lo Bla)s] ¢

Tutorial04 428 (4.568) Cm (427:430-411:415)
i 10121 19524
100 .
3 12
6577 118
a 5151537 9Loa| N7 142 185 162175195 212204 236 249 269,275 297301 322333 344348
Tl e e
R:956 NIST 3838: BENZENAMINE, 3 4-DIMETHYL-
1004 105 121 Hit 1
3 77 122
wop s 85 e 97 |1
Ottt T T T
R 947 NIST 3840; BENZENAMINE, 2 4-DIMETHYL-
121 Hit 2
1004
106
o]
1978 50 53 g5 77 San|"d 122
T T ‘I \I T T ‘\ I‘ II T 4 T T T T T T T T T T T T T
R 935 NIST 3618 BENZENAMINE, 2 5-DIMETHYL-
100 106 121 Hit 3
o]
7791 oz (122
27 33 Eﬂl E\E |H |\ IH/
Ot ————————peen iz
20 40 G0 B0 100 120 140 160 180 200 220 240 260 260 300 320 340 360

6.  You can change the library information by selecting View from the Display
menu in the Library window.

Digpla

File  Edit Process  Window Help
Spectium...
Hit:.
Range 2
v Toolbar
w Statuz bar
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A window similar to the following appears.

% Library =10 x]
File Edt Display Process Window Help
2| Bz @6 w2 BR8] &2
T [T o
Tutorial0d 425 (4.568) Cm (1-3338); Cm (427:430-411:413)
1004
Library Display View
] — Peak Label Threshold Hits Windo
Decimal Places ] -I v Visible
Ma. Hits
5 gLag % 16020 49z | & Mone =
i s, 116 <127 Header.. |3 'l
o L t & %EulScsle [0 e | 2
T Intensity IU
B - Delta Window Structure window List Wfindow
¥ Wisile ¥ Wisigle
Header.. I Header... | Header. |
Hit REY far camg
11

2 947 838  BENZ = N e 95-685

3 935 812 BEMZEMAMINE, 2 5-DIMETHYL- 121 CBHT1M 95-78

4 934 911 BEMZEMAMIME, 2,3-DIMETHYL- 121 CBHTIMN a7-54

a 928 gan BEMZEMAMIME, 2,6-DIMETHYL- 121 CEHTIM 87-62

G 425 802 BEMZEMAMIME, 3,5-DIMETHYL- 121 CEH1M 108-6

7 275 813 M-METHYL-O-TOLUIDIMNE 121 CEH1M B11-2

g 868 825 FYRIDINE, 3-ETHYL-5-METHYL- 121 CBHTIMN 3989-

2 AN A23 ARNLINE 2-ETHYI - A CAHLTR AR7-NT
KIS o
iﬁStaltI aTulboMass 41 I .Tune'[12059.. | Documemt.doc...l nChmmatogram | nSpEctrumr[Tut..”m Librarp | 309 PM
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How to Build a Quantification Method

Quantification Methods

Since Quantification is analyzing data to determine the concentration of each sample
using an internal or external standard, you need to acquire data from more than one
sample. The previous example in this tutorial showed how to set up and run
TurboMass using one sample. This quantification example uses a data set of
previously obtained data stored in the TutorialQuant Project.

This chapter describes how to use TurboMass to perform quantitative assays. In
Quantify you view the summary of Quantify results, calibration curves, and lists of
integrated chromatography peaks.

TurboMass enables you to form Quantify calibration curves using Standard samples
containing compounds of known concentrations. The calibration curves can then be
used to calculate the concentrations of compounds in Analyte samples. In the
Quantify Summary window, you can view the Quantify results. For example, you
can view the calibration curves on screen and produce a number of Quantify reports.
You can also copy Quantify information to the Windows Clipboard so that it can be
used by other Windows applications.

Automated quantification provides a simple way of quantifying large numbers of
samples within an analysis. Data can be acquired, processed, and reports printed
without user intervention. This process is controlled from the Sample List Editor,
which is a very important part of the Quantify system.

The following steps summarize the procedure for building a quantification method.
1. Create the GC method, MS method, and MS Tune.

2. Create a sample list for this analysis.

3. Create a Quantify method.
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About Internal and External Standards

Before you begin, you need to decide whether you will use internal or external
standards for your quantitative method. This section provides information on both.

In an internal standard method, a known and constant quantity of a compound that is
not one of the analytes is added to the sample; this is the internal standard. The ratio
of its retention time to the retention times of the analytes has been established. The
ratio of its peak area to the peak areas of the analytes is determined for various
concentrations of analytes. The unknown concentrations of the analytes in samples
are then calculated, using the area of the internal standard peak as a reference.
Response factors are included in the calculation to compensate for differences in the
sensitivity of the detector to different analytes.

Analysis by an internal standard is the preferred technique whenever practical
because it corrects for errors in sample preparation and variations in the amount of
sample injected. The concentrations reported for the peaks of interest are affected
only by the quantities of the various components and the quantity of internal
standard added.

Internal standards should be of the same family as the target compounds (for
example, phenols) but their retention times should generally not overlap those of the
targets. An exception is isotopically labeled internal standards.

In an external standard method, known amounts of analytes are run in separate
analyses (the standard runs), and the resulting peak areas are used to obtain
calibrated response factors. In subsequent analyses of samples with unknown
concentrations, the concentrations of the analytes are calculated by applying the
response factors obtained from the standard runs.

Since, in an external standard method, there is no standard peak whose area changes
with variations in injection size, the sample injection size must be reproducible from
run to run. Therefore, external standard methods are best used with an autosampler.
They are not recommended for manual injection.
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Terminology

The software and the procedures in this chapter frequently use the following words
and expressions:

Target compound
Analyte: a compound whose concentration is to be determined.
Quantification

Quantitative analysis: determining the concentration of a target compound from
mass spectral data.

Internal Standard

An internal standard is a compound that is added, in known and constant
concentration, to the sample. The ratio of its retention time to the retention times of
the target compounds must be established, and the ratio of its peak area to the peak
areas of target compounds must be determined for various concentrations of the
target compounds. The software uses this information to determine the unknown
concentrations of the target compounds in the sample. Multiple internal standards
may be present in a chromatogram.

External Standard

Known amounts of analytes are run in a separate analysis, a standard run, and the
resulting peak areas are used to obtain calibrated response factors that are stored in a
calibration library. In later runs, these response factors are used to calculate analyte
concentrations.

Response Factor Curve
This is a plot of peak area versus concentration for a given target compound. The

software uses response curves to compensate for differences in the sensitivity of the
detector to different compounds.
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Calibration

In the Quantification software, the process of generating points on the response
curve using scan files in which the analytes and internal standards (if any) are
present in known concentrations.

Calibration Library

Calibration Library is a file that contains retention times, mass peak intensities, and
concentrations for the internal standards, if any, and the target compounds. This file
constitutes, in effect, a method for quantitative analysis.



NOTE:

How to Build a Quantification Method

Creating a GC and MS Method

If you wish to run your own analysis, create and save a method to control the GC for
your analysis, and create and save a method to control the mass spectrometer as
described earlier in this tutorial. The method shown earlier in this tutorial was
created specifically to analyze the mass spectrometer sensitivity test mix. You will
need to create methods in a similar way for your own quantification analysis.

The example in this tutorial assumes you have run an analysis and collected data.
To illustrate this, we will use a sample data set in the TutorialQuant project
containing three mass chromatograms. Proceed to Create the Quantify Method on
page 183.
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Creating a Sample List

After building the GC and MS method and Tuning and calibrating, you can create a
Sample List to perform the analysis. Earlier in this tutorial you created a simple one-
line sample list. Now you will create a multi-line sample list. These samples can be
run (acquired) manually, but are more easily acquired automatically using the Clarus
GC autosampler.

1. You can customize your sample list to add the categories necessary for
quantification. To do this select Customize Display from the Field selection in
the Samples menu.

File Edit e Bun  Miew GQuantify Configure GC Tools Help

Add

Insert

Delste

Eill 3

Clear 3

Save Format.... Hemave Ealumm

Load Format.... Customize Dizplay... k

Align

The Customize Field Display dialog is displayed.

Customize Field Dizplay

File Name [FILE_MAME]
M5 Ture Fils (M5_TUNE_FILE]
WIMS Method [MS_FILE]

|G Method [IMLET_FILE]
vial # [SAMPLE_LOCATION]

W Iriectar [INLET_SwITCH)

[JInlet Premn (IMLET_FPRERUM]
[Inlet Pogtrun [IMLET_POSTRUN] j
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2. Select the categories to display as columns in the Sample List and click OK.
A+ indicates a selected category.

NOTE: You may want to save this customized display for use with other analyses. To save
this display, select Save Format from the Samples menu and enter a name for the
file. This file will reside under the TurboMass directory as a “xxxx.fimt” file.

The Sample List Editor now has columns such as File Name, Vial # and Sample
Type that can be filled in for each sample. Each sample is displayed as one row in
the Sample List. The following sample list contains three samples.

iE TurboMass 4.2 - TUTORIALQUANT - Tutorial@uant SPL

File Edit Samples Bun Yiew GQuantify Configure GC Tools Help

2|=|d| S| 2] »|=|n| Sl w55 2|
b|B|@| A3l allE] Ll2]E ||
[ File Mame | M5 Method | G Methad |Viam ||nieclur| Sample ID File Text
[ BC 1 [Tum E= |55 1 A EP&, 525 Sta
@ ml 2 Tutd2 525 525d 2 F EP& 525 S5ta
3 |Tutd3 525 525d 3 A EP& 525 Sta
EH Oven Temp
oc
General Status
GC Status
1
T
@ Operate IE
@ Pressures
@ Filament
ENI| ol
I Index | 1D | D escription | Status |
Fieady |Ma Instrument |00 |Shutdown Ena 2

You need to tell TurboMass everything it needs to know about the samples in the list
in order for it to perform a complete analysis. First, describe what each of the vials
in the autosampler contains, that is, whether it contains a standard, an analyte, a
blank or a QC sample, how to acquire it, and its concentration(s), if it is a standard.
In addition, you must specify the name of the file in which to store the data. You
may also want to add some management information such as Sample ID, the
submitter’s name, or a sample description.

181



Clarus SQ 8 MS Tutorial

Running the Samples

As this tutorial contains previously acquired data, you do not need to run samples.
However, if you are running an analysis of your samples using this tutorial as a
guide, then you need to follow this procedure.

1. Select Start from the Run menu.

File  Edit ﬁamplesyiew Huantify  Configure GC Toolz Help Start Sample List Run

m Project
Stop.. ’7|

Eaves EEs C:ATurboMasshDEFAULT.PRO

[Eontral Fanel.. .
= T V¥ &cquire Sample Data

Shutdown
Startup
Edit Shutdown...

@ [ Auto Process Samples

I Auto Quantify S amples

;J); 2|

L1

% [V Gererate Communiqué Reports

[~ Preview Feports

The Start Sample List Run dialog is
displayed.

— Fiun
From Sample |-| TaoSample |3

— Quantify, Qualify and Generate Reports

& After Each Fun  AtEnd of Sample List

Observe that you will Acquire Sample
Data by running samples 1 through 3.

 Process
[~ PreFun I

[~ Post-Run I

Ok I Catcel |

NOTE: Check Preview Reports to display Communiqué reports in a
preview window prior to being printed

2. Click OK.

The sequence of samples begins. A green dot appears next to the line of the
sample list that is currently running.
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Creating the Quantify Method

Before performing Integration or Quantification, you will create a Quantify Method
using the Quantify method editor. By selecting a method from within the Method
Editor this method becomes the current system method file and is used when
performing Quantify operations. Changes made to the method are not permanent
until they have been saved to disk. Consequently, you must save the method before
it can be used to perform quantification by selecting Save from the File menu to
update the current method file, or Save As from the File menu to save to a new
method file.

Each Sample List may have only one Quantify method.

The Quantify method describes how a data file is processed to produce calibration
curves and quantitative information. Details must be entered into the method for
each of the compounds being used in the analysis.

The Quantify Method specifies information for performing the following tasks:

e Integration of a chromatogram trace to obtain peak information.

e Location of the chromatogram peak relating to a specific compound from
the list of detected peaks.

e (Calculation of a response factor for the located peak.
e Formation of a Quantify calibration curve.

This procedure shows you how to build a method.

Identifying a Compound

After running samples, TurboMass saves the collected sample information as a
.RAW file in the Data directory of your Project. In this example, the data is stored in
the Tutorial project. You will now select the .RAW data file and identify the
compound from the RAW data. The first compound we will identify is dimethyl
phthalate with a characteristic ion at 163 m/z.
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We typically try to use the strongest, highest mass in the spectrum for quantification
as it provides the best selectivity and sensitivity.

1. Select Chromatogram from the View menu on the Sample List window.

File Edit Samplez Eunmguantify Configure GC  Tools Help

Spectum...
Map... !
Toolbars 3

The Chromatogram window is displayed.

8 Chromatogram - [TUTO1] =1 E3
Eile Edit Display Process “Window Help _I_I- =) ﬂ
3| &l @] D] k) |ui]E gl @m0 R(X]X] 10| e >8]
1.0
TUTM Scan El+
B.64,164 TIC
100 36386
Y
B.74 769
6.18 B.41 7.47
163 B2 152 188 149 166
N A
0% R e ARED! T T T T T T T T Time
6.00 6.20 6.40 6.60 6.80 7.00 7.20 740 7.60 7.80 3.00
[ [

2. Select Open from the File menu to display the Chromatogram Data Browser

dialog.
Chromatogram Data Browser | x|
File Mame: e
ile: M ame: Directaries:
ITUTU‘I.HAW' c:h Stutarialquant. pratdata
- &= o Cancel
TUTOZ Réws (= TuboMass
TUTOS Rave? = TUTORIALOUANT PR _ Heb |
B= Data Experiment
j ﬂ Delets
Diriwes:
I = o MS-DOS_E VI Metwork. ..
 Infarmation
© Add
Sample 1.0
D escription = Beplace
© Mew Window
Acquired |'| E-Dec-1997 19:31:07
. " Replace All
Eloetog [ Scan (404501 El+ =l
Raw Data
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3. Select the .RAW chromatogram file from the Chromatogram Data Browser.
In this example the .RAW chromatogram is TUTO1.RAW.

4. Select Replace to display only one chromatogram, then click OK.
The Chromatogram of TUT01.RAW is displayed.

g[ﬁhmmalnglam -[TuTOo1] [_ (O] x|
File Edit Display Process “Window Help =18 x|
2| e ]| 0|m] o u|E]5e) 8am]r o] QXX e+
1.0
TUTO1 Scan El+
B.64;164 TIZ
0a 3 Faes
%
6.74 7.69
B.15 6.41 TA7
163 628 152 188 145 1/5\5
0 T T T T T T T IRRRRN) T T /\I T e
6.00 6.20 640 6.60 .80 7.00 7.20 7.40 7.60 7.860 4.00
[ | —

5.  Select Edit Method from the Quantify menu on the Sample List window.

Process Samg...

View Results. .

If no method currently exists, the following message is displayed:

Database error Ed

Failed to open Unified Method DB
in directony C:ATwbok ass\TUTORIAL PROYMethDBY
Cauze of problem: File does not exist
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6. Click OK to clear the message.
The following Method Editor dialog is displayed.

" Method Editor - [Untitled] j =101 =]
Ele Edit Help
Compound:

Name |

Internal Ref I[Nune] d

Data Source & MassSpes € GGA ¢ GCB

Buantity Trace I

Acquigition Function Humber

Concentration of Standards IFi“Bd vI
Peak Location
%' Retention Tirme [mins] Joooo
= Felative Fetention Time IU 0og
Time “window [mins] £ IU 200

Peak Matching

Peak Selection

_I INearEsl j

Append nsent_| REV Fit Threshold P
iody | pelete | [Spectum

General Parameters.. I 1004
Integrate Parameters. .. I
Environmental Parameters I

™ UserAFvalue  [1.000000 %
User Peak Factar 1.000000
Reporting Thieshold  [0.000

BReporting Threshol o

Standard T
Concentration Factor 1.000

7.  Display the chromatogram and expand it around the 6.18 minute
mass 163 peak.

Position the cursor at the 6 minute mark, press and hold the left mouse button,
drag the mouse to the 6.35 minute mark (as indicated by a drawn line), and
release the mouse button.
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The following Chromatogram is displayed.

Chromatagram - [TUTD1] [ [O] %]
File Edit Display FProcesz Window Help ;lilﬂ

2| Bz @B 0| 6] ) |u]E e @A w5 Qo] mu «|
1.0

TUTO Scan El+
5.18;163 TIZ
100 24483
% B.28
165
B.13
73
D T T ] T T T T ] T T T T T T T 1 T T T T TlmE
6.10 6.15 6.20 6.25 6.30 6.35

Select Peak Annotation from the Display menu.

Chromatogram - [TUTO1]
Eile Edit gEJET Process Window Help

Analog...
Remove...
Real-Time Update

Range ]

v Pointer
iew

Pe tatian...
Cuztomize Toolbar. .

v Toolbar
v Status bar

Mowve To Last
Move To First
Traces »
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The Chromatogram Peak Annotation dialog is displayed.

Chromatogram Peak Annotation E |

—&nnotation Tupe

¥ Peak Top Time
[~ Peak Top Scan

[V Peak Purity
Decimal Places

— dnnotation Threshold

% % Full Scale |ug—
= |ntensity IU—
Al Peaks

Lewvel Im

Decimal Places | 1]

[V Peak Response Srea
Decimal Places

[ Peak Response Height

[V Display Peak Name
tax. Mame Length

20

Cancel

]

9.  Check that the boxes are checked as shown above. If not, select the boxes to

check them.

10. Click OK.
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Select Mass from the Display menu on the Chromatogram window.
The Mass Chromatogram dialog is displayed.

Mass Chromatogram E3
File: TUTO1

Dezcription [m/z]:

Function: |5 can (40:450) El+

" Replace trace

€ Mew window

Make the following entries:
e Position the cursor in the Description (m/z) text box and enter 163.
e Select Add trace.

e C(Click OK.
The following Chromatogram is displayed.

If necessary, expand the chromatogram around the 6.18 minute peak by
positioning the cursor at the 6 minute mark, press and hold the left mouse
button, drag the mouse to the 6.35 minute mark (as indicated by a drawn line),
and release the mouse button.
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190

13.

8 Chromatogram - [TUTO1] M=l 3
File Edt Display Process “Window Help _|ﬁ||5|
=] Blm| ]850 @) ko] E|§8) [ Alm[#|o] QX[ 1ol e »]5]
TUTO1 Scan El+
B.18;163 163
100+ 2.63e5
%
T T
TUTO1 Scan El+
B.18;163 TIC
1004 5.44e5
o] B.28
B.13 185
73
0 T T T T T T Time
6.10 6.15 §.20 6.25 6.30 6.35
.

Observe how the m/z 163 trace has much less interference and a much better
signal-to-noise ratio, even though it sacrifices some signal intensity.

From the Process menu, select Combine Spectra.

