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Sample & Packing

* |deal 10-50ug

Quartz tube
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Easily melting
e.g. wax
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Fine powder Liquid
e.g. coal

e

Quartz wool



Load sample tubes

* The chain is the sample holder
e Load sample tubes in holes
* NOT between the Red Dots

* The black arrows on yellow label
indicates the direction of sample
increment (anti-clockwise, #1,
#2, #3, ...)
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Setup GCMS
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GC

* Open GC method editor

e Ok ->
* Documentation Descriptior
Ok
* Instrument Notes, blank, o
e Data acquisition, ok
* Instrument Control

L ced - VOLATILESZ.M / 220212 Elsa = B

Method  Instrument 3 View Abort Checkout Secured Control Window Help

Instrument Control = 3 |

Sample Name™ . Y ‘"_’-‘:: g
Instrument
% Iﬁﬁ |
| Column-1 Flow Cal.
[ Ao~ |

o tethod Sections to Edit: ==
k

— v tdethod Infarmation

v Instrument / Acguisition
| E_il Data Analysis
Cancel ‘ Help ‘
AW ‘
0.050 /55 R0 a0 's.0 's.0 | |
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GC

i araion T -

kethod Comments:

This is the default method

[~ Save Copy of Method with Data

~Method Sections to Fun

* Ok

e Ok ->
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[~ Pre-Run Macros/Commands:

Instrurnent Cantral: | _I
| Data Analysis: I _I l

¥ Data Acquisition

¥ Data Analysis

[~ Post-Run tMacros/Commands:

Al

Sarnple Inlet |_ "I

I Injection Source IManuaI j
v Use M5
|| Inlet Location
* Front " Rear = Dual
— k5 Connected tao
T Fraont Inlet " Rear Inlet

Cancel | Help |




GC

e Inlet

* Heater temperature
 Split ratio

e Column

* Flow rate (typically 1.0 mL/min)
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Instrument | Edit | Inlets:

H Oven Temp

2

Temperature (° )
=
=1

Lo D D v 0y

a &

Plot...

T
10

0 2 4 8 8 Tirme (rrinIJ
325
i Q&y
Injectaor Walves Inlets Colurnns Owen Detectors | Signals A Buntime | Options
Front: EPC Split-S plitless Inlet
Mnde:|5p|it j Gas:|He ﬂ
On Actual  Setpoint Frart :Iv
W Healer, T 230 [ 300 <:|
W {Fressure, psi 702 | 703
v Tatal Flow, mL/min 143 | 542
) . Apply
Split -
Riatio: 1 mLa"min Caricel
¥ GasSaver ol A @ [2.00° i Heln
— Instrument ! Edit | Co_lulgﬂ_ et |
- 3
m Oven Temp o 3
| o 1o
2 1007
g o0
Plot... : ﬂ_: T T T T T T
2 4 [i] 8 10 Time (min)
@9
_ in ﬂﬁ
Injector Walves Inlets Column Oven | Detectors | Signals A Buntime | Options
Caluran _ Installed Column Change...
w1 Made: | Const Flow :‘v Inventarylt: ZB-5ms g
C o Ihlet m [not calibrated)
Detestar W anufacturer's Specifications
*|M3D = Model Wo: 777 ZB-Bms  325°C Max
Dutlet psi I:I Wacuum ¥ Capillary 30.0 m = 250 m harninal
He Flaw - Apply
Setpoint  Actual Flow | wlmire | mimin | Heldmin || Run Time
. : Initial 1.0 0.00 12.00 -DK
P :[7.03 7.03
ressule pzi e i i -
Flow: 1.0 mlmin Famp 2 0.00 0.0 0.00 Cancel
Average mise Ramp 3 0,00 0.0 0o
Yelocity: Post Run 0.00 12.00

Help




'1nsuTmnt|Edit|0v_em- _ X
_—

H Oven Temp o E
L 150
I E o
| -E 11]13—:
a =
50—
=
[ o=

Plot... T T T T T I

G ( 4 0 2 4 6 g 10 Time (min)

ROH 2|0 |*F B oG

Injector Walves Inlets Columns Owen Detectors | Signals A Runtime Options
Owen Qven Configuration ?
Setpaint °C: 40 b awimum °C: | 325
— KL

¢ Oven Actual °’C: 40 E quilibration min; 0.50
* Set temperature program =
* Max temperature for column is

L3

_
displayed in this window -
->0K
G Feal Lime Plol X
Signal 1 Signal 2
. [~ Show [~ Show
* GC Real-Time Plot o || r—
* No need to make changes here T RS T
Tirne: IT it Time: IT ik

->0K
@ Cancel | Help |
A
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MSTuneFile o IR ]

Path: C:\medchemb155973N"

M S Filez: air.u -~

bfb.u i
ditpp.u 3
hizichd.

peichd.u

* MS Tune File
 Select atune.u Coresl [ Heb |

->O K M5 SIM/Scan Parameters u
— i p—
— M5 Instrurent —FReal-Time Plat
| Sample Inlet: GC Time ‘Window; I'IEI min.
° S S /S ~ M5 Window 1
MS SIM/Scan Parameters Salvent Dy 100 i P Tope:[Fora =

>Scan Parameters e ol el

A, Mode: IS.;an ;I — M5 Window 2
Flot Type: ISpectrum LI
| Y-Geale: [0 o 100000

atune.u

| " Ture File

Yalid entries are values between 0.00 and 1440.00 minutes.