Chromatogram - [TUTO01]
File Edit Display W&l Window  Help
Integrate...
Purity
Smoath...
Subtract...
Process gl Traces

LCambine 5

Signal To Moize...
EPA Repart...
Lib Search Peaks

The Combine Spectrum dialog is displayed.

i Combine Spectrum [ x|

File: TUTO Function: 1 0K |
bverage || Peak separation |1_|:| Cancel |
Sublract | % [1.000 Reset |
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14. Enter the Average scans.

In the upper Chromatogram window shown below, position the cursor on the
middle of the left side of the 163 mass peak apex, press and hold the right
mouse button, drag the mouse across the peak (as indicated by a drawn line),
and release the mouse button.

Chlomalngram - [TUTOl] M= B3
File Edit Display Process Window Help _l_l- & El
2| Ble| wsle| 0B | |u]E g0 [@ Alw|R|o] Q|X|X] 1| e|»[E]
TUTON Scan El+
6.18,163 163
1007 25385
%
D T T T T T
TUTO Scan El+
6.18,163 TIC
100+ 54423
% 6.28
6.13 185
73
0% L L e e B LA A e ey e (111
6.10 6.15 6.20 6.25 6.30 6.35
[ | —

This enters the selected scans in the Average text box in the Combine Spectrum
dialog.

i Combine Spectrum |
File: TUTO Funchion: 1

Awerage |21;24 Peak separation |-|_|:| Cancel |
Sublract | £ [1.000 Beset |

15. Enter the Subtract scans.

Put the cursor in the Subtract text box. Then in the Chromatogram window,
position the cursor to the left of the 163 mass peak, press and hold the right
mouse button, drag the mouse across an area above the baseline, but not across
the peak (indicated by a drawn line), and release the mouse button.

This enters the selected scans in the Subtract text box in the Combine Spectrum
dialog.
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i Combine Spectrum |

File: TUTO Functian: 1
Awerage |21;24 Peak separation |-|_|:| Cancel |

Subtract |31;42 s |1_|:||:||:| Beset |

16. Click OK.

The following Spectrum window is displayed.

Spectrum - [TUTO1] M=l E3
Eile Edit Display Process Tools Window Help _|E|1|
2| &z )6 Lz @A |nlFE o] XXX ||z
1.0
TUTOT 22 (6.178) Crm (21:24-31:42) Scan El+
1.59e5
100 163
%
77 164
104
5076 92/ 133135 194
196
o "Il""?l"'l'|E""|'l+"|""|"']:T""|""|""|""|""|""|'"'|""|""|""|
a0 100 160 200 240 300 3a0 400 450

This produces a purified spectrum of dimethyl phthalate by removing residual

background contaminants, partially eluting peaks, and column bleed from the
spectrum.
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Arrange your windows as shown below.

Method Editor - [Untitled]

=lalx]

- fetheden 3 ™ s pectrum - [TUTOT] (O]
Compound File Edit Display Process Tools ‘window Help =lE] =]
= e [ o : e
. | 2lEBn wltd) e AlnF ol X
Dats Source  MassSpeo O GCA [ 608 1.0
j \ TUTOT 22 (6.178) Cm (21:24-16:18) Sean El+
i e Ay = 163 1.59e5
Concentraion of Sterdards [Fed =1 100
Peak Location
 Retertion Time (mins) Joow
 Relative Retertion Tire. |
Time Windory fnins) + | =
Peak Matching
L‘ Peak‘ SE\zn:han Nearest t |
Append Inset REY:Fit Thiesheld |
iy | B [ g0 100 120 140 160 180 200
General Parameters.. 100 ‘ | |
L]
romatogram - [TUTO1] [_ O]
ile Edit Display Process ‘wWindow Help ;Iilil
2| Ao B[ 0[] o (w26 [@ AlE|R| S| QX ue|«| >[5
TUTO1 Scan El+
B.18;163 163
1007 2.52e5
n %
D T T T T T T T T T T T T T T T T T T T T T T T T T T T
TUTO1 Scan El+
B.18;163 TIC
1004 *
G oa 54485
% 6.13 165
73 :
e — T T T T T T T T T T T T M
608 610 £12 614 616 618 620 622 624 526 628 630 632 634 636
rr

18. Perform a Library search on this peak by selecting Library Search from the
Tools menu on the Spectrum window

OR

Click &2

Spectrum - [TUTO1] Mi=] E3

Eile Edit Display FProcess [l Window  Help _|ﬁ’|£|

[ Loy seach )}

193



Clarus SQ 8 MS Tutorial

A library search of the compound is performed and the Library window is

displayed:
¥ Library - [O] <]
Fie Edit Display Process ‘Window Help
= &z 6k L2 /=B #]=]
S 0|
1218_8A 3582 (6.189) Cm (381:383-375:378) 2
163 1.70e6
100+
0 0
3 77 154 0 S
0 41455051 705 BIT2 104 4on 133135 160 17 479 184405 H
T T 1 T T U T T 1 U T T T T 1 1 T T T T
F966 MNIST 21164 DIMETHYL PFHTHALATE .
163 Hit 1 0
1004
%
77 164
ol 2R G N % mis o |7 7719
s L L e e s |
20 40 60 80 100 120 140 160 180 200 =l
[_[O]x]
Hit W, Farmula
1
2z 935 a7a BEMZOIC ACID, 2-{1-0X0OFPROPYL)-, METHYL ESTER 192 C11H1Z03 3202%
3 11 743 1 4-BEMZEMEDICARBORYLIC ACID, DIMETHYL ESTER 194 C10H1004 120-6
4 gos THE 1, 3-BEMZEMEDICARBOXYLIC ACID, DIMETHYL ESTER 194 C10H1004 1455-
b 77a 723 1, 2-BEMZEMEDICARBORYLIC ACID, 2-ETHORY-2-0X0ETHYL ME 266 C13H1406 g95-71-
1 TEY 736 TEREPHTHALIC ACID, METHYL YINYL ESTER 206 C11H1004 4091-
7 T34 615 TH-ISOINDOLE-1,3(2H)-DIOMNE, 2-HYDROHY- 163 CABHI03N 524-3
g 7T GE3 BEMZOIC ACID, 2-(4-METHYLBEMNZOYL)-, METHYL ESTER 254 C1EH1403 H424-
] A9z 5949 TEREPHTHALALDEHYDE MOMO-IDIETHYL ACETAL) 208 C12H16O3 E11jl|
KN ko

The library search has identified this peak as dimethyl phthalate.

19. Click the close button in the upper right corner of the window (in the Library

dialog header) to close.

194



How to Build a Quantification Method

Entering Parameters into the Quantify Method (For
Expert Users)

Summary of the procedure:

1.

Open the chromatogram of the calibration run of interest. Have the method
editor open at the same time.

In the chromatogram screen, select the peak of interest and click to get the
spectra window open.

In the spectra window, double-click the mass you want to quantify on. This
will open another chromatogram with that extracted mass of interest.

Right-click and drag a retention time window in the extracted mass
chromatogram, and notice that in the message bar it say "retention time
window XX where XX is minutes.

Then right click on the extracted ion peak of interest.

Finally copy the spectrum list from the spectra window.

Toggle back to the method, and observe that all the values are in the right
place.

Paste the spectrum, add the name, and append
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Identifying and Entering the First of Three
Compounds

Each compound in the Sample List must be identified and entered in the Method
Editor to properly quantify the results. This example illustrates how to enter three
compounds.

1.  Select Edit from the Quantify Method Editor window.

Make sure the following two items are checked in the Edit menu. If the item is
not checked, clicking on the item displays the checkmark.

e Propagate General Parameters.

e Propagate Integrate Parameters.

- Method Editor - [Untitled] [_ [0
File Help
Paste Spectrum
LCopy Spectium

Delete All Compounds

User Peak Factor...

General Parameters...
v Propagate General Parameters
Integrate Farameters. .

v Fropanate Integrate Parameters

Integrate Window... I§

These selections ensure that various peak detection and integration parameters are
used for all compounds. If these items are not checked each compound may have
its own parameters.
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Display the Method Editor dialog.

T Methaod Editor - [Untitled] =101 x|
Eile Edit Help
Compound:
Mame
Internal Ref [Mane] 2
Data Source @ MassSpec € GLA € GCB
Buantify Trace
Acquisition Function Number Any -

Concentration of Standards Fixed -

Peak Location

% Retention Time [mins) 0.000
' Relative Retertion Time: 0.000

Timne Window [mins] + 0.200
_I Peak Matching
=
Peak Seleclion [Nearest =

e Inser REV Fit Thieshold [
Modiy | Delete | Spectiun

General Parameters... 100
%1
0

Integrate Parameters
Environmental Parameters

I UserRFVaue  [1000000
User Peak Factor IW
Reporting Threshold ID 000 ‘ i
B [f.000 !

Type Dimethyl phthalate in the Name text box.
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4. Click Append.
Dimethyl phthalate appears in the Compound list.
Ll

Fle Edt Help

LCompound:

Mame Dimethyl phthalate
Internal Ref [Mone] A
Data Source

@ MassSpec {0 GCA © GCB

Quantify Trace

Acquisition Function Mumber

-] Concertration of Standards [Fired =

Peak Location

Append Insert
_operd | e | % Retantion Tirme [rins) ]
ﬂl " Relative Retention Time 0,000

General Parameters... I Time Window [ming] + 1.000
Integrate Parameters. . | e

Peak Selection [earest |

0
™ UserAF Valus  [7 000000 REY Fit Threshold
Spectm

User Peak Factor 1.000000
100
Beporting Threshald 0.000
%
] T miz
1

5. Enter the Quantify Trace and chromatogram’s Retention Time values for m/z
163 by positioning the cursor at the peak apex and clicking the right mouse
button.
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A line is drawn through the peak to show where the apex is selected.

| Method Editor - TutorialQuant

Aol

Fle Edt Hep ™ S pectum - [TUTO1] i ] B3
Compound: — Q File Edit Display Process Tools Window Help -8 x|
E T —
7 Y=Y T [T
EFEEELE
ore - 1.0
i) =] TUTOT 22 (6.178) Scan El+
sl 2.5388
ll Peak L 1DD 163
= Retertion Time [mins) 6178
e T  Relative Retention Time |
Moty Tine Window i) = fram "
Peak Matching 0
e e — -
i A7 o1 O 104105 133135 o
163
S B0 100 120 140 160 160 200
User Peak Factor [ 000000 | |
Chromatogram - [TUI]1] [_ (O]
File Edit Display Process Window Help _I- _Iﬁl 5'
2| Bz @] | 6] w0 u]E] 8] [@ A|mlR6] QXX 1| €| >
TUTOY ~ Sean El+
618163 163
100 25385
n %
H———rrrTT= T T I N S S B B B B B B
TUTM SCan El+
B.18/163 TIC
100+
58 54485
% 6.13 165
73 )
77T T T T T T T T T T I T T T T T Tl
608 610 612 614 B16 618 620 622 624 626 6258 630 632 634 636
r—

The Quantify Trace and Retention Time values for m/z 163 are now entered in

the Method Editor window.
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6. To enter the Spectrum, select Copy Spectrum List from the Edit menu on the
Spectrum window.

Spectrum - [TUTO1] | |O) x|
File Dizplay  Process Toolz “Window Help = =] |

Elg Eu:up_l,liu:ture |¢|@| .lAl%E@S

Copy Spectum List k

1.0 Baste

TUTD1  Pasts Spesial.. 4-29:35) Scan El+

100, L R 1.58e5
%_

7 g2 154
76 133 lgd

o8

a0 100 150 200 250 300 350 400 450
Copy list of points in the spectn | |

This copies all information for this spectrum.

7.  Select Paste Spectrum from the Edit menu on the Method Editor window.

File Help
Pa k |
Copy Spectrum

Delete All Compounds

Uszer Peak Factar...

General Parameters...

v Propagate General Parameters
Integrate Parameters. ..

v Propagate Integrate Parameters

Intearate Window...
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The spectrum information is now pasted in the Method Editor with the spectrum
in the bottom window.

- Method Editor - TutorialQuant ==
Eile Edt Help
Compound:
HName DIMETHYL PHTHALATE
Interna] Ref [None] i
S @ MassSpee " GOA GO
Quantify Trace 163

Acquisition Function Mumber

Concentration of Standards v
Peak Location
+ Retertion Time [mins) 5187
' Reltive Retention Time 0,000
Time Window [mins] + 0.200

Peak Matching
-
Peak Selection INealast i

Append Insart REY Fit Threshald 500
Mody | | Dekte | Spectium

1
General Paramaters. 100
%1
i &‘HL |4
g1 131

63

Integrate Parameters. .
Environmental Parameters

I~ UsetRFvalue  [1.000000
User Peak Factor IW
Beporting Threshold  |0.000
Etuar:\ciar:ﬁatlon Factr |1000

8.  Select Conc A from the Concentration of Standards drop-down list.

9. Click Append to save this information in the method.
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Identifying and Entering the Next Compound

1. Display the Chromatogram.

Eile Edit Dizplay Process Window Help =laix]
3| Bl i (2] ][] @A [ o x| |«
1.0
TUTOT Scan El+
5.18;163 TIC
100 S.44e5
Ya 5.28
165
6.13
73
o L L s s B s s s s e B e s e s s ey e A 1]
6.10 5.15 5.20 5.29 5.30 6.35
[ || —
2. Select Mass from the Display menu.
The Mass Chromatogram dialog is displayed.
Maszs Chromatogram |
File: TUTO ok |
D ezcription [mdz]: Cancel |
165
Fie.. |
Function: |5 c.an (40:450) E1+ =]
' Add race
¥ Feplace race
' New window
3. Enter 165 for the Description (m/z) of your next peak.
4.

Select Replace trace, and click OK.
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5. Repeat the following procedures as described for the first compound.

e Perform Combine Spectra and Background subtract.

o Perform a Library Search to identify the compound
(2,4—dinitrotoluene).

2 Library [ O] ]
File Edit Display Pracess Window Help

2| Blp) i u|o| 5l3(5] #(0]

B Structure il=ES
TUTOT 34 (6 278) Cm (32 35-3944) B
165 13984 o o
1004 Il \N\
89 M -
%] 8 8 0 | o7 o
S rd
YT A U U o —T
Rg27 NIST 15202 BENZENE, 2-METHYL-1 3-DINITRO-
185 Hit 1
1004
%] & B2 a0
. P hes
L1l fe 182
Ty 1
a0 100 190 200 250 S00 350 400 =l
B Hit List [-1o]x]

BENZENEACETIC ACID, 2,4+

2

3 847 m BENZEME, 1-METHYL-2,4-DINITRO- 182 CTHEO4MZ

4 812 77 BENZEMNE, 2-METHYL-1,4-DINITRO- 182 CTHEO4MZ

5 a20 T34 BENZEME, 1-METHYL-2,3-DINITRO- 182 CTHEO4MZ
[} mz 597 BENZEME, 1-{CHLOROMETHYL}-2,4-DINITRO- 216 CTHS04MIZCI
7 7 525 TH-BENZOTRIAZOLE, 1-(BENZYLIDENEAMINC)- 222 CA13H10N4

8 7o 473 ACETAMIDE, 2,2 2-TRICHLORO-MN-{2-NITROPHENYL)- 282 CBHA03MICIZ
) B72 627 ETHANOME, 2-BROMO-1-(2,4-DIMETHOXYPHENYL)- 258 C10H11038r
A0 {al:¥3 424 BENZENEACETOMNITRILE. 2-MITRO- 162 CBHRO2MZ

e Enter 2,4—dinitrotoluene in the Name text box on the Method Editor
window.

e All of the dinitrotoluenes generate almost identical spectra.

e Click Append to enter 2,4—dinitrotoluene to the list of compounds.

NOTE: After typing 2,4—dinitrotoluene in the Name field, click Append to add this name to
the list of compounds. Do not click Modify since this will overwrite the current entry.

¢ Enter the Quantify Trace and Retention Time values for m/z 165 by

positioning the cursor at the peak apex and clicking the right mouse
button.

e Copy and paste the spectrum information into the Method Editor.

e Select Conc A.
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Entering the Internal Standard

» Display the Chromatogram.

@8 Chiomatogram - [TUTO1] =] E3
File Edit Display Process Window Help ]
2| Bz w606 e u]E g @A Dl s] e mle|» |
1.0
TUTOT Scan El+
6.64;164 TIC
oo 3.63e6
o
B.74 769
B.18 6.41
628 152 188 Lo 166
163 s 143 f\\
0 T T T T T T T T T T T T T ) Time
6.00 6.20 6.40 6 60 6.80 7.00 7.20 740 7.60 7.80 ali]
[

The internal standard is mass 164.

1.  Select Mass from the Display menu.
The Mass Chromatogram dialog is displayed.

Mass Chromatogram
Fie: TUTO1
Diescription [mdz): Cancel I
{164 .
File... I

FURCHON: |5.can (40.450) 1+ =

 Add trace

¥ Replace tace

7 Mew window

2. Enter 164 for the Description (m/z) of your next peak, select Replace trace,
and click OK.
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3.  Repeat the following procedures described above.

Perform Combine Spectra and Background subtract.

Perform a Library Search to identify the compound
(Acenaphthene-d10).

Enter Acenaphthene-d10 in the Name field on the Method Editor
window.

After typing Acenaphthene-d10 in the Name field, click Append to add this name to
the list of compounds. Do not click Modify as this will overwrite the current entry.

Enter the Quantify Trace and Retention Time values for m/z 163 by
positioning the cursor at the peak apex and clicking the right mouse button.

Copy and paste the spectrum information into the Method Editor.
Select Conc B.

In this data set the analytes have one set of concentrations indicated by “A”
and the Internal Standards have a different, fixed concentration indicated by
“B” in the Sample List window.

Select Acenaphthene-d10 as the Infernal Ref.

Click Append to enter Acenaphthene-d10 to the list of compounds.

4.  Select each of the two previously entered compounds, select Acenaphthene-
d10 as the Internal Ref, and click Modify after each selection.
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T"Method Editor - TutorialQuant 8 =] S
Fle Edt Help
Lompound
1. DIMETHYL PHTHALATE E
2 ACENAPHTHYLENE Name [ACENAPHTHENE D10
Interma] Ref 3. ACENAPHTHENE D10 -
e ma @ MassSpec  GCA O GCEB
Quantiy Trace e
Acquisition Function Number One -~

Concentiation of Standards [Conce =]

Peak Location

& Retention Time [mins] 6.654

" Relative Fetention Time. 1.000
Time Windaw (mins] £ 0.200

Peak Matching

= Peak Selection
dippend Insert REY Fit Threshold E
Modly | Delte | Spestum
164
General Parameters 100
Integiate Parameters
Enviionmental Parameters
™ UserRFValue 1000000 %
UserPeak Factor  [1.000000
Ly |uh . - L
URARE Eansa saats nannn T

FReporting Threshald {0,000 ol [
T

] -] M ‘I‘ iz
Standard IWT 44 64 64 104 124 144 164

Concentration Factor

5. Click General Parameters and verify that the Type is set to Internal (relative).

6. If Type is not set to Internal (relative) select it from the drop-down list and
click OK.

General Method I
— Responze — Calibration Curves
Tupe Internal [relative] Wl ittt U I.ﬂwerage RF 'I

s Afeasz (o Heightz Faint af Origin IE:-:C|UI:|B vI
— Concentration Fit'wgighting INnne 'I
Units Ing Axis Transformation INnne vI

Cancel | ak. I

7. When you have entered your last compound, select Save As from the File
menu and name the Quantify method Tutorial.

8.  Close all windows except the Sample List and proceed to Processing
Quantification Results on page 209 to process your data.
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How to Process Quantification Results

Processing Quantification Results

After acquiring your data and creating your quantification method, your next step is
to process and view the results. This chapter shows how to process results, view
calibration curves, and print reports.

The following steps summarize the procedure for processing quantification results.

1.  Select Process Samples from the Quantify menu.

N

Verify the proper Quantify Method file.

3. Create the calibration curve file.

4.  Run Quantify.

5. Select View Results from the Quantify menu.

6. Select View from the Display menu to set the way you want your results
displayed.

7. View the integrated peak.

8.  Print the results.
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Processing Samples

1. Select Process Samples from the Quantify menu.

& TurboMass - DEFAULT - TutorialQuant.SPL

File Edit Samples Run  View | Quantify Configure GC Tools  Help
Edit Methad. ..

55 Samples. ..

View Results, ., k

The Quantify Samples dialog is displayed.

Quantify 5amples

- Project
I Inteaiate Samples D:\TuboMass.12-29-saved\ TUTORIALAUANT PRO
W Calibrate Standards ~ Quantify

From Sample |-| ToSample |3

x. ¥ Quantify 5 amples

Method:  [tmp Browse |
@ ™ Brint Quantify Feports Curve:  |TutarialGuant Browse |

ak. I Cancel |

Make sure that the proper boxes are checked, that you are quantifying the proper
samples (for example, From Sample 1 To Sample 3), and that you are quantifying
with the proper Method and calibration Curve.
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Verify the proper Quantify Method file by clicking Browse next to the Method
text box.
The Select Quantify Method File dialog is displayed.

Select Quantify Method File HE|
Look in: Ia MethDE j gl s —
Tutarial. mdb

File: narne: Tutorial. mdb Open I
Files of twpe: IMS Scanning Methad j Cancel |

The Quantify Method file in this example is Tutorial.mdb.
If necessary, select Tutorial. mdb and click Open.
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Calibrate the method by creating the Curve file as follows:

1. Click Browse next to the Curve text box.
The Select Quantify Calibration File dialog is displayed.

Select Quantify Calbration File EE

Lookin: | 3 CurveDE ===

File name: |tutnrial.cdl:| Open I
Files of type: Illuantify [Calibration j Cancel |

2.  Enter a unique File name.

In this example a unique file name is tutorial.cdb.
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3. Click Open.

The Quantify Samples dialog is displayed.

Quantify Samples

E3
 Project
[D:AT wrbiobd ass.12-29-saved \ TUTORIALOUANT . PRO
¥ Calibrate Standards - Quantity
From Sample |-| To Sample |3
s, - .
£ ¥ Duantity Samples Method: fmp EE— |
@ ™ Brint Quartify Beports Curve:  [TutorialGuant ml
ak I Cahicel |
Click OK to quantify.
The following dialog is displayed as the quantification process progresses.
Integrate
File Mame | Sample List: W S ample: '3_ ne A | Conc B | Sample Type |
1 utn | : - 1.0 5 Standard
Quartify Method:  [Tutarial Compound: |3
2 |Tud2 2.0 5 Standard
2 |Twnz File Mame: Tutd3 Funetion: 1 F.0 5 Standard
Chromatagrar: |1 =¥
1002

Select View Results from the Quantify menu.

E TurboMass - DEFAULT - TutorialQuant.SPL

File Edit Samples Ruon Wiew | Quantify  Configure GC Tools  Help

Edit Method. ..
Process Samples. ..

The following Quantify window is displayed.
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% Quantify M= E3
Fille Edit Display Process Window Help

B3| ]| B®(8] 2« >[5

= Graphs - [TutorialQuant] = I=] B3
Compound 1 name: dimethyl phthalate

Correlation coefficient: r = 0.999932, r"2 = 0.999364

Calibration curve: 4524 56 *x + 917 264

Response type: External Std, Area

Curve type: Linear, Origin: Exclude, ¥Weighting: Null, Axis trans: Mone

2.36e4

Response

= Summary - [TutorialQuant, Tutorial@uant]
Compound 1: dimethyl phthalate

# Hame m Type Std Conc RT Area Response Conc.
1 TutOl Stand 1.00 6.186 5533 5533.365 1.0z
Z TutDZ Stand 2.00 6.1896 9544 9544. 396 1.97
3 Tut03 Stand 5.00 6.1896 23571 23570.672 5.01

|+

6. To set the way results are displayed, select View from the Display menu.
The Quantify Display dialog is displayed.

— Graphs
P Curee Edit Header... |
™ Residuals

— Surmnary

W Show Summany ‘Window

Eormat

i~ Peak Lig List by S ample

[T Show'window  Edit Header... I
ak. I Cancel I

This dialog enables you to set the way you want your results displayed. You
can select List by Compound to show the results for all chromatograms in the
Sample List for that compound, or List by Sample to show all of the compounds
for that sample.

This example shows that List by Compound was selected.
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7. View the integrated peak by double-clicking on the compound name in the
Summary List or double-clicking on the plotted point in the graph.

You can interactively review the data using a view similar to the following:

NOTE: The different windows appear and you will have to arrange them for

your particular need as shown below.

Display Process Window Help

B oo BB B #lel»2
| = Summary - [StdMixFSratio, StdMixFSratio]
Sauple ID: 1

= Graphs - [StdMixFSratio]
|Standard Text Mix. HCB Int. Std. 5.0 ppm

sanple 3: Stadixsd Mix 5.0 ppw
Compound 5 name: Dodecane

ICorrelation coefficient: r= 0999715 "2 = 0 999430

ICalibration curve: 26.7991 * x 335145

IResponse type: Internal St | ). Area (IS Conc. /1S Area )
ICurve type: Linear. Origin: Exclude, Weighting: Null. Axis trans: None

134

firane Area Height

Response

-0.335% T T T T T T T T T 1 ngiul
00 05 10 15 20 25 30 35 40 45 50

Raw Spectrum W Help
Stelliss 674 (7.367) 1
e = w6 m 3 E'@JE"] 7.27:727373 Dodscans.
ERE 'Standard Text Mix, HCB Int. Std. 5.0 ppm
2 Lj = StdMix53 Scan El+
o me) 500 7.27:727373:Dodecane 57
420e7f] %
Background Subtracted Spectrum Area
SteMSE 674 (7.267) T (673675565)
Sean e
Wﬂ% J 206
w] |7
)
Lk
[ . /\
o+ Time
Reference Spectrum 747 721 726 729 733 737
5
727 Dodesane
L [_m/z | RatioRange | Ratio | Pass/Fai |
%] |7 Quenifytrace 57 = 100.00
& Qualfierion! 85 91481 2812  Fas
gl . 0 by T v Time [l Qualfierion2 71 365t 765 5646 Pass
ot e miz 7.07 TA7 727 7.37 7.47
40 85 130 175 220 265 310 " [
- Page 1 Sec 1 YL AL In 1 Col 35 " Engish (U.S G
—

If the peak isn’t scaled properly, click E .

You can also drag the small boxes at the base of the peak to perform manual

integration of that peak.

| | | 2
To view data for the next (or previous) peak click the toolbar button:

(or H)
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To modify peak data:

1. Double-click on the compound name in the Summary window you wish to
manually integrate.

2. If the Edit Quantify Peak dialog is not displayed, select Chromatogram from
the Display menu in Quantify and make sure the Show Edit Quantify Peak
dialog is selected. Then try step 1 again.

3

Quantify Chromatogram Display

[ &dd to existing chromatograms m

[+ Show Edit Quantify Peak, dislog

Display Range Integration -

3. Perform manual reintegration, if necessary.

4. Click OK to accept the changes made and have the results display updated.
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How to Run a Qualitative Analysis

About the Qualitative Method

A Qualitative Method defines the parameters required for generating reports that
only optionally make use of quantitative results. You can specify a Qualitative
Method in each row of the Sample List. The method parameters fall into two main
categories:

e Defining the parameters for generating a peak data set

e Setting library search parameters

The Qualitative Method Editor may be accessed by one of the following two ways:

» By selecting the Qualitative Method cell in the Sample Table, right-clicking
and choosing the Open command from the context menu. If no method name
is specified in the cell, or if there is currently no qualitative method of that
name in the project directory, then the Qualitative Method Editor will open in
the ‘New Method’ state. If the cell contains the name of an existing Report
Method then Qualitative Method Editor will open in the Edit Method state.

» By choosing the Qualitative Method Editor command from the TurboMass
Tools menu. The default method will be the most recently used. If there is
currently no qualitative method of that name in the project directory (that is
the METHDB subdirectory in the project hierarchy), then the Qualitative
Method Editor will open in the New Method state.

The Qualitative Method Editor window has three tabs; General, Search Parameters
and Library Settings tab. Each of these tabbed sub-windows has various controls
associated with them.

The Qualitative Method is initiated and run by the TurboMass application from the
Sample List upon completion of the sample or the Sample List.

NOTE: The names in the Qualitative Results may come from the Library Search results, or
from the Quantify results (if they exist).

Also, if a peak has both Qualitative and Quantify results, the Quantify name is used.

The NIST Library Search results are displayed in upper case since Quantify displays
both upper and lower case.
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The Qualitative Process

There can be one or two stages to the Qualitative process:
Stage 1: Integration and peak selection:

This is the integration of one of more defined portions of the chromatogram to
generate a list of chromatogram peaks. This step is always carried out if a
Qualitative Method is specified in the Sample List. The processing steps are:

1. Integrate the chromatogram using the parameters specified in the Qualitative
Method.

2. Sort the peaks in retention time order.

3. If more than one peak maximizes within £2 scans, eliminate all but the one
with the largest area.

4. If ‘Exclude target compounds’ is set in the method, remove peaks that
maximize within +2 scans of the actual retention time of the target
compound taken from previous quantification results. This setting is ignored
if no quantification results are available. If this option is not checked and
quantification results exist then these results (including compound name,
area, height and concentration) will be associated with the appropriate peak
in the data source. However, Area% and Norm% results will always come
from the qualitative processing.

5. Sort in descending area order.

6. Eliminate all but the largest n peaks (where n is the ‘Largest peaks’
parameter from the qualitative method).

7. Re—sort in retention time order.
8. Calculate Area% and Norm% values for each peak
9. Add the peak data to the data source.

The output of this process will be a collection of peak data which can be
made available to Communiqué as a data source for Qualitative Reports
and/or used as input to the automatic library search.
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Stage 2: Library search process:

The library search process is the automatic library searching of the chromatographic
peak spectra and reporting of potential ‘hits’. The n largest peaks found by the
qualitative peak integration process described in the previous section will be library
searched using the NIST library search algorithms. The spectrum passed to the
search will use the same mass defect correction as currently applied in Spectrum.
The number of peaks to be searched, spectrum background treatment, and search
criteria are defined by the Qualitative Method.

» Exclude target compounds: If the Qualitative Method parameter 'Exclude
target compounds' is selected then target compounds (that is peaks identified
as compounds as a result of quantification) will not be in the list of n largest
peaks. Hence they will not be library searched or available for the
subsequent library search reports.

If the Qualitative Method parameter 'Exclude target compounds' is not
selected then target compounds will be library searched and available for the
subsequent library search reports. Since the target compounds will already
have been quantified, the associated quantitative information will be
available (e.g., Name, Area, Area%, Norm%, RT, etc).

A Step-by-Step Qualitative Method Summary

1. Create a Sample List
2. Create a Qualitative Method
3. Put the Qualitative Method in the Sample List

4. Start the Analysis
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1. Create a Sample List

The first thing that you must do is to create a list of samples that you want to use to
perform the analysis. These samples can be acquired manually, but more often they
will be acquired automatically using an autosampler. The Sample List Editor has
various columns such as Filename, vial or bottle Number and Sample Type that can
be filled in for each sample. Each sample is displayed as one row in the Sample List.
The Sample List Editor is part of the TurboMass top-level menu.

You need to tell TurboMass everything that it needs to know about the samples in
the list in order for it to perform a complete analysis. You must describe to the
system what each of the vials in the autosampler contains, i.e., whether it contains a
standard, an analyte, a blank or a QC sample, how to acquire it, its concentration(s),
if it is a standard or has internal standards. In addition, you must specify the name of
the file in which to store the data. You may also want to add some management
information such as Sample ID, the submitter's name, or a sample description, and
the Report Method template used.

E TurboMass - TUTORIALQUANT - Untitled =131 x|

File Edit Samples Run Wiew OQuantify Configure GC  Toolks Help
b (o) aclzel=| glwlal Lle|[==(=

Bl S 2 »v[mln] 5HT @ 2

GC | File Name | 1S Method | GC Methad |Via| # |Iniacml|8ampla 1] | File Test | Conditions |Quantify Methﬂd|[ﬁa\ihlatmn Curve | Qualitative Methac
7
oy |

Oven Temp
[0

General Status

For more information on how to create a Sample List, see How to Build a Sample
List on page 147.
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2. Create a Qualitative Method

A Qualitative Method is required for most Communiqué reporting (an exception is
when you just report the chromatogram plot or acquisition conditions).

The Quantify Method is required for Calibration and Quantification curves.

The Qualitative method describes how a data file is processed to produce calibration
curves and qualitative information. Details must be entered into the method for each
of the compounds being used in the analysis. The Qualitative Method specifies
information for performing the following tasks:

e Qualitative Peak integration and Reporting parameters.

e Library Search parameters (Spectrum treatment, search type, search options
and limits; molecular weight constraints; and reporting parameters).

e Library Selections.

To create a Qualitative Method, follow this procedure:

1.  Select Qualitative Method Editor from the Tools menu

i TurboMass - TUTORIALQUANT - Untitled
File Edit Samples Rum  Yiew Quantify Corfigure GC | Tools Help
Skrip..
Combine Functions.. .
Search Library. ..
M Calculator. .

Qualitative Method Editor k
Report Method Editor. ..
Communigué Report Liliky

Options, .,
Colors and Fants. .,

MISTsearch F1
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The Qualitative Method Editor appears:

7 Qualitative Method Editor - [Untitled] ' = |EI|1|

File Help

DzalEl 2 O @

General | Search Parametersl Library Settings

Peak integration p

. From | To | RelHt | &bsHt [ Reldea | Abséea | méz Func
F§ 0o 0 00 00 TIC
I~ indovs 1
™| indov 2
= indov 3
=iy 4
Peak-to-peak Moize amplitude |2UUU-DD Sefis units : % Time [mins) ¢ Scan
Reparting p

Repart largest |1 0 peaks

™ Exclude target compounds

Coelution window (sec] £ |1.00

The General parameters are needed for all qualitative reports that require a
peak data set. Since Search Parameters and Library Settings are only

required when a library search is to be performed, these have been placed on
secondary tabs.

2. Specify the chromatographic data sets which are to be subject to peak detection
and integration.

The options are: The full chromatogram From start To end.
OR

One to four segments (Windows 1-4) with specified start and end times.

NOTE: Enter the peak integration parameters in the same manner as you have done in
Chromatogram or Quantify.

3. Enter a From value. A blank cell indicates the chromatogram segment will
start from the beginning of the data. The From value must be less than the To
value (unless either is blank).
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Enter a To value. A blank cell indicates the chromatogram segment will end at
the end of the data. The To value must be greater than the From value (unless
either is blank).

Enter a Relative height threshold (Rel Ht) of the peak in the chromatogram.
(default is 0).

Enter an Absolute height threshold (Abs Ht) of the peak in the chromatogram
(default is 0).

Enter a Relative area threshold (Rel Area) of the peak in the chromatogram
(default is 0.0).

Enter an Absolute area threshold (Abs Area) of the peak in the chromatogram
(default is 0.0).

Enter a mass (m/z)or mass function (Func) for the segment (enter TIC, a
selected ion, or a valid mass chromatogram equation).

Enter the Peak-to-peak Noise amplitude value for integration.

Select the X-Axis units Time (min) or Scan.
Time - Selects Time units for setting the ‘From’ and ‘To’ values in the grid.
Scan - Selects Scan numbers for setting the ‘From’ and ‘To’ values in the grid.

Enter the number of largest peaks you want to report.

Set the 'Coelution window (sec) ' to set a time window for peaks to maximize.

Use this parameter to ensure reliable identification of target compounds within
the qualitative chromatograms. Peaks identified in the quantitative results can
be missed in the qualitative report if their retentions do not exactly match those
found by the qualitative report method. This can occur because two specific
masses in a peak may maximize one or two scans away from each other (or the
TIC) due to noise and scan-rate induced “spectral skewing”.

Click on the Search Parameters tab.
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15.

16.

17.

18.

19.
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7 Qualitative Method Editor - [Untitled] =101x|
File Help
Jzelsl 2| 0] @
General  Search Parameters ILihraly Sattings|
Spectum treatment Limits
- Bhone “window size [scans) ™ Apply Imits Set Defaults |
s I?
" AutoRefine tinimumn abundance ID” j I‘I
A Moise threshald
+ Backaround subtracted Minimum m/z ID” j |4U
|00
Spectum search type Mazimum m/z IDff j |'|2E|5
(% |dentity " Similarity INDrma\ vI inimurm match Off - 700
Spectrum search optong ——————————————— falecular weight congtraint
| Reverse search Between |1 and Igggg
[~ Penalize rare compounds Repoiting
Presearch Maximum hits - Text Im
& Defaut O Hawimumn hits - Plats |3

Select the Spectrum Treatment to be applied to the spectrum before initiating
the search. For example, Background Subtracted.

Select the thoroughness of the search (the Spectrum search type) and its
options. Keep in mind that more thorough searches take longer.

You can select the Reverse search option to improve the matching capability
when there are contaminant peaks in the mass spectrum.

You can leave the rest of the settings as their default values or optimize as
needed.

Click the Library Settings tab.

You may have several mass spectral libraries on your computer. Some are from
NIST (mainlib, the main library, and replib, a smaller library of replicate
spectra (subset of compounds, different spectra) which can improve the
chances of finding the right compound (Refer to the NIST Software Manual on
the NIST CD). There can also be other commercial libraries (e.g., the Pfleger-
Mauer-Weber drug library) or user-created libraries.
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This tab allows you to select which libraries to search, and in what order.
Restricting the number of libraries (spectra) searched increases speed in a
linear fashion. Searching libraries which have only the target compounds with
few "unlikely" matches also increases the chance of a correct match. For
example, someone doing drug analyses might search a drug library, but would
not want to search a flavors and fragrances one.

Compounds in mainlib (the primary NIST library) have flags indicating which
databases they originally came from or in which industry-standard lists of
compounds they occur. If the unknown compound is expected to be in one of
these databases or lists, the speed and accuracy of the search can be improved
by restricting results to members of those databases or lists.

NOTE: Ifno libraries are selected, no library search will be performed. This is the default
method for only picking Qualitative Peaks.

< Qualitative Method Editor - [Untitled] . § =1olx]
File Help
D|zlelE 2| m @
Genera\l Search Parameters  Library Settings
Unused libraries: Inciuded libraries:
reolb i R R T mainlib I Compound must appear in databaze:
I~ | EINECS = HIH
= Ers I~ RTEES
_l> I~ | Fine I~ I5ck
£ I~ HOpoe I use
iR
>
<4

20. Click Save or Save As from the File menu, then name and save the method.

This method name will now be available in the Sample List under the
Qualitative Method column.
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3. Put the Qualitative Method in the Sample List

After creating and saving a Qualitative Method, enter it in your Sample List.