U

£ones | Timed Events |

Cancel | Help |




MS

e Edit Scan Parameters
* Set MS scan range

-> Close

 MS SIM/Scan Parameters
->Scan Parameters
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Edit Scan Parameters

Scanning Mass Range | Threshald and Sampling Rates | Plotting

Start at End at
Masz... [amu]  Maszs... [amu)

Scan Group 1 [¥ | i] [o.oo | 550.00

Scan Group 2 [
| | |
Surmary of Settings
Graup Start Time Low Mazs High Mazs Threshald Samples
0.0o 30.00 550.00 150 2

I

Lows ko High mass range must be in ascending order from 1.60 - 800.00.

MS 5IM P f
e el L eee—
S Instrument Feal-Time Plot
Sample Inlet: GC Time ‘window: |10
M5 Window 1

GainFactor: [T00°  =1165
&g Mode: |Scan - M5 Window 2

Tune File
atune.u

alid entries are values between 0.00 and 1440.00 minutes.

Sean Parameters Zohes | Timed Events

Cancel | Help

Solvent Delay: {000 min. Plat Tppe: | Total -
EMW Mode: |Gain Factor Y-Scale; [0 to 2000000

Plot Type: | Spectum -
Y-Secale: |0 ta | 100000




GCMS —

o —,

v Percent Report
v LibSearch Report

e Select Reports, other report details B e e

[ Custom Repaor

_> Keep CliCking OK until [ Update Custom Database

“Save Method File” window appears e e

FS_a_ueMmAs- ﬁ

e Save Method As ehod Path
C:AMSDCHEMYTSMETHOD SYO'BRTANY

-> Br‘owse MthdFiIe:

Select your method folder =1 &=
* Name your method

-> 0K
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Setup Pyrolyser
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Setting up Pyrolysis Sequence & Method

CDS 6250 Autosampler - Blank Test Sequence

File Tools Configuration Communications  “iew  Help

m CDS 6250 Autosampler

Transfer Line

-

Pyroprobe
Interface
Interface 300bC
325°C
Sequence
-
lzo Fones @‘u’alve Owven
324°C
Trap . y
Pressure PSlI  Flow Rate
Inlet  System  mL/min
Cryofocuser
80.3 0.2 ---
-

GC iz Mot Ready | |GC Mot Rdy

X
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DO NOT change
Temperature setting:
* Interface

* Transfer line

* Valve



Sequence (FIRST)

* Create Sequence

* Click Sequence Tab

* Click File then New
Sequence

 Add Row or Repeat
Last Row for
multiple samples
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CDS 6250 Autosampler - Blank Test Sequence

E  MewSeguence

B Save Current Se

3 Exit

[If Open a Sequence...

quence

(&  Print Current Sequence

Save Current Sequence As...

Fie | Tocls Configuration Communications  View

|z Zones

Trap

Cryofocuser

2
3
4

T
1
1

[
[
[

Help
Autosampler Sequence:
Blank Test Sequence
Run Use Izsue
Method Name Leak GC GC Trap Dry Clean Motes
Check Ready Start
Bl Tes I------_
Biank Test ~  ~/  Blank (Empty)
hvan Test ] v v~/  Kraton
hvan Test | v v |  Polyethelene

Add Blank
Riow to End

GC s Mot Ready

Delete Inzert Row Repeat
Current Row Below Current Last Row...

| |G'C Mot Rdy




Method

e Create Method CDS 6250 Autosampler - Blank Test Sequence (Modified)
File | Tools Configuration Communications  View  Help
g z:nh;&::;m Pyroprobe Run Time:
[} 1 Save Current Method 16.010 Seconds (0.267 Minutes)
Cl ICk PyroprObe Ta b Sawve Current Method As..
° C||Ck F||e then New & Print Current Method INITIAL RAMP FINAL
MethOd B B Time Units Rate Units T Time Units
O = 100 & @ Secondis) 500 = @ “/mSecond 750 =] 1500 [=| @ Secondis)
Sequence ) Minute(s) ) */Second ) Minute(s)
1 */Minute
. ° lzso &
* Pay attention to Units U
Clean Diry
Trap
T Seconds L Seconds Actual *C
* Then update Method in Cocloovoer | 22 IR B OFF
Sequence
Run Sequence 08
GC iz Mot Ready GC Not Rdy
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Valves and control unit
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Checks

* Pyrolyzer carrier gas valve is in

correct position ‘

* Check GCMS and Pyrolyer status
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Run the measurement = ———"mm—

Current bethod Injection Style: M ara

e Start GCMS Run R — i i

Operator Mame: |

Data Path: |C:\MSDCHEM\1 \DaTaMUSER DATANYUEIE OBRYaMNY
* Enter Data path, Data file name,

. . Data File Mame:  |220503_PS701.0 Browse... |220503_P5701.0
Sample Name, Misc Info (if any) | e |

ize Info: |

. |
-> OK and Run Method ' '

Sample Armount: |U

t uiltiplier: |‘|

e Start Pyrolyser

| = | =l
-> Run Sequence

1

M ethod Sections to Run
| ez sl e OF. and Run Methad | Exit | Cancel
v Data snalysis

Wl YU U Tl

‘ Run Sequence ’
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