1.

228

Display your Sample List.

Fle Edt Samples Run Wew Quantify Configre GC Tooks Help

-lojx|

PECEIEE
S File Name | M5 Method GC Method | Vial # [ Injectar | Sample D File Text Conditions Cuantify Methad Calibratio
T o 525 5254 T & EF#. 625 Standard
@ ;I 2 T2 525 525d 2 A EPA 525 Standard
Gven Temp 3 |Tuos 525 5254 3 A EF. 625 Standard
o =
General Status
[ —
GC Status
|
] | C
Ready Mo Instrument joo [shutdown Enabled Z
Move the slider on the bottom of the Sample List window to the right until you
can view the Qualitative Method column.
~iBix

File Edt Samples Run Wiew Quantify Cnnﬁgura GC Tooks Help

|1;wu | 2| v|m|n| 55| ||| ) 9| #|EY 2| f:&:léix AEEE]

= Conditiors | Quantity Method ‘ Calibration Eu.(@ | Qualitative Method ‘ ) Report Method ‘ Sample Type | Co
1 Qualighive Report Standard
@ —I 2z Standard
Wz i 3 Standard
0°c
General Status
GC Status \
L | »
Ready Mo Instrument oo [Shutdown Enabled 3

Double click in the cell and select your Qualltatlve Method

TurhoMass TUTDRIALQUANT TutorlaIQuant SPL
File Edit Samples Run  View Quantify Configure GC Tools Help

| Q| S| 2| »|m(n] G5 &lmmlmEm 2 &ee] el 2w |ﬂ|ﬁ

GC Conditions | Guantify Method | Calibration Curve Qualitative Method
| 1 utarial Qualitative 57 Quahtatlve_,
(D 2 ] /
ial Qualitative =l
Oven Temp 3 I
o v

General Status

[E1nl= FUYFY
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4. Start the Analysis

Before starting an analysis save any changes made to the Sample List by selecting
Save or Save As from the Sample List File menu.

1. To begin acquiring data or perform post-run reporting:
e Choose Start from the TurboMass top-level Run menu
OR
e Choose II‘ to open the Start Sample List Run dialog box.
The Start Sample List Run dialog appears.

2.  Enter values or check boxes in this dialog. (The order in this dialog indicated
the order of execution. For Example, you Acquire Sample Data, then Auto
Process Samples, Auto Quantify Samples, perform Qualitative
Calculations, and Generate Communiqué Reports.)

Project - The name of the current project appears in this text box. To acquire
data to a different project, choose OK or Cancel exit this dialog box, open

another project, and restart data acquisition.

Acquire Sample Data - Selecting this option will acquire data for the specified
samples in the list.

Auto Process Samples - Selecting this option will process the acquired data as
specified in the Process column of the Sample List.

Auto Quantify Samples - Selecting this option will automatically enable
sample quantification.

Qualitative Calculations - Selecting this option will enable Qualitative Method
processing

Generate Communiqué Reports - Selecting this option will enable
Communiqué Report generation.
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Preview Reports - Check this box to specify that the Communiqué reports
generated during processing will be displayed in a preview window prior to
printing (or saving to a file or database).

NOTE: The options above allow you to acquire and immediately process and quantify data
as desired. Or, you may choose to process or quantify data at a later time.

Run: From Sample n To Sample m - Sets the range of samples in the sample
list which will be acquired/and or analyzed. If you highlight a range of rows

before starting the analysis, the first and last rows of the highlighted region will
be displayed here.

Quantify, Qualify and Generate Reports: After Each Run - Indicates
specified processing will occur after each row in the Sample List.

At End of Sample List - Indicates specified processing will occur only after
the sample list is complete.

Process: Pre-Run - Specify the name of the process that will be run before the
acquisition of the files in the Sample List.

Post-Run - Specify the name of the process that will be run after the
acquisition of the files in the Sample List. For example, to switch the
instrument out of the operate mode and turn off various gases.

NOTE: If you want to run a process after each sample in the Sample List has been acquired,
format the Sample List to display Process and enter the name of the process to be
run for each of the samples. If you want the process to automatically operate on the
data file that has just been acquired, select Options from the Sample List Tools
menu, then deselect the Use Acquired File as Default parameter on the System tab.

3. When all are entered, click OK.
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NOTE:

How to Set Up Communiqué Reports

About the Report Method Editor

The Report Method Editor is an extension to the TurboMass software. It enables
you to specify a collection of report definitions (Communiqué report templates and
related parameters) that are printed sequentially. The Report Method is a dataset that
you can specify in each row of the Sample List. It defines the reports to be
generated following the analysis data or at the end of the Sample List. The Report
Method will consist of a list of report templates and associated parameters, namely:

e  When the report will be generated (for all runs, for runs of a specific type,
for only the last run in the sample list)

e The output destination(s) of the report (print, save to database, save to file,
send via email)

e The printer (if printed) and/or the file name (if saved)
e The email address(es) and message text (if emailed)

e Sections of the report template to be printed or suppressed

Only a single report method can be loaded in the Editor at a time and only a single
instance of the Report Method Editor can be run. If you edit a Report Method while
the Editor is already open (e.g., by choosing the Open command from the context
menu when the Report Method cell is selected in the sample table) then the new
report method will replace the existing one, provided it is not in a modified state. If
the current method is in a modified state the ‘Do you want to save the changes to
“<report method name>"?" warning dialog will be displayed.
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Report Method Editor - New Report Method 10l =l
File Help
NEEEIET
Beports [#/Template] Template
Hew |
Browse |
Edit |
Frequency
IGenerate report for every mn j I j
Output
Efirit hard
] i areeogy Fieport name prefiz
[~ Saveto database I j
I Save tofile
I~ Send via email Setup |
Append | tave U | Sections
Sections Off
Tadify | ove Doﬂnl SR
Delete | —IZ
Llear List | < |
For Help, press the Help toolbar button MM

You open the Report Method Editor in one of two ways:

» By choosing Open from the context menu when the Report Method cell is
selected in the Sample List. If no method name is specified in the cell, or if
there is currently no report method of that name in the Project directory,
then the Report Method Editor will open in the ‘New Method’ state. If the
cell contains the name of an existing report method then Report Method
Editor will open in the ‘Edit Method’ state.

» By choosing the Report Method Editor command from the TurboMass
Tools menu. The default method will be the method most recently used. If
there is currently no report method of that name in the project directory (that
is the METHDB subdirectory in the project hierarchy), then the Report
Method Editor will open in the ‘New Method’ state.
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Selecting an Existing Template

1. Select Report Method Editor from the Tools menu.

E TurboMass - TUTORIALQUANT - TutorialQuant.5PL

File Edit Samples Run  Wiew CQuantify Configure &C | Tools Help
Skripa..
Combine Functions. ..
Search Library...
M Calculatar. ..

Qualitative Method Editar
Report Method Editor
Communiqué Repaork Likilit

Cptions. ..
Colors and Fonts...

MISTsearch

F1

The Report Method Editor screen appears:

File Help

=101 x|

R IETC

Bleports [#/Template] Template:
Nesw
I Browse | 7—'
Edit |
Frequency
IGenarate repoit for every run j I j
Output
¥ Erint hardzopy
Report name prefis
[~ Savetodatabase =<
[~ Sayve tofile
[ Send viaemai Setup
Lppend fove llp | Sections
Sections Off
ity | faye Dawn | Siasire 0 Eetly
[Delete | 2
LClear List | 5
For Help, press the Help koolbar butkan WG
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2.  Click the Browse button to the right of the Template field. The Report
Template Browser appears:

[ 2 Repont Templote promser x
e

il Al Templates [ Template Mame [ Deseription [ Rev [ Author [ DatefTime Crea... [ Editor [ Date{Time Edited
-4 PerkinElmer | accelerants Chroms v5.1.1 Sie sumn... 2 PerkinElmer 08072003 0 PerkinElmer 03/18/2005 Or
Chramatogram v5.1.1 Chroma... 3 PerkinElmer 10/14/2003 04 PerkinElmer
Chromatogram-Spectru... v5.1.1 Chrama... 2 PerkinElmer 0gf07/2003 11 PerkinElmer
Default v5.1.1Display ... 2 PerkinElmer 10/14/2003 01 PerkinElmer
Inkegration Summary R... v5.1.1 Integra... 9 10/19/2003 12: PerkinElmer
Inkegration Summary R... w5.1.1 Integr... 3 10/19/2003 12; PerkinElmer
Inkegration Summary R... v5.1.1Inkegra... 2 10/19/2003 12; PerkinElmer
Inkegration Summary R... w5.1.1 Integr... 4 10/19/2003 01 PerkinElmer 03(26/2005 1
Ion Ratio Intg Summary v 5.1.1 Integra... 2 PerkinElmer 08212003 04 PerkinElmer 03f25/2005 1
Libsearch 3 w5.1.1 Library ... 8 PerkinElmer 08072003 04 PerkinElmer 04042005 O
LibSearch Text w511 Textre.., 2 PerkinElmer 09/14/2003 08 PerkinElmer 03f25/2005 1.
Qualitative Report v5.1,1 Display ... 2 PerkinElmer 08/25/2003 06 PerkinElmer 03212005 0;
Quant Report Table v 51,1 Optio ] PerkinElmer 10/07/2003 04; PerkinElmer 04042005 0
Quant Report Table 2 v5.1,1 Table 27 10/19/2003 05 PerkinElmer 03/26/2005 Or
Quantitation Repork w511 3-onr., 4 PerkinElmer 08f27/2003 03 PerkinElmer 00412005 07
SpectrumQuant Report v 5.1.1 chroma.., 2 PerkinElmer 11711/2003 08:,..  PerkinElmer 03f25/2005 1

Cancel |

3. Select a Template name and click OK (for example, click Qualitative Report).
This now appears in the Report Method Editor dialog:

Report Method Edito iew Report Method e I ﬂ

Ele Help

MR

Beports (BT emplate)

plate

IQUGMGIIVE Report

Frequency

|Ganelale report far every un j | j

Output
¥ PBiint hardcopy
Report name prefig

™ Saveto database lﬁ

I~ Savetofie

I Send via email Setup I
Append | Wave lp Sections

Sections On Sections Off
adify Mave Do =
_I _I Chromatagram Plat
Delete
Llear List

2
<

For Help, press the Help toolbar button MUM
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Select the Frequency of reporting. The options available are:
e Generate report for every run

o Generate report for every run of specified type
Selecting this option enables a second drop-down list. Here you select
the type of run from the available options.

o Generate report only for final row in the sample list
Select a desired Output type.

Click the Append button to add this template to the current method.

This template appears in the Report (#/Template) field This is a display of the
reports defined for the current method.

When the list is empty (New Method, after Clear List or after all reports have
been Deleted) the controls on the right will be set to default values. In this way
the Append button is always enabled and valid.

Using the Move Up and Move Down command buttons reorders the Reports in
the list. Reports will be processed by report number (i.c., in the order in the list).

Select Save As from the Report Method Editor File menu.
The Save Report Method As dialog appears:

A =thDE j#ﬁ("

File narne: IBuaIitative Repart. e Save I
Save astype: |Report Method Files (*me] | Cancel |
S

Type a File name for your Report Method (for example, Qualitative Report)
then click Save.
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This Report Method is now available for the Report Method column of the

Sample List.

Double-click in the Report Method field and select Qualitative Method from

the drop-down list.

E TurboMass - TUTORIALQUANT - TutorialQuant.SPL
File Edf Samples Run Wiew Cuantfy Configure GC Tooks Help

=lol x|

|_I_|_| 8| 2| »[m(n| G| || m | 2

|00l @] 3f3(] Asd-sLulul E==

File Hame ‘ S Method ‘GE Methad |V|a| # | Injector |Sampla ID‘ File Text

Repart Mathﬂd\ Conditions ‘Juantlfy Melhnt‘ Calibration Cu

[H E\:[a:n Termp

General Status

Y —p=

525 525d 1 A EP& 525 Sta
525 525d 2 A EPA 525 Starglard|
525 526d 3 & EP4 525 Standhgd

GC Status
- M&
® Operate @
@ Pressures
7
® Filament > >+
Ready [No Instrument [:o [shutdawn Enabled v

hand corner of the screen).

10. Close the Report Method Editor by clicking the Close box (in the upper-right
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About the Report Method Editor

In this section we will show you how to use the Report Method Editor and
Communiqué to modify an existing report template and create a new report
template.

A vital aspect to the flexible reporting capabilities of the TurboMass software will
be the data model. This defines the data that will be made available to Communiqué
for design of the template and generation of the report. Most TurboMass data is
available through the data model. This includes:

All existing quantitative data generated by the TurboMass Quantification
process (including Area% and Norm% values).

The chromatograms and spectra defined by the Qualitative method and its
processing.

Values associated with the multiple ion ratio identification process (ratios,
pass/fail, etc.)

Peak plots associated with multiple ion ratio processing (for target
compounds and internal standards).

Calibration curve plots associated with target compounds.
Library search spectral plot data and text results.
Quantification and Qualitative method parameters.

TurboMass creates a collection of Data Objects that appear in the Communiqué
Report Creator.

In the Communiqué Report Creator, note that collections (in the Communiqué
sense of the word) are indicated by parentheses ‘( )’ following the collection name
for example Samples( ).
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Modifying a Report Template

To modify an existing report template, follow this procedure:

1. Select Report Method Editor from the Tools menu.

E TurboMass - TUTORIALQUANT - TutorialQuant.SPL

File Edit Samples Run Yiew Quantify Configure GC | Tools Help
Skrip...
Combine Functions...
Search Library. ..
I Caloulakor, ..

Qualitative Method Editar
Report: Method Editor. ..

Communigqué Report UElits

Options. ..
Colors and Fonks...

MNISTsearch F1

The Report Method Editor screen appears:
=loix]

Eile Help

UEAH 2 @[

Beports [#/Template] Template
Heve
I Browse _—I
Edit
Frequency
IGemerate report far every iin j I j
Output
¥ Erirt hardeopy o
Report name prefis
I Save to database lﬁ
I Savetofile

I~ Sendviaemsi Setup
Append Iove Up Sections

Todify Move Dawn Szstars Uy Sl
Delete _IZ
Llear gt ;I

For Help, press the Help toolbar button LM

2. Click the Browse button to the right of the Template ficld. The Report
Template Browser appears:

242



#2B

How to Use the Communiqué Report Designer with TurboMass

-2 Report Template Browser x|

il Al Templates [ Template Mame | Description [ Rev [ auther | DatefTime Crea... | Editor [ DatejTime Edited
-1 PerkinElmer | accelerants Chroms w5115k sum... 2 PerkinElmer PerkinElmer
Chromatogranm w5.1.1 Chroma... 3 PerkinElmer PerkinElmer
Chromatogram-Spectru... v5.1.1 Chroma... 2 PerkinElmer PerkinElmer
Default v5.1.1Display ... 2 PerkinElmer PerkinElmer
Inteqgration Summary R... v 5.1.1 Integra... 9 PerkinElmer
Inkegration Summary R... v5.1.1 Integr... 3 PerkinElmer
Inkegration Summary ... v5.1.1Integra... 2 PerkinElmer 03f25(2005 1
Inkegration Summary R... w5.1.1 Integr... 4 PerkinElmer 03f26f2005 1
Ion Ratio Intg Summary v 5.1.1 Integra... 2 PerkinElmer PerkinElmer 03f25/2005 1
LibSearch 3 v5.1.1 Library ... & PerkinElmer PerkinElmer
LibSearch Text w511 Textre.. 2 PerkinElmer PerkinElmer
Qualitative Repart v5.1.1 Display ... 2 PerkinElmer PerkinElmer
Quant Report Table w51, 6 PerkinElrmer PerkinElmer
Quant Report Table 2 w51, 27 PerkinElmer
Quantitation Report w51, 4 PerkinElmer PerkinElmer
Spectrumuant Report v 5.1, 2 PerkinElmer 11/11/2003 0! PerkinElmer 03f25/2005 1

Cancel |

3. Select a template name and click OK (For example, click Qualitative Report).

This now appears in the Report Method Editor dialog:

Ele Help

=10l

MR

Delete
Llear List

Beports (BT emplate)

Append I Move Up
adify Mave Do

For Help, press the Help toolbar button

Template

IQUGMGIIVE Report

Frequency

|Ganelale report for every un

Output

¥ PBiint hardcopy

™ Saveto database

Report name prefig

I~ Savetofie

I Send via email Setup I
Sections

Sections On Sectjons Off

Chromatagram Plat

2
<

[ o[

4. Click the Edit button.
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This launches the Communique Report Creator.

File Edit View Format Actions Tools Help

A AE =« 9-@- X2l awarBRcco@ O|E El

18]

Layout

=1 Qualitative Report(1)
Bl 3 Header
i E| TEXTS
TEXTS
TEXT3
TEXT2
B andard Footer 1
£] TExT1
£ 2 PageTypel
B2 Chiomatogram Plot
| Bl OBJECTFRaM
& Chromatog]
BLE1

=

Peak Number[T]
-3 Retention Time|

3 HeightDATA44
ArealDATALS]
Area Z[DATAM
3 Mom %[DATAY

[35:Lab Hame]

PIINEA: FXDAETINE Repary
BPageiot]

CHROMATOGRAM PLOT
GRAPH HEADER

M1

Tgsz

Wanel  ACQUISITIN PARAMETERS
i o

e Gat], Siuen! Belaje{17 @I min, Trans 21 Tempe{ 1855 hiel

Layout Tooks

Text Block Table

B
=

e

Page break  Add Border

Abc

Add Caption  Create Section

I

Create Group  Insert H Line

il

Insert ¥ Line

Dats Objects
Custom Objects

Add a Graphic to the Template

To add a graphic to the template, follow this procedure:

1. Click Graphic in the Layout Tools toolbox.

A dialog similar to the following appears:

244



How to Use the Communiqué Report Designer with TurboMass

2]
Look in: Ia Precizely Logos j = £ ‘

Eintranet‘ico

E;Pracisely logo - black.bmp

EPracisely logo - greyscale,bmp
Precisely logo - linear.bmp

E Precisely logo.bmp

" precisely.ico

Untitled.ico

File name: || j Open I
Files of type: IAII Picture files( brmp: ico;™ cur; jpeg.~ jpa;™ gifj Cancel

™ Dpen as read-only

2

2. Browse to the directory where the graphic is stored and select it by clicking on
it.

3. Move your cursor to the design page and click. The cursor changes to the
following cursor:

=

-

4. Move your cursor to a desired spot on the page. Click the left mouse button,
drag the mouse to scale the graphic to a desired size, then release the mouse
button.

The graphic appears on the page.
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PINEC: B30AETIE Repor)
Page:

CHROMATOGRAM PLOT
‘ GR&PH HEADER

™)
| "\_l)l

l

elaye[1TEImIn, TraneR: Tempe[125C Niel ‘

Adding a Data Object to the Template

To add a data object to the template, follow this procedure:

1. Click on Data Objects to display the available data objects.
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JE4 Communiqué Report Creator = |

File Edit View Formst Actions Tools Help

U BE s |w-e- | fabhXa|allcecoifBslco @ AF [ |

Layout
=1 Qualitative Report(1]
B

Layout Tools
Data Dbjects

User Name

ISnantrium Dannrt

Printed; [33:DateTimeReport]
Page  [34:Pagexory]

Software Yersion

]
[24:Creation DaterTime]
[25:5ample Deseription]
[28:Conditions]

File
i Aequired:
Sample ID:
hiise. Info:

Instumnent Type
Instument Name

E} 3 Standard Footer 1
i TERTY —
-2 Page Type 1 B ‘
£ Chromatogram Plat | 2

i b ] OBIECTFRAM I 00

H - % Chromatogt | ‘
%
\ 1

\

Inet Interface Tye
Lab Hare

roject

Praject Name
Project Directory
Praject Date/Tirne
Samples)

Sample ID
Cancentratior

1
Tuwiwwwwe

CHROMATOGRAM PLOT
GRAPH HEADER

@ .

=] TABLE1

-
PR

-

Canditions

Sample Desc
Task Desciip
Sample Type
Subiter
Vial Number
Injectar

Inject Velume
Frocess

i~ Petention Time|
L3 Height{DATAd
fo 3 AreaDATALS) | L]
LoD Area XDATAY
e 3 Nomn %(DATA4

Frocess Oplic
Process Para
Spare 1

Spare 2

Spare 3

Spare 4

Spaie §

Job

User Hame

2l

il

R T R T P PRy PR R R PR R P P P P

R ‘ i
4] | » Custom Dbjects

Position : 1.65. 376 Wwidth - 44 Height - 08 ‘

14

2. Move the table (see above) and then the Chromatogram Plot down the page to
make room at the top of the Chromatogram Plot.

To move the table and Chromatogram Plot, move your cursor over the table.

It turns into 4%' Now hold the left mouse button down and move your mouse
to move the wauic.

Next move the Chromatogram Plot the same way.
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laix]
File Edt Wiew Format Actions Tools Help
U AE [ w-e-fabXxalapeoeco|iEsce@ Dl
Qualita e Repo Re 0 0 Page pe omatogra Plo
Layaut | | | | | E| Layout Taols
& 1 Qualiative Repon(t) | [ Data Objects
B3 Header - = 3 Global B
[ TEm E [oar Nams] 3 UserMame |
e Hheanu SaspehCl . tym Danact - B Softwere Version
TEXTZ o File: [23:Full Filename] Printed: [33: DateTimeReport]
= 1exT2 i Acquired: [24:Creation Date/Tims] Page:  [34PageXofy] @ Instiument Type
= Sample 10: [ [25:5ample Description] = I Instument Hame
Standard Footer 1 E Mise. Info: [26:Conditions]
T | Texmt A Inlet Interface Typ
53 PageTypel 3 LabName
-2 Chromatagrem Pt | (2 B foiect
i S DBJECTFRAM " 3 Project Hame
- % Chiomatogy | ] & Fioject Diigg
=L TaBLEY 3 Proe Date/Time
Rl 7] B3 Samples)
Ef TEXTT CHROMATOGRAM PLOT 3 SamplelD
=| TExTS E GRAPH HEADER
=| TEXT10 100 [+ & Concentratior
=| TEXTN P A Conditions
=| TexTa ] B 3 Sample Desc
9 Peak Number(l ot r T r T T . 1 Time @ Task Destip
9 Retention Time( | [l 2000 40.00 £0.00 80.00 100.00 3 Sample Type
9 HeightDATAL 3 i
ArealDATALS) | ]
) Area[z[DATAn]t F ¥ VidNumber |
-3 NemxpaTad | 1 [a] or Jusww [ wen  Joreom | woew | ¥ Incdor
= ‘ x| | Bl g 2 Inject Volume:
- 3 Process
B @ Process Optic
@ Process Para
E 2 Spasl
2 Spae?
7 B Spared
2 Spare 4
E - 4 Spae§
3 dob
EE 3 Userbame
1 L1 — B :";
4 | > B Custom Objects

Position : 05, 3 ‘Width : 725  Height : 1.78 |

Click on Project Name, move your cursor to the designer page, the click
where you want the Project Name to appear and drag it to the desired size.

Click on Layout Tools to display the Layout Tool selections, click on Text
Block, move your cursor to a position on the designer page, click and drag to
put the text block on the page. Position the cursor on an edge of the Text
Block and hold the left mouse button down and drag the edge to the proper
size.

Click in the Text Block and type (for example, Project Name).

Highlight the text and right click to display the text formatting options.
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JE4 Communiqué Report Creator

File Edit ¥iew Format Actions Tools Help

=1a] x|

D BE|s(w-@- [ fohXsallcecnlimsfco@ D5 5
Qualita e Repo Re 0 0 Page pe
Layout i , i B Layout Tooks
E- 1 Qualitative Report(1) Dala Objects
B2 Header 4 [35:.Lab Name] -3 Global .
Lihrary Saarah ISnaat Dannart i Db
B File [E3:Full Filename] Printest [33DateTime ¥, Soltwars Yersion
1 Asquired [24:Creation DaterTime] Page: [34:PageX A Instrument Type
Sample 1D: | [28:5ample Dascription] - I,
-1 Mise. Info. [26:Conditions]
: 3 Inket Interface Type
B2 Fage Typel B Epe e 2 LabMame
-~z Chromatogram Plat | 7 -3 Project
£ || OBJECTFRAMI R 4 Proiect Mame
*ix Chromatear| | @ Project Directory
L] TABLE 3 Project DateTinne
oyt F] ——————————————————— 5 3 Samples)
TEXTS CHROMATOGRAM PLOT ~ @ Sample D
TEXT10 E | GRAPH HEADER ®- 3 Concentations ||
TEXT1 | 3 Conditions
TEXTS [+ ¥ Sample Description
~ 3 Peak Mumber() ‘ ¥ Task Description
3 Retention Time( | | 3 Sample Type
D HeghtiDatadgg 3 LY—km—m/ —m—-m —m —-k— — — -3 Submitter
-3 AreaDaTAls |
> e DA o | | | e | I - 8 Vel
3 NemzDaTAY| ] = 3 Iniector
-5l GRAPHIC o il 0 @ Injest Yolume:
3 Froject Name[DAT 2 Process
TEXTI2 5 - ¥ Process Options
- 3 Pracess Parameters
B ¥ Spare i
3 Spae2
] ¥ Spaed
- @ Spaed
E ~ 3 Spae§
-3 Jab
=] 3 User Mame
@ User Divisor -
4 | Ml 1 =0 " """ Gistom Objects n

Position : 3,1.75 ‘wfidth © 1,96 Height : 0.4

7. Click Save As from the File menu, name and save your file.

8. Exit the Report Designer.
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Creating a New Report Template

To create a new report template, follow this procedure:

1. Select Report Method Editor from the Tools menu.

E TurboMass - TUTORIALQUANT - TutorialQuant.SPL

File Edit Samples Run Yiew Quantify Configure GC | Tools Help

Skrip. ..

Combine Functions. ..
Search Library. ..
My Calculator, .

Qualitative Method Editar
Report Method Editor. ..

Communigqué Report Lkilits

Options. ..
Colors and Fonts...

NISTsearch F1

The Report Method Editor screen appears:

Report Method Editor - New Report Method

P ] [
File Help
D¥AE 2 @M
BReports (H/Template] Template
Hew
I Browse
Edit
Frequency
IGEnerale report far every mn j I j
Output
¥ | Erint hardeopy 5
Report name prefis
[~ Save to database -
I Save tofile
I™ | Send viz email Setup
Append Ifove Up Sections
Sections Off
iy I i owe Down: Sicatlmie 0 colons
Delete I _I2
LClear List I <
For Help, press the Help toolbar button LM

2. Click the New button to the right of the Template field. The Communiqué
Report Creator appears:
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J4 Communiqué Report Creator =[]

File Edit Wiew Format Actions Tools Help

DA E| s |w-a- | ihhX2 il ek ERSceo@ 0E =]

New Template 1 : Page Type 1

Layout Layou! Tools
£ 1 New Template 1 =
Lo Header Bl e =
o Footer Test Block Table
Lo Page Typs 1 L0
| x
2 Graphic Equation

il

- 0

Pagebreak  Add Border

il

E [Abc

Add Caption  Create Section
s
mOH
E Create Group  InseitH Line

] il

InsenV Line

=

L

=

=

il

Diata Objects
Custom Objects

Click on Header in the Layout toolbox on the left of your screen.
The Header appears:

‘File Edit Wew Farmat Actions Tools Help !
M@ BE| 0 9-e- {hhXx2 il nnaa/ERSco@ 0]

ayout | |
Mew Template 1
&
\ - Footer
| Page Type 1

If you click on New Template the template description will be displayed.
Here you can allow for A4/Letter resizing of your template. To properly
use the non-A4 templates as the only set, the Allow A4/Letter page
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resizing option in each template's description page should be selected. In
all cases the Paper drop-down list on the template description page
should always be set to Letter so that the page size appears properly in
the template editor.

Tooks Help

i nnXdEL Gnln ERCAECOINIE

ayout Toals

&0
-] ot o B
1] Defalt Focter
~|] Page Type 1 Descriptior UTUEEES i
Graphic Equation
= 1
Paper b=y |IE]

Default orientation Page break  Edit Border

Letter, 8 1/2 x 11in.

[V Allow AdjLetter page resiing faa Lenscane i nten s
HOQ
[V Header og:(e Group  HLine
¥ Eooter
Hurber of page types LD
,1— W Line

View option
Giid spacing

0.25 inches  ~

I Display arid
I™ Snap to orid

Data Ohbjects
Custom Objects

4. Drag a Text Block into the Header. Label it “Qualitative Report Testl.” Then
format the text as follows:

e Highlight text and right-click to select Format.
e Select Font tab.
e Set to Blue, 20 pt. Ariel, Bold.

e Set Paragraph tab, alignment Horizontal/Center.
e (Click OK.

o Resize the Text Block so that you can see the text.

5. Click on Footer in the Layout toolbox on the left of your screen. The footer
appears.

6. From the Data Objects toolbox, left click DateTimeReport.
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Layout Toolz
[ ata Objects
#- @ Global
3 Project
Elli‘l Syztem
L—‘_I[ﬁ Miscellaneous
----- @ Pagexoft
----- @ PageMo
----- @ MumPages
----- @ Communiquésoftwaret ersion

Operating5 yatemllzert ame
Operating5 yetemdndy/ersion
Computer ame
DateTimeR eport

ate T imelocalFC

[+ @ Templates
[+ @ Repaortz

Click in the footer, then size Date Time Report into the Footer to full width.
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[ Communiqué Report Creator SEIE

File Edt View Format Actions Tools Help

U BE| 2 9-@-[gobXs(sijoenc|uRirce@@FE

New Template 1 : Footer : DateTimeReport

Layout Layout Tocls
B0 New Template 1 B Data Obiects:
-7 Header E 3 Global
& e 3 Project
-3 Footer . ! = @ Spstem
-+ & DateTimeReport(01 | | Sl Miscellaneous
3 Page Type 1 FA
7] H Pagelo
-1 HNumPages

Communigués oftearel/ersion
DperatingSystemlserlame
OperatingGysteméndy ersion
Computerame

1 % Reports

™ (] )y L[]
SN S [

< | » Custom Objects
Fosition : 099,008 ‘idth : 673 Height : 0.41 ‘

8.  Click on Page Type 1 in the Layout toolbox on the left of the screen. This will
display the main body of the template.

9.  Click on Chromatogram (Active X) in the Project > Samples() directory of

the Data Objects toolbox (Graphic Data Objects have a small red “x” as their
icon.
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[rata Objects

F- & Global
E- 3 Project
Froject Mame

E..

Project Directory
Project Dates/Time
Samplez(]

Sample D
Concentrations
Conditions
Sample Dezcription
Tazk Descrption
Sample Type
Subrnitter

Wial Mumnber
Injector

Inject Wolume
Frocess

Process Options
Process: Parameters
Spare 1

Spare 2

Spare 3

Spare 4

Spare b

Job

Jser Marme

I zer Divisor
IJzer Factaor 1

IJzer Factor 2

Chromatogram [Active #]

| w

10. Left-click on Chromatogram (ActiveX), move the cursor to the center of the

design page, then left click and hold the mouse as you drag the mouse to
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expand the box. The box displays as CHROMATOGRAM PLOT GRAPH
HEADER.

A oo B By R BB R B

E2

Qualitative Report Test 1

o

=l

= CHROMATOGRAM PLOT
GRAPH HEADER

2l

=l

11. From Layout Tools, left click on Table then move your cursor to the page and
left click. A four column by two row table appears.

12. Select the table. Right-click Format.
The Format Table dialog appears:

x
Table | Rows | Colurns |
Size:
¥ Preferred width (inches)
6.04
Shape
Murnber of columns Mumber of rows
[ 4 [z
Position
In Fram left (inches) Down From top {inches)
0g ]
Border
Style
= = =
Weight = ==
wp - ==
= (==
Color ——]
Automatic >
@ Apply | =]’ I Cancel |
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Change the Number of columns from 4 to 5 then click OK. If necessary, click
on the Columns tab and change the Column width to 0.5.

Add text blocks to the top row of the table. Label each cell as follows; #, RT,
Name, Match Factor, and Area%.

Remember to first put a Text Block (from the Layout Tools) in the table so that you
can enter a label.

15.

B

¥ ET Name Rach Facor Areats

Under “#” put Peak Number, from the Project / Samples() / Qualitative Peaks
() path in the Data Objects toolbox.

4

#

|F‘eak Mumber (DF\TF\'

If you move your cursor over Peak Number (DATA) the following appears:

Ea

# Mame h

|F"eak Numl:-erl:DAT.ﬁ.l

rDject.Samples{Current}.QualF‘eaks{Current}.F'eakNumI:uerl

=]

This information Project.Samples(Current).QualPeaks(Current).PeakNumber is
the source string of the data. In this example, it will report the peak number of
the current QualPeak in the current Sample.

About Samples; Current versus Last: The template is used to pull
information from the data source during report creation. From the point of view
of the data source, the most recent data (e.g., the current line on the Sample
List) is the last data entered into the data source. Therefore, to view data from
the current line of the Sample List, use Samples(Last).
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To report the most recent line in the Sample List we need to change the
Indexing of the Peak Number. Right click on Peak Number (DATA) and select
Indexing from the menu.

The Data Object Indexing dialog appears:

x
Project. S amplez(Current). QualPeak z[Current). PeakMurmber
Collection /rm
Samples(] \ Current /
CualitativePeak () i Curent

? | [8]4 I Cancel

Double click on Current in the Samples Index cell.

The following Index dropdown menu appears:

Data Dbject Indexing x|

Froject. 5 amples[Current). QualPeaks[Current]. PeakMumber

Collection | Index
Samples(] -
QualitativePeak (] First

Mext

Previous

Current

[? ] | K I Cancel

Select Last then click OK.

16. Under “RT” put Retention Time, from the Project / Samples() / Qualitative
Peaks () path in the Data Objects toolbox. Set to Samples (Last).
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Under “Name” put Name, from the Project / Samples() / Qualitative Peaks ()
path in the Data Objects toolbox. Set to Samples (Last).

Under “Match Factor” put Match Factor, from the Project / Samples() /
Qualitative Peaks () / Text Hits / path in the Data Objects toolbox. Set to
Samples (Last).

Under “Area% " put Area%, from the Project / Samples() / Qualitative Peaks ()
/ path in the Data Objects toolbox. Set to Samples (Last).

Check your Date/Time Data Object Properties for the correct Time Format.

)
bt | Fert |
Abgrment-
Honzortal artical
(ST - | Tap 5
Diate Format
¥ 1es pate om0 bbb ey =
Time: Fremat
¥ Us= Tm= 7 Loxcal time
P
HH:MM 1t 22 =] Crignaltine
1 Selacted zon=
¥ 24 hour dock Ja o
Layout
& fugte Time ™ Tme Date
[ bata T
Time Date
Preview -
24 September 2003 11:45 Eastearn Dafight Tims
l_:'i! | oK I Cariel I

The default Communiqué setting for Date/Time Data Objects is "Local time."
In order to ensure that the correct time is reported on your computer, right-click
the Date/Time Object in your template, select Object Properties from the pop-
up menu and in the following dialog select "Original time" to set the Time
Format, then click OK.

NOTE: When setting the Numeric Data Object Properties in your Communique template,
increase the number of significant figures from the default of 4 to 6 in order to see
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the reported number with no rounding applied. Otherwise Communiqué does not
report 6 figures but instead applies rounding.

21. Select Save from the Communiqué Report Creator File menu and name the file
(for example, Mod Qualitative Report).
| Fie Edit ¥iew Formab Adions Tools Help

L Mes
ogen,..

& Impart k
23 Export [

o Prink preview, .
BlFniat...

Chose Template

I Exit

22. Close Communiqué Report Creator by clicking Exit from the File menu.
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Select the Template in the Report Method Editor

After closing the Communiqué Report Creator the Report Method Editor
appears:

Report Method Editor - New Report Method =1a1x]

File Help

D2R6E| e e m

Beparts [H/Template] Template

=]

Qualitative Report Browse |
VAT

Frequency

IGenerate report for every wn j I j

Output
¥ FErint hardcopy :
Fieport name prefis

[~ Saveto database

[~ Savetofile

I Send via email Setup |
Append Hove Up | Sections

Sections On Sections Off
Tlodify fdowe Down =
—I —I Chromatagram Plat
[elete
Clear List

i

For Help, press the Help koolbar button UM

1.  Click the Browse button.
The following dialog appears:
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2 Report Template Browser x|

| BB
. al Template: | Template Nams | Deseription | Rev | Authar | Date/Time Crea... | Editar | Date/Time
| PerkinElmer | [ Accelerants Chroms w5 1.1 %5Ksum., 2 PerkinElmer 08/07/2003 04 PerkinElmer 03/18/200
Chromatogram v5.1.1Chroma... | 3 PerkinElmer 10/14/2003 04 PerkinElmer 04/04/200
Chromatogram-Spectru... v 5.1.1 Chroma,.. 2 PerlinElmer 08/07/2003 11 PerlinElmer 03181200
Default w5,1.1 Display z PerkinElmer 10/14/2003 01 PerkinElmer 03/25/200
Integration Summary R... v5.1.1Integra.. 9 10/19/2003 12 PerkinElmer 03/28/200
Integration Summary R... v5.1.1 Inkegr.., 3 10/19/2003 12 PerkinElmer 03/28/200
Integration Summary R... v5.1.1 Integra... 2 10/19/2003 12 PerkinElmer 03281200
Integration Summary R... v5.1.1 Integr.., 4 10/19/2003 01 PerkinElmer 03/28/200
Ion Ratio Inkg Summary v 5.1.1 Inkegra..., 2 PerkinElmer 05/21/2003 04 PerkinElmer 03/25/200
LibSearch 3 w511 Lbrary ... & PerkinElmer 08/07/2003 04 PerkinElmer 04/04/200
LibSearch Text w5.1.1Textre,,, 2 PerkinElmer 09/14/2003 08 PerkinElmer 03/25/200
Qualitative Repart. w1 z PerkinElmer 08/25/2003 08: PerkinElmer 03/21/200
Quant Report Table w51, & PerkinElmer 10/07/2003 04 PerkinElmer 04/04/200
Quant Report Table 2 w51 27 10/19/2003 05: PerkinElmer 03/28/200
Quantitation Report, w1 4 PerkinElmer 08/27/2003 03 PerkinElmer 04/04/200
SpectrumQuant Report v 5.1.1 chroma,.. | 2 PerkinElmer 11/11/2003 06:...  PerkinElmer 03/25/200

< {1 |
Cancel

2. Select your template (for example, Qualitative Report) and click OK.
Qualitative Report appears as shown below:

Report Method Edito ew Report Method [ = ﬂ

File Help

DAAE2 @ m

Beports [#/Template]

IG ualitative Repart

Frequency

IGenerate report far every run j I

Output
¥ Print hardzopy

Repart name prefis

[~ Saveto database lﬁ

[~ Savetofile

[~ Send via email Setup
Append Hoyve g | Seclions

Sections On Sectionz OFf
T adify Move Dawm =
—I —I Chromatagram Plat
Delete
Llear List

2
<

For Help, press the Help toolbar button MUM

3.  Click the Append button.
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This template appears in the Report (#/Template) field This is a display of the
reports defined for the current method.

Report Method Editor - New Report Method i =100 x|
Eile Help
D3B8 E2 @ m
Beports [#/Template] Template
1: Qualit ort
Mevs
N Qualitative Report Browss I __I
Edit |
Frequency
IGemelale report for every run j I j
Output
[¥ Erint hardcopy
Fieport name prefig
I~ Save lo database Iﬁ
I~ Sawetafils
I~ Send via email Setup |
Move lp | Sectians
i Sections Off
Tefaclifiy fdave Down | SiEsiEae Ul ST
Chromatogram Plot
LDielete i |
Clear List < |
Ready LI

When the list is empty (New Method, after Clear List or after all reports have
been Deleted) the controls on the right will be set to default values. In this way
the Append button is always enabled and valid.

Using the Move Up and Move Down command buttons reorders the Reports in
the list. Reports will be processed by report number (i.e., in the order in the list).

Set the other options on this screen. For example, set the Frequency to one of
the following:

*  Generate report for every run.

»  Generate report for every run of specified type. (Analyte, Blank, QC,
or Standard)

=  Qenerate report only for final row in the sample list.

Set the Output options and specify a Report name prefix if it is required by the
Output type selected. (For example, if you select Save to file, select a Report
name prefix of <Sample Name>, and click the Setup button.

The following dialog appears:
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Output Setup x|

File |

Path

|Ci\TuboMass\ TUTORIALOUANT PRONDatat 7

File Type
[ Rich Test format [.RTF) 4|

gl )4 Cancel

6. Click OK.

7. Select Save As from the Report Method Editor File menu.
The Save Report Method As dialog appears:

Save Report Method As 2=

Save in: | =3 (L

File narne: IBuaIitative Repart. e Save I
Save astype: |Report Method Files (*me] | Cancel |
S

8. Type a File name for your Report Method (for example, Qualitative Report)
then click Save.

This Report Method is now available for the Report Method column of the
Sample List.
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Double-click in the Report Method field and select Qualitative Method from

the drop-down list.

E TurboMass - TUTORIALQUANT - TutorialQuant.SPL
Help

EE|

=lol x|

File Edit Samples Run View GQuantfy Configure GC Tools
E Lo =) W ] s e o Y

|_|_|_| & 2| »|m|n| W/ =mEm= 2|
File Hame ‘ S Method ‘GE Methad |V|a| # | Injector |Sampla ID‘ File Text Repart Mathﬂd\ Conditions ‘Juantlfy Melhnt‘ Calibration Cu
1 [Tud 525 525d 1 A EPA 525 Sta
@ —I 2 [Tuoz 525 525d 2 A EP& 525 Starfglard|
3 |TuO3 525 525d 3 A EPA 5626 Standd

[H E\:[a:n Termp

General Status

1

GC Status
- M&
® Operate @
@ Pressures
7
® Filament > >+
Ready [No Instrument [:o [shutdawn Enabled v

10. Close the Report Method Editor by clicking the Close box (in the upper-right

hand corner of the screen).
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Shutting Down Clarus MS

There are two types of shutdown procedures:
e Turning off the filament (and, if in the CI mode, the reagent gases)

e Turning off the mass spectrometer vacuum (usually for a long-term
shutdown)

You can shut down Clarus MS either manually or automatically.

Manual shutdown is simply turning off the filament. TurboMass also features a user-
settable shutdown function that automatically shuts down Clarus MS after it
completes the analysis defined in the Sample List. The shutdown process works as
follows:

1. TurboMass turns off the filament and switches to the Standby mode.

2. The Autoshutdown Tune file opens and applies its parameters.

The following steps summarize the procedure for shutting down the
Clarus MS:

1. Determine if you want to manually or automatically shut down Clarus MS.

2. Determine the type of shutdown you wish to accomplish: overnight, weekend, or
long term.

3. Ifautomatically shutting down Clarus MS, create the shutdown file.
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Types of Shutdown

Overnight
This is the most commonly used shutdown procedure.

1. Turn off the filament by selecting Shutdown from the Run menu on the Sample
List window.

E TurboMass - TUTORIALQUANT - TutorialQuant.SPL
File Edit Samples | Run  View Quantify Configure GC  Tools Help

Skatk, ..
Stom, .
Pause Queue

Comtral Fane.. .

Startup
Edit Shukdown, ..

2. Check the MS section of the Sample List window and ensure the Operate light
is off.

EE TurboMass 4.2 - TUTORIALQUANT - TutorialQuant.SPL
File Edit Samples FRun “iew Ouanify Corfigurs GC Toals Help
el = = = e S T A Y Y e e = T A
& |E|| Al 2wl ] 2] [ ==
[ File Mame | MS Method | GC Method [Vial #]Inkecter | Sample 1D File Text
I —— 1 [Twol 25 5265d A EFA 525 Sta
(’Dm 2 |Tuoz 525 5254 2 A EP# 525 Sta
3 |Tuo3 525 5265d 3 A EF& 525 Sta
Ei Owen Temp
0°c
General Status
GC Status
T N
@ Operate IE
@ Pressures
=
@ Filament
EN | [}
[ndex 1D | Descrption | Status ]
Fieady Mo Instrument oo |Shutdown Ena
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This ensures that the filament is off.

If the Operate or Filament lights are on (green), display the Tune page and
turn Operate off.

3. If you are using a split/splitless injector, turn off the split flow or set it to below
10 mL/min.

Turning off the splitter conserves carrier gas.

If TurboMass is under GC control, free it from GC control as follows:
For PPC Pneumatics

1.  Select Release Control from the top-level GC menu.

Fil= Edit Samples Bun iew Quantify Qonfiguremlools Help
Details...
Feal-Time Plot...
tdethod Editor...

Modify Active...
Hands On...
Fietmy Injection

Take Contral

Beleaze Contral k
Stop Run

Caonfigure...
Change Acguizsition Port,..

Ermor Meszsages

2. Touch the Tools button and select Configuration.
The Configuration screen appears.
3. Touch the Injector button for which you which to configure the split mode.

The Configure Injector screen appears.
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Touch the Capillary Control check box.

| Configure Injector A

Type: |P55I ﬂ [w Capillary Control
Carrier Conbral| Pressure ﬂ

& Program _pOvenfrack

Column Length | 2500 m D] 250 um

Split mode: Flow Ofzef:
& Flon _yFatio: S AD _JFixed
Leak Lirmit 0.0 mbnin

[~ HS Contral [~ Wacuum Compensation

@ Ready hiar 4

ﬂﬂ = (o] | Cancel |

Touch Close.

The active method screen appears.

How to Shut Down the Clarus MS

For the Split mode select either Flow or Ratio.

Touch OK. The Configuration screen appears.

On the System Status screen, touch the Injector button.
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A-PSSI|  Owen | AFID | Events |

[w Healer OF
sz N

@ 26 °C

termp-init. Program
@ Carrier Gas
0.0 psi .
ooomlm | °0 pe :
0.0 cmfsec press.-init. Pragjrar

ﬁ @ Spit
tatal Ao 1 77
! [ .

ratic .
ratio
@ Equilibr ating -0.0F min

=N

The screen above displays the Split mode configured for Ratio.

BEB|
BEE|

8. Touch the ratio field to modify the value.

OR

If you configured the split mode for Flow, the following screen appears:
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A-PSSI| (ven | AFID | Events |

W Heater OF
\z R

8 25T e nt,

Program

i @ Carrier Gas

00 psi :
0.00 mLtn | <7 pei
00 cmisec press.-init. Program

ﬁ @ Spit
ot A 0 | 3 bt
0

ratio
ficus

@ Mot Ready 170

B | AT o]

The Total Flow (split vent + septum purge + column) is displayed as a non-
editable text field. The septum purge flow is factory preset to ~3.0 mL/min. It
is not user adjustable. If you set the split flow to zero, the flow display shows
column flow plus septum purge. Common places for leaks would be the
septum cap, the O-ring seal, column connector, etc. See the Clarus Hardware
Guide, Chapter 8 for further information.

NOTE: If'the displayed value is much greater than the total flow (split flow and septum
purge + column flow), this indicates a leak in the pneumatics.

For non-PPC Pneumatics
1. Click # to display the Acquisition Control Panel dialog.

2. Select Hands On from the top-level GC menu.

273



Clarus SQ 8 MS Tutorial

274

File Edit Samples Hun Yiew Guantify Qonfiguremlools Help
Deetailz...
Fieal-Time Plat...
Method Editor...

FAodify ACTT

Hands On...

LConfigure...

Chanhge Acguizsition Part...

Emor Messzages

3. Change the appropriate split valve to OFF.
4.  Click Set valves.

5. Click Close.

6.  Turn off your computer monitor to prevent burning the display into the screen.

Weekend

1. Perform the Overnight shutdown procedures.

2. Turn off the GC oven heater by slightly opening the oven door.

Long-Term
1.  Perform the Overnight and Weekend shutdown procedures.
2. Vent the vacuum system.

1. Cool the source and inlet to below 100 °C.

2. Select Vent/Vacuum System Off from the Options menu on the Tune
page, and confirm that you want to vent the system.
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Automatic Shutdown

Automatic shutdown turns off the filament (and, if running CI, the reagent gases) at
the end of a run (batch). For additional information about Automatic Shutdown,
refer to the TurboMass Software User’s Guide).

Turning off the Filament

1. Select Edit Shutdown from the Run menu

File Edit Eamplesﬂiew Buantify  Configure GC Tools Help

M|
Stop

Pause Queue

Eantral Banel..

Shutdawn
tartup
Edit Shutdawn...

The following Shutdown dialog is displayed.

1+ ShutDownEl_acl - Shutdown M= =
File Edit “iew Contral List Help

D|=(=| & »|=] 2

Shutdawn | Auto Control Tasks I

¥ Enable Startup before batch

[+ Enable Shutdown after batch

Shutdown I'I 00 minutes after batch or error

™ Enable Shutdown on grror

For Help. press F1

2. Select Enable Shutdown after batch and enter a time in minutes.
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3.  Select Save from the File menu.

4.  Select Exit from the File menu to close this window.

Auto Control Tasks

1.  Select Edit Shutdown from the Run menu.

File Edit Eamplesﬂiew Buantify  Configure GC Tools Help

M|
Stop

Pause Queue

Eantral Banel..

Shutdawn

The following dialog is displayed.

1+ ShutDownEl_acl - Shutdown M= =
File Edit “iew Contral List Help

D|=(=| & »|=] 2

Shutdawn | Auto Control Tasks I

¥ Enable Startup before batch

[+ Enable Shutdown after batch

Shutdown I'I 00 minutes after batch or error

™ Enable Shutdown on grror

For Help. press F1
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Select Open from the File menu in the Shutdown dialog.

1 ShutDownEl. acl - Shutdown
Edit View ConkolList Help
Hew Clrl+M

Save % Clrl+5

Save Ag..

= E3

Prirt... Clrl+P
Frinit Presiew
Frint Setup...

1 ShutDownEl. acl
2 ShutDownEl. acl
3 C:ATurbobd assh, . NStartUpCl acl
4 ShutDownEl acl

E it

efore batch

h after batch

mirtes after batch ar emar

[~ Enable Shutdawn on grar

Open an existing documant

[ NoM[

The StartUp and ShutDown tasks for the EI and CI modes are displayed.

pen ___________ HE

Look ir: I 3 Shutdawn

ShutD ol ac
StartUpCl. acl L\\S
StartUpEl. acl

File name: IShutD ownEl acl

Open

Files of type: ITasks["..-’-‘-.EL]

EE
j Cancel |

Select a file and click Open.

This loads the selected StartUp or ShutDown file. In this example,
ShutDownEl.acl was selected.
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4.  Select the Auto Control Tasks tab and observe the Control Tasks.
File Edit “iew Control List Help
DR & »[u] 2]
Shutdowrn  Auto Control Tasks |
sl | LControl Tasks ilﬂ_alﬁlﬁl
; i Task | Pre Delay | Past Delay | lonMade | File [
Standby 0.000 0.000
P Dol 000 Fieset 0.000 0.000
Post Delay [z 0.00
lon Mode Cl- ¥
File Mame J
N
For Help, press F1 [ MoM [
Do not edit the contents of these lists unless you have thoroughly read
CAUTION the TurboMass Software Guide and understand how the control tasks
Sfunction.
5.  Select Exit from the File menu.

: ShutDownEl acl - Shutdown

R0 Edit fiew ControlList Help
Mew Chel+M
Open... Chl+00
Save Chl+5

Save s,

Erit... Chl+P
Frint Prexwigw
Print Setup...

1 ShutDownEl acl
2 ShutDownEl acl
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Chemical lonization

Chemical Ionization (CI) uses an inner ionization source different from that of
electron ionization (EI). The primary difference is that the CI source does not have
repeller and trap electrodes. This is because when the electron beam is emitted from
the filament, very few electrons are likely to reach the trap (due to the high source
pressure). The filament current is therefore regulated using the total emission current
(the source current).

Also, the electron entrance and ion exit apertures in the CI source are smaller to
restrict gas flow and maximize the pressure inside the ion volume. When a reagent
gas such as methane, iso-butane, or ammonia is introduced into the ion chamber of
the source, it is bombarded with the electron beam thereby producing reagent gas
ions. By producing a higher source pressure (than EI) in the CI ion chamber,
reactions occur where these ions lead to the protonation of the sample. In CI+ the
MH-+ sample ions are usually detected, and in Cl-negative sample ions are detected,
for example M™.

The following steps summarize the procedures for setting up and running Chemical
Ionization.

1. Connect the Cl reagent gas.
2. Leak check.

3. Tune for EL

4.  Set the CI parameters.

5. Adjust the CI reagent gas.

281



Clarus SQ 8 MS Tutorial

282

About the El and CI Inner lon Sources

The mass spectrometer EI ion source works on the principle of electron ionization,
whereby a heated filament produces a beam of electrons as shown in Figure 31. The
electrons are directed at the electron trap that is held in the ion block. This process is
helped by focusing (or collimating) using a pair of attracting magnets. Any vaporized
sample molecules in the ion block are liable to collide with the energetic electrons
and be ionized. The sample ions are repelled out of the ion block through the lens
assembly towards the m/z analyzer by the ion repeller, which runs typically at a
voltage of 0to 1 V. The source is heated by a heater in the ion block.

Electron
Trap
Analytical Quads
[}
° (o]
— o 00 h© 3 ®000 ©
°® ()
lon °
Repeller ® @
[
[}
=)
/ lons
/ PSR A
Sample °
Molecules m Electrons
Filament

Figure 31 EI Ion Source

Before analyzing samples, the source should be tuned and calibrated by
continuously passing an appropriate reference material (through the reference gas
inlet) into the source as you tune and calibrate.
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The mass spectrometer UltraTunes in the EI mode, but does not UltraTune in the CI
mode. To set up the mass spectrometer for CI, perform UltraTune in the EI mode
with the EI inner source. After Tuning vent the system, remove the EI inner source,
install the CI inner source, and optimize the tuning parameters for CI operation.
Then inject a known sample through the GC column to evaluate the GC/MS
performance and sensitivity. The following table lists the suitable reference and test

materials.
Ionization Reference Material Reference File GC Test Compound
El Heptacosa Hepta.ref octafluoronaphthalene
or hexachlorobenzene
CI+ (n.b. use EI calibration) benzophenone
CI- Heptacosa HeptaNeg.ref octafluoronaphthalene
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Typical El Parameters

The following table lists the typical EI parameters:

Parameter EI Value and Comments

ion energy For example, 0.5 to 1.5
(set ion energy with a low repeller and set repeller later.)

trap emission 50 to 200 pA (leave as low as possible.)
Repeller 0 to 2.5-- V (keep as low as possible.)
resolution (LM/HM) For example, 10/12; varies with the mass spectrometer;

(need a minimum 50% valley between '*C/"*C isotopes.)

multiplier 1300 V to 2300 V (Typical values for a new multiplier. It
can operate up to 4000 V max as multiplier ages;

however, leave the Voltage as low as possible to preserve
multiplier life.)

source temperature 150 to 220 °C
(lower temperatures minimize fragmentation.)

filament current 20At04.0 A

source current Twice the emission current or higher.

NOTE: [f'the trap is dirty or the filament misaligned, the source current will read high,
while at the same time the trap current will read low.
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Sample ion beam stability is related to electron current stability and so for electron
ionization (EI) the source is trap (emission current) regulated, at a level of 50 to 200 pA.
This usually requires a filament current of 2.0-- to 4.0 A. If the filament is operating any
higher than this value, it is likely to burn out. The electrons that do not reach the trap are
monitored as the source current, and the “source: emission” current ratio is also critical.
A ratio of 3 : 1 or less is appropriate, and implies that the filament is correctly aligned
and the source is clean. A ratio of above 3:1 indicates that the source requires cleaning
or that the filament is misaligned.

If the inner source is clean, the repeller reading will be close to zero. When the

source is becoming dirty, a higher repeller voltage is required to force the ions out
of the source. The inner source should be cleaned when 4 or 5 volts is required.
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Changing from El to Cl Mode

Changing modes consists of the following:

Connecting the CI gas.
Changing the source and instrument control mode.
Leak-checking.

Setting-up CIL.

Connecting the CI Gas

WARNING

Hazardous gas vapors. When using ammonia gas when running in the
chemical ionization (CI) mode, it is necessary to vent the mass
spectrometer effluent from the forepump exhaust into a fume hood or
charcoal trap.

WARNING

Explosive Hazard. If the hydrogen, methane or iso-butane is turned on
without a column attached to the injector and/or detector fittings inside
the oven, the gas could diffuse into the oven creating the possibility of
an explosion.

If the mass spectrometer is not under vacuum, hydrogen, methane or
iso-butane can fill the vacuum chamber thereby creating an explosive
hazard.

To avoid possible injury, do not turn on the hydrogen, methane or iso-
butane unless a column is attached, all joints have been leak-tested,
and the mass spectrometer is under vacuum with the forepump exhaust
properly vented to a fume hood.
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Recommended Gases

Reagent gases used in chemical ionization (CI) are ammonia, and the hydrocarbon
gases methane and iso-butane at 99.95 % or better purity.

Methane and isobutene require a gas delivery pressure of 15 psi (104 kPa) to the
bulkhead fitting on the back of the mass spectrometer. A two-stage stainless steel
diaphragm, high purity regulator is. A single-stage stainless steel diaphragm, high
purity, rated for corrosive service is required for ammonia. Clean tubing must be
used. It must be solvent-washed and nitrogen-dried. The bulkhead connector at the
rear of the instrument is a 1/8 inch Swagelok fitting.

WARNING

If ammonia is used for chemical ionization, all fittings and tubing must
be stainless steel to avoid corrosion. Also, the forepump must be vented
to a fume hood or trap.

To prepare the mass spectrometer for CI:

>

>

Obtain the CI gas cylinder for your analysis.

Connect the gas line to the Cl Gas connector on the rear of the mass
spectrometer.

Ensure that mass spectrometer is at the proper vacuum level.
Turn on the CI gas and set the delivery pressure to 15 psi (104 kPa).

Leak-check all connections.
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ROTARY PUMP
) o |
A Warning T Pump
Warning Power
REMOVE VENT LINE BLANKING CAP POWER IN
AT INSTALLATION ——
(@)
~——_ ||
o O 120 VAC ~ 50/60Hz — Power In
Sin v T R Duiteiesicnte I
5 dND % EN 55011-Class A, Group 1
(103 hpa) (3RRh) (335 Rpa) T Warning
Il MAX MAX MAX Labels

Vacuum
Line

Figure 32 CI Gas connection on the rear panel of the MS

Changing to Cl

To change from the EI to the CI mode:

1.

Remove the EI inner source by following the procedure described in this
tutorial.

Properly cover and protect the EI source and put it in a safe place.
Install the CI source by following the procedure described in this tutorial.

Select Cl+ from the lon Mode menu.
|Fi|e i NGEe =M Calibration Gas Options  Help

o,

Select Pump/Vacuum System On from the Options menu.
This starts the forepump and the turbomolecular pump.
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6. Inthe Vacuum Pressure Gauge area of the window, observe the Pressure

gauge. Wait about 5 minutes until the gauge achieves about 2.5 x 107

Leak Checking

Before running in the CI mode, confirm that the column is properly installed and the
system is leak-free. The best way to check this is by running CI without the reagent gas.

To leak-check the system:

1. Display the Tune page.

& TunePage - c:\ci. prolacqudbici

File IonMode Calbration Gas elp

D|w|a|s| ®la]ww| 1|6 i

01 Sowrce | Digrosics | Span  Gain Tarr

Waeuum Spstem 4 16

Status T
R B o — -
V4 2 [ = G5
40 = 120 =l 20 =l 20 =l
00% w18 0.0% w258 |00 1258 | 00% w56

GE Interfacs:

InletLine Temperature [81 [2000

Source Parameters

Electron Energy ko [—F——

SouwceEmision  [1385 o0 [——— —

Lens1 [0 g | fb————

Lens 2 [42 [s00 [—F—

SouceTemp(C) 148 150

FilemertCurent  [01T

MS Parametzrs

s s —F—

HM Res frzs [——F—

ey [ ———

lnEnegyfang  flo [~ f———

Mulipler V) B

0 30 40 50 650 180 2050 280 a0 10 320 kL
Press for Operate .
Ready Vacuum Ok Standby

2. Select Cl+ from the lon Mode menu
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3.

Click Press for Operate and observe the air/water masses.

& TunePage - c:\ci. pro\acqudbicis.ipr [@EE]
File IonMode Calbration Gas Options Help -
ol=(a(s| @lal [ |0 s 2|
Cl+ Source ‘ D\agnustm} Mass Span Gain Torr
Vacuun System rERE kT
Status w2 fis [ fim
N N o o -
v 2 4 [126 .
20 = 280 = 520 El
00.0% <iza| | B58% 25 | 115% 28
BE Interface
Inketline Temperature [g7 200
Sourcs Parameters
Electron Energy [ p [—F——
Source Emission [ oo [———F—
Lens1 [z o [——
Lens 2 1976 Ja000 |
Source Temp(C] [143 150
FiamentCurent  [386
MS Parameters
LM Fes 125 | ——
HM Res [izs [——F——
N [ —
lonEnegyRamp [0 |~ ——————
Mukipier V) o —
0 170 160 150 2050 | 270 260  2a0  a0p0 | 3t 320 330 a4
Acauie. =
Ready Vacuum Ok Operate

The CI source running in the CI mode without reagent gas to produce an EI

emission similar to the EI mode but with reduced sensitivity. You will leak-
check your system this way.

If mass 28 is larger than mass 18, you have a leak. Determine the source of the
leak and correct it. For example, leak-check all fittings and connections.

Setting-Up CI

After verifying that no leaks exist, you can proceed to set up the CI mode for an
analysis.

Setting the Parameter Values

Display the following CI window:
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File IonMode Calbration Gas
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Presefmagerse | [l
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2. Set the values as shown in the following table.

Parameter:

Cl+ Values and Comments:

Electron energy

30eV

Emission

Should be below 200 mA, although 200 to 300 mA is
acceptable. (Above 200 mA may cause hydrocarbon
“cracking” patterns with methane and iso-butane.) Emission
measures the real emission current, i.e. the source current from
the source block, there is no trap "source current” in CI.

Lens 1 and 2

The tuning of these lenses may be different from the optimum

values set for El, since the source pressure is much higher in
CL

Multiplier

1300V to 1600V

Ion Energy

Approx. 1. Similar to EI

Source temperature

150 °C
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Adjust the Reagent Gas for Cl+

When running in the CI+ mode with reagent gas off, the resulting EI spectra have
about 10x lower sensitivity than with the EI source.

e Ifusing methane reagent gas, the reagent ions at m/z 17 (CHs") and 29 (C,Hs")
should be of approximately equal intensity. Maximize the m/z 29 intensity. With
m/z 29 maximized, the ion at m/z 16 should be about 1% of the m/z 17 peak
height. (Higher indicates a leak at the transfer line/inner source connection.)
Operate slightly to the low-pressure side of the maximum to minimize gas load
on the MS. (The pressure gauge reading will be 1.5x10™ to 5x10™ Torr.)

e If using ammonia reagent gas, reagent ions at m/z 18 (NH,") and 35 [(NH;),H']
should be present and the ions at m/z 35 should be optimized.

e Ifusing iso-butane reagent gas, the reagent ions at m/z 43 (C;H;") and 57
(C4Hy") should be tuned in the approximate ratio of 1:2.

The following example uses methane reagent gas.

ClReagent Gas
Adjustment Knch

Figure 33 CI reagent gas adjustment knob



How to Set Up and Run Chemical lonization

Carefully turn the delicate CI Gas adjustment knob fully clockwise until you
feel it stop.

NOTE: The CI gas adjustment knob controls a delicate needle valve. To avoid damaging the
needle valve, do not overtighten it. Always use the CI gas button on the screen to
turn off the CI gas.

2. Select Cl Gas On from the Gas menu. A check mark appears next to the

option.

NOTE: Always turn on the CI gas before Operate to avoid a pressure surge hitting the
filament.

3. Click Press for Operate and monitor the pressure gauge as you adjust the CI

gas. Observe that mass 16 initially grows larger. As pressure increases in the
ion chamber of CI source, the mass 29 peak will begin to grow. Keep the
pressure below 5x10” Torr.

. When using methane gas, carefully turn the CI adjustment knob
counterclockwise until m/z 16 is low or non-existent, and m/z 29 is maximized.
As you turn the knob, reduce the multiplier voltage to keep the peaks on scale.

e A typical multiplier value is 1235.
e m/z 17 and 29 will typically be 80 — 100%.

Continue to turn the knob counterclockwise. Observe that the pressure
increases and mass 41 will start to grow. Stop when mass 29 is at 100%.

Turn the knob to maximize the intensity of mass 29. Also verify that mass 16 is
small (< 1.0% of the height of the peak at mass 17).
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If mass 16 does not appear as a small peak, STOP. You probably have a gas
leak at the transfer line/inner source connection. Locate and correct the leak.

7. After you have maximized the peak, slightly decrease the reagent gas by
turning the knob clockwise 1/8 turn.

8. Tuning may be optimized on the m/z 69, 219, 414, and 652 ions of the
heptacosa reference gas.
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9. Click Press for Standby to turn off Operate, followed by the CI gas.
You are now ready to run your CI+ analysis.

Adjust the Reagent Gas for CI-

1. Open the CI gas inlet by selecting CI Gas from the Gas menu. Wait at least 10
seconds before clicking Press for Operate.

Parameter:

Cl- value and comments:

Electron Energy

30to 70 eV
(This parameter should be optimized.)

Emission

200 to 300 pA is acceptable

(Emission measures the real emission current, i.e. the
source current from the source block, there is no separate
measurement of source current in CI.)

Lens 1 and 2

The tuning of these lenses may be different from the
optimum values set for EI, since the source pressure is
much higher in CI.

Multiplier

1300V to 1600V

Source temperature

150 °C is standard. Higher temperatures keep the source
cleaner, but may increase fragmentation.

For example, down a little from EI to minimize
fragmentation. 120 °C is the practical lower limit.

Ion Energy

Approx. 1 or 2

2. Optimize the amount of reagent gas flowing into the source by using two
heptacosa ions, m/z 452 and 633, which usually produce relative intensities of
65 — 85% and 95% respectively.

Heptacosa can be used to calibrate the m/z range for negative ion CI analyses.

3. Maximize the peak intensities, then slightly decrease the reagent gas by turning
the knob clockwise 1/8 turn.
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Optimize the tuning parameters for maximum intensity.
4. Save the Tune page parameters by selecting Save As...from the File menu.
5. Select Calibrate Instrument from the Tune page Calibration menu.

6. Select heptaneg.ref from the drop-down menu.

CAUTION  Make sure the “Use Air Refs” check box is not selected.

7. Click the Start button to display the following dialog box.
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Automatic Calibration B

¥ Scanning Calibration

[V Scan Speed Compensation

Acquisition Parameters. .

~Pro

IV fioquite & Calibrate

™ Acquie & Verfy
@ ™ Print Beport

Caneel |

8. Click Acquisition Parameters and enter the following values.

— Aeguisition P. |
Scan From |21 o anmu Fom— |
ScanTo I?DD amu
Bun Duration |5— ming ﬂl
Data Type Im

—Scan P,
Static Span + =l
Static Dwell 1 60

Slowe Scan Time

Fast Scan Time 1 zeC

1

Inter Scan Delay 1 sec

9. Click OK to begin calibration.
You are now ready to run CI analysis.
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SIR Methods

Selected Ion Recording (SIR, also called Selected Ion Monitoring or SIM) is
primarily used to maximize sensitivity and may also be used to minimize the space
required for recorded data.

SIR enhances sensitivity because only the target ions of interest are monitored so
that no time is spent recording non-target ions. Spending more time on the target
ions increases the signal-to-noise (S/N) ratio by the square root of the increase in
time spent monitoring the ion. For example, changing from a full scan acquisition of
m/z 50 to 450 in 0.5 seconds to monitoring a single ion for the same period of time
will increase the S/N by approximately the square root of 400, or 20. This can also
be viewed as lowering the detection limit by a factor of 20.

The following steps summarize the procedure for creating SIR methods.

1. Acquire the data in full scan.

2. Identify the target compounds.

3. Determine the ions to monitor for each target compound.

4.  Enter these ions into the SIR Scan Functions in the MS method.
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Creating SIR Methods with Multiple Functions

Acquiring the data in Full Scan

The following example uses a Grob-style capillary column test mix. Data were
acquired from m/z 40 to 200.

tmix09 Scan El+
TIC

1007 6.1565

6.62

5.99
5.34

Time

150 | 200 | 250 | 300 | 350 400 | 450 | 500 | 550  6.00 650

Figure 34 Data acquired using a Grob-style capillary column test mix
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Identifying the Target Compounds

Examining the spectra provides us with ions characteristic of each compound for
quantification. These are shown below as mass chromatograms:

tmix09 Scan El+
- 5.99 128
100 2.48e4
%
T T T T T T T T T T T T T T T T T T T T T T T
tmix09 Scan El+
- 3.80 107
100 1.56e4
%]
5.34
T T T T T T T T T T T T T T T T T T T T T T T
tmix09 Scan El+
- 5.34 106
100 9.87e3
%]
T T T T T T T T T T T T T T T T T T T T T T T
tmix09 Scan El+
3.10 70
1004
1.46 219 367 1.32e4
% {\ Aj\ /\ 6.62
T ¥ T T Y T T T T T T T T T T T T T T T T T /\\;
tmix09 Scan El+
- 2.09 58
100 4.80e4
%
1.46 3.66 6.62
T T T T T T T T T T T T T T T T T
tmix09 Scan El+
2.19 3.67 57
1004 1.45 6.62 53804
% 3.10
T T T T
tmix09 Scan E+
- 2.09 43
100 U‘il M 3.67 6.62 8.61e4
% 3.10 A A
N .
0 T T T T T T T T T 7 T T T T T T T T T T T T T Time
1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50

Figure 35 Mass chromatograms of characteristic ions

Determining the ions to monitor for each target compound

When possible we try to monitor ions characteristic of the compound, as high in
mass and intensity as possible. High mass is desirable to minimize the probability of
chemical interference. High intensity is desirable for sensitivity. We also try to
choose ions with low baselines for these same reasons.
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From the above chromatogram, we will monitor the following ions over the
specified time intervals. The fewer ions we monitor at any particular time, the more
time we spend on each ion, and the better its detection limit. Although not done in
this example, it is common practice to monitor at least three ions per compound.
This allows later compound confirmation by ion ratio. Entering these ions into the
SIR Scan Functions in the MS method

Create Scan Functions 1 through 7 by entering data from the following table.

Function | Start (min) | End (min) Ions Dwell (sec)
1 1.30 1.70 57 0.08
2 1.90 2.50 43, 58 0.10,0.10
3 2.80 3.40 70 0.25
4 3.50 4.10 57,107 0.10,0.10
5 5.20 5.60 106 0.25
6 5.65 6.25 128 0.25
7 6.40 7.00 43 0.25
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Creating Scan Function 1
To create the following seven scan functions, follow this procedure:

1. Right-click on MS Method in sample list. From drop-down menu select Open.

& Scan Functions - c:iturbomass' default.pro’ acqudbtdefault.exp

File Edit Options Toolbars Functions

One Salvent Delay
Dl@lﬂlé” @|X|A|V” B Mssen |B SR |‘
Tatal Run T\me'lW 2' ! : ; : 5 ; . : : Tﬂlm

Infarmnation
it 0.00(mir), 1
M5 Scan, Time 2,00 to 10.00, Mass 50,00 to 300.00 E+

Ready ’_W &
2. Select New from the File menu.
The following dialog is displayed.
% Scan Functions - c:\turbomass' default.pro’,acqudb’default.exp i =] ]
File Edit Options Toolbars Functions
No Solvent Delays
Dlﬁlulé” @|X|A|V|| B MS Scan |E SR ||
Total Run Time 300 4|
Mo, | Type | Information | Time |
Setup Multiple solvent delays l_ W 4
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3.

Create a SIR scan function by clicking SIR.
The SIR dialog is displayed.

Function:1 S5IR E
— Channels ~ Method
Mass Dol lonization Mode El+ =
I[WZ] II[SECS] Inter-Channel Delay W
Bepeats |1—
Span IEIE—

— Retention Wwindow [king)

Start IU
End IEEI
ok | Cancel |

Add Change | Sart |

Cleardll | Delete |

Enter the Retention Window Start Time and End Time for Function 1 from
the table on page 304.

Enter 57 for Mass and 0.08 for Dwell.

The Dwell time is the length of time this ion is monitored. This is normally set
so that the sum of all the Dwell times for all the target ions gives about 10
scans across the GC peak.

Click Add to enter this ion into the scan table.

To avoid being on the edge of the mass peak Gaussian curve, enter a Span of
0.5 for the mass spectrometer to scan from m/z 56.75 to 57.25.

The Repeats text box specifies the number of times we wish to execute this
Function per pass. For example, if we had two Functions defined by their Start
Time and End Time to execute simultaneously, and the first Function has
Repeats = 1, while the second has Repeats = 3, then the second Function would
execute three times for each time the first Function executed once. With non-
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overlapped Functions, better detection limits will be obtained by increasing the
Dwell time rather than the number of Repeats.

Function:1 5IR =
- Channels  Method
Mazs Dol larization Maode El+ -
(m/2] [Secs] I I
i n.oz
[5? [o.98 Inter-Charinel Delay I
B t
57.80 B.08 Bepeats I—.I
Span 5

— Retention wWindow [Ming)
Start 1.2

—
End 17—

ak | Cancel |

Change | Sort |

Clearal | Delete |

8.  Click OK to enter this function into the MS Method.
The following window is displayed.

% Scan Functions - c:\turbomass,default.prot acqudb’ default.exp

i =] 4]
File Edit ©ptions Toolbars Functions
No Salvent Delaps
Dlﬁ"'n'%l‘ @|X|A|V” B veseon B SR |‘
Tatal Run Time:[1.70 :I -wSIU----BIS-.‘.SID....SIS.‘..‘IDIUS.‘
Information

Ready

[ hm[
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Creating Scan Functions 2 through 7

1.  Click SIR and add the next line of data from the table on page 304.

Function:2 SIR E
— Channels — Method
Mass Dl lonization Mode IEI+ 'I
[mdz] [Secs]
] ID.EI2
|58 T IE XT] Inter-Channel Delay
B L
43.00 8.10 Hepea [
L8.88 .18 SEm IDE—

— Retention Wwindow [Minz)

Start I'I.EI
End |2.5
0k | Cancel |
Changel Sort |
Clear &l | Delte |

2.  Enter Masses 43 and 58 sequentially (in the previous example we entered Mass 57).

3. Click OK to save this Function to the MS Method.
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Continue making entries in this manner until all of the Functions have been

added.

A screen similar to the following is displayed:
~=lol x|

% Scan Functions - c:turbomass,default.pro’,acqudb'default.exp

File Edit ©Options Toolbars Funckions

Mo Solvent Delays
Dlﬁlnl%” @’b(l-ll"” B v B sk |‘
Tatal Run Timelwgl : : ; I

Time |

pe | Information |

SIR of mass 57.00, Time 1.30ta 1.70, El+ |

SIR of 2 masses, Time 1 .90to 2.50, El+ |

SIR of mass 70.00, Time 2.80ta 3.40, El+ [ ]
SR of 2 masses, Time 35010 4.10, El+
SIR of mass 106.00, Time 5.20to 5.60, El+
00, Time 563 to 5.25, El+
3.00, Time 6.40to 7.00, El+

~ U O N

[

Ready

Click the Solvent Delay button and enter a Solvent Delay of 1.0 minute until

the filament is turned on.

Select Save As from the File menu and give this function a name.

You may now enter this SIR MS Method into the Sample List for data

acquisition just as a Full Scan function.

Acquiring data with this MS Method gives the following chromatogram.
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simtmix1 7: SIR of 1 Channel El+
. Ic
100 A 4.15e6
% Ml
o S
B o B a n o M A o L AN
simtmix1 6: SIR of 1 Channel El+
5.98 Tic
100 /\ 2.39¢6
" J
’ L
simtmix1 5: SIR of 1 Channel El+
533 Tic
100 6.85e5
%-
0 T T T T
simtmix1 4: SIR of 2 Channels Ek+
3.66 Tic
100 3.16e6
% 379
0 T T T
simtmix1 3:SIR of 1 Channel El+
3.0 Tic
100 7.795
%
0 T T T T T T T
simtmix1 2: SIR of 2 Channels El+
208 Tic
100 lo.to 1.20e7
i
o L
simtmix1 1: SIR of 1 Channel Ek+
1.44 Tic
100 I 3.45€6
% |
o T - T T T T T T T T T T Time
1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50

Observe that there are now 7 discontinuous chromatogram Functions, as specified
by the method. If you go into the Chromatogram window and open a chromatogram
you will get only the first (bottom) trace. To load all of them you need to open all of
the functions individually. You do this by selecting the down arrow next to the
Function description. This will drop down a scrollable list of the available functions.
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Chromatogram D ata Browser E
File Mame: Directaries:
Isimtmi:-c'l raw ot kest mix evaluation. prodata

PET mixdCd:ravs A [&c =] _ Conesl |
PET mixd 05, raw = Turbohass
PET mixd 6. rav = Test mi luation PRC Help |
PET mised 07 raws st mix evaluation,
PET i 05 raw £ Data E=periment |
PET mixd 09, ravs iy
PET rnisd 1 0.raw ﬂ Delete |
Dirives:
Hco j Metwork...
r— Infarmation
& Add
Sample 1 ul 10:1 dil FID cap test mix 10001
D escription " Replace
.  Mew Window
Acquired |24du|-'| 337 16:25:49
: " Replace 4l
Function 1: SIR of 1 Channel El+ =]
1: 51R of 1 Channel El+ -
3: 5IR of 1 Channel El+ hd

Select the Function you want and click OK.
Doing this for all of the functions produces the chromatogram shown above.

You may also overlay the traces by selecting the View entry from the

Chromatogram window’s Display menu item, and selecting the Overlay
Graphs style.
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Chromatogram Display Yiew

— Mormalize Data To:
& | agest Peak
' Intensiy

IU
&' Baseline at Zero
IU

" Baseline

" Lowest Paint

[ Link Vertical Anes

s Label

Huorizontal Axiz ITime vl

=

[ Fill Trace
| Fill Detected Peaks
v Graph Header
¥ Process Description
Split Axis

Owerlay Step (%) ]

1

Girid Oif -

0K I Cancel | Header... |

This generates the following overlaid chromatogram.

simtmix1
100

6: SIR of 1 Channel E+

TIC
2.39e6

300 350 400 450 500
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About Optimizing SIR Sensitivity

SIR (Selective lon Recording) is the most sensitive operational mode for a mass
spectrometer. It is often used for trace analysis. This chapter discusses strategies
for optimizing sensitivity and discusses some of the tradeoffs.
The first thing you need to determine is if your analysis requires any further
optimization. If the current Tune gives you sufficient sensitivity for your SIR
analysis you have no need to go further.
If you need better detection limits you have two choices:

e Optimize the tuning while retaining the same mass resolution.

e Reducing mass resolution in trade for even better sensitivity.
Your ability to take the second option depends on your chromatography. If you

have no background interferences from the vacuum system or nearby eluting GC
peaks at adjacent m/z values, you can use the second.
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To optimize SIR sensitivity:

The following steps describe how to maximize your TurboMass SIR sensitivity.
They are arranged in order of increasing effort. You do not need to do all of them,
just enough to get the sensitivity you need.

Before you begin, read over the list and decide what approach is most appropriate
for your needs.

The last portion of this chapter summarizes the “normal” Tune guidelines for EI and
CI. SIR may vary from these guidelines in the pursuit of maximum sensitivity.

1.  Optimize the MS Method

2. Optimize Lens 1 and Lens 2

3. Optimize Repeller (EI only)

4.  Optimize Mass Resolution

5. Optimize lon energy

6.  Optimize Multiplier voltage

7.  Optimize Emission

8.  Optimize Electron Energy

9.  Optimize lon Source Temperature

10. Empirical Calibration
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1. Optimize the MS Method.

SIR sensitivity depends on the MS Method used. Several approaches can be taken
to maximize sensitivity.

Function: 1 SIR
r— Channels lonization Mode  [p, =

[M?s? Diell

iz [Secz)
Inter-Channel Ig.gz

[7r.o0 fo10 Delay [Secs)
Bepeats |1
Span 1.00

Fretention WWindaw [Minz)

Start Time 00

dd | Change|  Sont | EndTime — [7.00

Clear &l | Delete | oK |

Cancel |

1. Choose the best ions for detection. In general, the higher the intensity and
higher the mass the better. Use the Chromatogram display of Full Scan data to
look for the best S/N ions.

2. Select the best lonization Mode for your compound. Different compounds
may be more sensitive in one mode than another, and background interferences
may be better or worse.

3. Minimize the number of ions in a scan function. A single ion will give the best
performance, while 2 to 3 per compound may be desirable for compound
identification. At 10 or more ions, you may be better off with Full Scan.

4. Maximize the Dwell time for each ion.

Arrange you dwell times so that the sum of all the ion dwell times is about one-

tenth the GC peak width at base. This will give you about 10 points across the
GC peak — optimal for SIR sensitivity and GC peak area precision. Fewer
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points across the peak give better sensitivity at the expense of peak area
precision. More give lower sensitivity and do not significantly improve
precision. If you are monitoring ions of significantly different intensities, you
may wish to assign a longer Dwell time to the less intense ion, because S/N
increases proportionally to the square root of the Dwell time.

Set the Peak Width at Half Height for Low and High Mass in UltraTune to a
value higher than the 0.6 default (e.g., 0.8 to 1.0) if your analysis permits. If
this does not provide enough sensitivity, then proceed to the following steps.

2. Optimize Lens 1 and Lens 2.

The lenses will affect peak shape and intensity. They will also affect the relative
intensities across the mass range. To optimize the lens:

1.

2.

5.

6.

Enter the Tune environment.
Turn on the Reference gas and Operate.

Locate a peak (or peaks) in the Reference gas close to your target ion(s) of
interest.

Adjust Lens 1 to maximize the intensity of your chosen peak(s).
Adjust Lens 2 to maximize the intensity of your chosen peak(s).

Repeat steps 4 and 5 until there is no further improvement.

3. Optimize the Repeller (El only).

The Repeller electrode “pushes” the ions out of the EI source. Increasing its voltage
can improve sensitivity, but it may also distort peak shape.

To optimize the repeller:

1.

Continue from the last set of parameters.
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2. Increase the Repeller voltage until you begin to see a significant change in peak
shape, paying particular attention to the starting and trailing edges of the peak.

3. If your sample permits you to reduce mass resolution, increase the Repeller
voltage until the signal maximizes.

4. Optimize the Mass Resolution.

The LM Res (Low Mass Resolution) and HM Res (High Mass Resolution) control
the width (resolution) of the ion peaks.

To optimize the mass resolution:

1.  Continue from the last set of parameters.

2. Increase the Gain on you peak(s) until you can see the isotope ion (one mass
unit higher than the Reference gas ion) at about one-third of full scale intensity.

Observe the depression, or valley between the two peaks. In the picture below,
the valley is about 20% of the height of the smaller isotope peak.

20 % valley

Figure 36 Resolution of ions

3. Lower the HM Res and LM Res until you see the valley increase to between 70
and 80% of the isotope peak. HM Res has a stronger effect at high mass, and
LM Res at low mass, but both influence across the mass range.
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4.  If your mass resolution requirements permit, you can reduce the resolution to a
80 or 90% valley, and even go further and eliminate the valley entirely until the
peaks become broader. At some point, however, you may find that you cease
to gain useful intensity while continuing to lose resolution.

5. Optimize the lon Energy.

The lon Energy and lon Energy Ramp control the acceleration of the ions out of
the ion source. In graphical terms, the lon Energy is the y-axis intercept and the lon
Energy Ramp is the slope of the line that defines this accelerating voltage.

The effects of the two controls are interrelated. If the lon Energy is fairly low (e.g.,
below 1.0 V) increasing the lon Energy Ramp will tend to increase the intensity of
high mass ions relative to those at lower mass. If the lon Energy is high to begin
with little affect may be seen.

To optimize the ion energy:
1.  Continue from the last set of parameters.
2. Increase first the lon Energy Ramp and then the lon Energy to increase signal

intensity. Pay attention to the peak width at base. If your mass resolution
requirements permit, you may allow it to broaden.

6. Optimize the Multiplier.

The Multiplier voltage is a key factor in sensitivity and dynamic range. Too low,
and sensitivity can be severely reduced. Too high and the baseline is raised,
lowering the dynamic range.

We will optimize it for sensitivity by setting it to a value which maximizes the
signal-to-noise ratio of a peak near the baseline, and dynamic range by keeping the
baseline noise as low as possible.

To optimize the multiplier:

1. Set the Multiplier voltage to 1300, and select the Reinitialize option from the
Other menu, or press the |E| icon to reinitialize the baseline.
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2. Look in the residual vacuum spectrum and find a small mass peak near your
target mass of interest. It should be near the noise level. If you do not see one,
let in the Reference gas and look at its spectrum. An example is m/z 495 in the
reference gas.

3. Increase the Multiplier voltage in 20 V steps until you see peaks appear above
the noise. Reinitialize after each voltage step. The signal will increase, but so
will the noise. You will need to decrease the Gain of the display to keep the
peaks at about the same height.

4.  Continue doing this until you find that increasing the Multiplier voltage no longer
increases the ratio of the peak signal to the surrounding noise. That is your
optimal Multiplier voltage. Increasing the voltage will not gain you any
sensitivity, only decrease you dynamic range. Typical values are 1300 to 1600 V.

7. Optimize the Emission.

The Emission setting controls the amount of electrical current flowing through the
filament. Adjusting this can significantly change your signal intensity. The trade-
off is filament lifetime. In general, for a rhenium filament, try to keep the Filament
Current under 3.6 to 3.8 Amps. For a Marathon filament, the filament current is low
enough that this is not a concern.

To optimize the emission:

EI and CI- often can give improved performance at higher Emission settings.
Methane and isobutane CI+ may not because of increased noise related to
hydrocarbon fragmentation patterns.

1.  Continue from the last set of parameters.

2. Increase or decrease the Emission to maximize signal-to-noise ratio.

Reinitialize the baseline level after each step. Keep the current under 3.5
Amps.
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8. Optimize the Electron Energy.

The E Energy (Electron Energy) is the potential energy of the electrons striking the
analyte (or reagent gas, for CI). For EI, a value of 70 eV is normally used.
However, the value for optimum sensitivity is compound and ion-dependent.

To optimize the electron energy:

1. Save your new Tune method.

2. Create and save a series of new methods at 10 V increments.

3. Shut down Tune.

4. Add the MS Tune File column to your Sample List spreadsheet.

5. Acquire a series of injections of your analyte specifying the different Tune files
you just created.

6. Compare the S/N ratios of chromatographic results for the target ions, and select
the MS method with the Electron Energy that gives the best results.

9. Optimize lon Source Temperature.

The Source Temperature can have an effect on relative ion intensity. In general, a
lower temperature will give more intense high-mass ions, particularly the molecular
ion. The tradeoff is that the source may become contaminated more rapidly,
requiring more frequent cleaning. Very high boiling point compounds may exhibit
GC peak tailing at low ion source temperatures.

A temperature of 150 °C is probably close to the lowest practical temperature
setting, since the filament and GC transfer line will make it difficult to keep the
temperature stable at a lower value.

To optimize the source temperature:

1.  Save your new Tune method.
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Create and save a series of new methods with the Source Temperature at
10 °C increments.

Shut down Tune.

Add the MS Tune File column to your Sample List spreadsheet.

Acquire a series of injections of your analyte specifying the different Tune files
you just created. Allow enough time between each injection for the

temperature to equilibrate (perhaps 20 minutes).

Compare the S/N ratios of chromatographic results for the target ions, and
select the MS method with the Source Temperature that gives the best results.

10. Empirical Calibration.

The normal operation of SIR is to set the Span to m/z 0.25 to 1.0 so that the MS
sweeps this over this range for each SIR ion. (For example m/z 100 with a Span of
m/z 0.5 would sweep from 99.75 m/z to 100.25 m/z). This ensures that the MS peak
top is covered in the sweep. The cost is that less time is spent at the maximum
intensity point of the peak. Reducing the Span to 0.0 will improve sensitivity if the
target Mass is exactly on the top of the peak.

To make sure the target Mass is exactly on the top of the peak we use the technique
of Empirical Calibration. This is done in the following manner.

1.

For each target Mass, create a SIR Function in the MS Method which scans at
least five ions over the expected mass (calculated with the MW Calculator on
the Sample List Tools menu as the Mass). If, for instance, this value were
100.0 Da, then the SIR ions would be m/z 99.6, 99.8, 100.0, 100.2, and 100.4.
(You may do this for multiple compounds in the same Function).

Acquire the chromatogram.

Plot the resulting selected ion traces, specifying to mass to m/z 0.05.

Choose the plot with the highest intensity as the Mass for your method.
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11. Typical Operation Parameters

Parameter El Value Cl+ Value Cl- value
Electron Energy 70 eV 30eV 30eVto 70 eV
Emission (trap 50 to 200 pnA <200 mA, although 200 to 500 mA is acceptable.
current for EI) (Leave as low as possible.)
Filament current 3.0A to 4.2A same same
(Rhenium filament) | (At5 A the filament will
have a reduced lifetime.)
Filament current 2.0A to 2.8A same same
(Marathon filament)
Ton energy 0.0t0 2.5 same same
Ion Energy Ramp ~1.0t03.0eV same same
Lens 1 and 2 The tuning of these lenses may be different from the
optimum values set for El, since the source pressure is much
higher in CI. Optimal values change with pressure and mass.
Multiplier 1300V to 2300V same same
(Typical values for a new multiplier. It can operate up to 4000 V max as multiplier ages; however,
leave the Voltage as low as possible to preserve multiplier life.)
Repeller 0to 1.5V (Keepaslowas | OV
possible.) (Repeller not present in the CI source.)
Resolution ~ 10/12; varies with the same same
(LM/HM) mass spectrometer; (Need
a minimum 50% valley
between 2C/*C isotopes.)
Source current Twice the emission N/A N/A
(emission) current or higher.
Source temperature 150 to 220 °C 150°C 150 °C
(Lower temperatures
minimize fragmentation.)
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Common Vacuum System Contaminants

M/z Species Common Source
12 c Organic contamination
13 CH" Organic contamination
14 N* Air leak, contaminated gas tank
14 CH," Organic contamination
15 CH;" Organic contamination
16 O', CH," Air leak, contaminated gas tank
17 OH' Air leak, contaminated gas tank, water
18 H,0" Air leak, contaminated gas tank, water
19 H;0" Air leak, contaminated gas tank, water
19 F Heptacosa reference gas
20 Ne', HF" Contaminated gas tank
23 Na' Human fingerprint oils
26 C,H," Organic contamination
27 C,H;" Organic contamination
28 N,", CO" Air leak, contaminated gas tank
28 C,H," Organic contamination
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M/z Species Common Source
29 UNPN Air leak, contaminated gas tank
29 CHO', C,Hs" Organic contamination
31 CF’ Heptacosa reference gas
32 0, Air leak, contaminated gas tank
39 K" Human fingerprint oils
40 Ca Human fingerprint oils
40 Ar’ Air leak, contaminated gas tank
40 C;H," Organic contamination
44 CO," Air leak, contaminated gas tank
44 C;Hg" Organic contamination
69 CF;" PTA calibration gas
73 Me;Si" GC column or septum bleed
149 Phthalate Plasticizer from plastics
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Ion Series

Common Sources

73, 147,207, 221, 281, 295, 355, 429

Methyl silicone — septa and columns

19, 31, 69, 131, 219, 264

Heptacosa reference gas

43,57,71, 85

Alkane series

41, 55, 69, 83

Alkene series

41, 43, 55,57, 69, 71, 83, 85

Human fingerprint oils
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C

Calibration, chromatographic
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Caution, 62
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gases, 287
leak checking, 289
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setting up, 290

CI Ion sources, 282

Cold state
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hardware, 31
starting, 31

Collections, 241

Column
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preparing to install, 60
selection, 56

Column variables
column internal diameter, 58
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stationary phase, 57
stationary phase thickness, 58
type of samples, 57

Communiqué, 241

Computer requirements, 23

Configuring the GC, 41
Conventions used, 25

D

Data object Indexing, 258
Display chromatogram, 162

E

EI to CI mode changing, 286
Electrical connections, 31
External standard, 176, 177
External standard method, 176

G

GC
column selection, 56
configuring, 41

GC Method
developing, 127
Method Editor, 127, 135
parameters, 129

GC Method file, *.mth, 134

GC settings
for TurboMass, 36

GC/MS
background subtraction, 16
conclusions, 21
connection between, 13
identifying a series of compounds, 19
identifying components, 17
identifying specific compounds, 19
introduction to, 9
recording mass spectra, 13
using scan data, 16

Injection
size variations, 176
split, 144



splitless, 145

techniques, 141
Integration and peak selection, 220
Interactive Data Review, 215
Interface, selecting the GC, 42
Internal standard

defined, 177
Internal standard method, 176
Ion sources

about CI, 282

about EI, 282

EI parameters, 284

L
Leak checking, 81
CI, 289
Library search, 168, 221
LINK
information, 43
M

Maintenance
leak-checking, 81
Mass Calibration
naming the file, 121
Menu
System Control, 36
MS Method
centroid, 136
continuum, 136
multi-channel analysis, 136
MS scanning method, .mdb, 138

N
NIST Library, 17
0]
Overview
GC/MS, 9

P

Prerequisites, tutorial, 4
Process Quantification Results, 209
Projects
about, 102
DEFAULT.PRO, 106
subdirectories, 102
use existing as template, 105
pumps
venting turbo pump, 274

Q

Qualitative Method, 219
Qualitative Method Editor, 223
Qualitative process, 220
Quantification
creating the method, 183
run the samples, 182
Sample List, 180
Quantify
List by Compound, 214
List by Sample, 214
processing samples, 210
view results, 213
Quantitation, 177

R

Report Method Editor, 233
Report Template Browser, 236
Report template, new, 250
Resolution enhancement, 18
Response Factor Curve, 177
Run samples, 182

S

Safety and regulatory information, 4
Sample List
building, 149
creation, 180
Scan data, about, 16
Search, 168
Search parameters, 225



Shut Down
automatic, 275
long-term, 274
overnight, 269
weekend, 274
SIM, method, 301
SIR, method, 301
Source
removing, 75
Split injection, 144
Splitless injection, 145
Starting TurboMass, 31
Stationary phase, 57
Syringe
rinsing, 141
sample loading, 142
System Control Menu, 36
system requirements, 23

T

Target compound, 177
Template, Report Browser, 236
Touch Screen, 27
Tuning, 111
TurboMass

system requirements, 23
Turbomolecular pump, 7

v

Vacuum system
turbomolecular pump, 7
venting, 274
turbo pump, 274
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