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ASTM F2013 - 10(2016) Standard Test Method for Determination of Residual Acetaldehyde in

Polyethylene Terephthalate Bottle Polymer Using an Automated Static Head-Space Sampling
Device and a Capillary GC with a Flame lonization Detector
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2- Acetaldehyde
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4- Polyethylene Terephthalate
5- Amorphous

6- Solid-stated
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1- Flame ionization detector (FID)
2- Integrator

3- Septa

4-Crimper

5-Decrimper
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(oasnd p5T)

HEWLETT-PACKARD 6890 gy 535 o3!,5s5log,S Ll pis

HEWLETT-PACKARD 6890 ¢y 58 5,5 gilog S Layl s V- il Jguir

TABLE X1.1 Hewlett-Packard 6890 Series GC Conditions

Temp 1 Isothermal
Time 1

Injector Temperature
Detector Temperature
Head Pressure
Column-Flow

Velocity

Split Ratio

Detector Air Flow
Detector Hydrogen Flow
Detector Makeup Flow

90°C

8.00 min

250°C

250°C

10 psi

12.2 mL/min Helium
85 cm/s

2.0

300 mL/min

30 mL/min

20 mL/min helium

"



IWAQ Jlo : (ol 55 aazi) A5YA 6,leds oyl pl o o lesilias!

(oasnd HT)

Hewlett-Packard 7694 Jl8gd glad 1o piges byl

Hewlett-Packard 7694 Jligd slasd jlo paigei byl i V-0 Jouo

TABLE X2.1 Hewlett-Packard 7694 Head-Space Sampler

Conditions

Oven Temp 150°C
Loop Temp 160°C
Transfer Line Temp 170°C
Carrier Pressure 11.5 psi
Vial Pressure 10.5 psi
Vial Eq. Time 60 min
Pressurize Time 0.2 min
Loop Fill Time 0.2 min
Loop Eq. Time 0.1 min
Inject Time 0.2 min
GC Cycle Time 9 min
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(onss BT)

HEWLETT-PACKARD 6890 (g yuw w5 1,551 o9, b8

* LIST: METH @

RUN PARAMETERS

ZERO =0

ATT 2~ =0

CHT SP = 0.5

AR REJ = 200
THRSH = -2

PK WD = 0.04
TIMETABLE EVENTS
EMPTY
CALIBRATION

ESTD

REF % RTW: 5.000 NON-REF % RTW: 5.000

LEVEL: 1 RECALIBRATIONS: 3
CAL# RT LV AMT AMT/AREA
1R 2.545 1 1.5030E+00 1.4933E-04
CAL# NAME
1 ACETALDEHYDE
INTEGRATION PLOT TYPE ........ FILTERED
Presentation plot ........ NO

RUN DATA STORAGE

Store signal data ......... YES
Device!uiswmvsmavasss M
Bunched or raw data ........ RAW

Store processed peaks ...... NO

CALIBRATION OPTIONS
RF of uncalibrated peaks .... 0.0000E+00

Calibration fit .............. P

Disable post-run RT update .. NO

SAMPLE AMT ....cccvvvereeiiinnnns 1.0000E+00
MUL FACTOR .ciciisiiuisasnssnians 1.0000E-02
REPORT OPTIONS

Suppress local report ......... NO
HEIGHT% report ........ccevvneene NO

Report uncalibrated peaks ... YES
Extended report ...........u... YES

\Y

PRINT & POST-RUN LIST OPTIONS
Large font .......cccuuue YES

Store post-run report ..... NO
External post-run report .... NO

List run parameters ........ NO
List timetable .............. NO
List calibration table ...... NO
List remote method ........ NO

Form-feed before report ..... NO
Form-feed after report ...... NO
Skip perforations in report . NO
Skip perforations in plot ... NO
RANGE: C1,BUFFER .............. 51, 5!
INJECTOR 1 (not installed)

INJECTOR 2 (not installed)
TRAY (not installed)
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HP 6890 Series Gas Chromatograph 14 Feb 96 10:30

OVEN OVEN TEMPERATURE PROGRAM
-1 [ Prm———— 90 deg C # Rate Final temp Final time
Initial time ....... 8.00 min - ———— ——- memee-

Maximum temp ...... 450 deg C 1 0.00 (off)
Equib time .......... 2.00 min

CRYO (not installed)

FRONT INLET (Split/Splitless) BACK INLET (Split/Splitless)
Mode .....ccoeeernnns Split Mode ......ccoeevennen Split
Temp ...cceeeeeenees 250 deg C TN sansisrissinnres 250 deg C
PYESSINE svnisssnins 10.0 psi PIESS® coassssvninn 10.0 psi
SENIC TS 5 ocnmsnssnys 50.0 2| s ——. 2.0
Split flow ......... 87.7 mL/min  Split flow ........... 25 mL/min
TR 2 T o — Off (BA5 SAVEL aasnannasins Off
BT o, — He (C- 19 171 T —— He

COLUMN 1 COLUMN 2
-y u| 1 [R—— 30.0 m 2701 | P 30.0 m
BTy o R — 320 u Diameter ............. 530 u
Film thickness ........ 0.00 u Film thickness ........ 5.00u
Inlet .....covvvene. Front Inlet ..., Back
Detector .. oumviss Front Detecton ..cuswmss Back
Vacuum correct .......... Off Vacuum correct .......... Off
Pressure correct ........ Off Pressure correct ........ Off
Pressure ......ue: 10.0 psi Pressure ....eeeees 10.0 psi
FIOW ssesaninasis 1.8 mL/min PR sxesnsasanns 12.2 mL/min
Velocity ........... 32 cm/sec Velocity ........... 85 cm/sec
Mode ........ Constant pressure  Mode ........ Constant pressure

FRONT DET (Flame Ionization) BACK DET (Flame Ionization)
J [~ 1] < F—— 250 deg C J [~ | - J— 250 deg C
H2 flow ..ovvvveeennnnns Off H2 flow ......... 30.0 mL/min
Alr TIOW sssiscssssuinis Off Air flow ......... 300 mL/min
Mode ........ Constant makeup Mode ........ Constant makeup
Makeup flow .............. Off Makeup flow ........ 20 mL/min
Makeup gas ............... He Makeup gas .............. He
T 111 - STROR——— 2 SN . | TRRR——— On
By 157 S—— 2.0 pA Bl 17— 2.0 pA
Electrometer ............... On Electrometer ............ On

SIGNAL 1 SIGNAL 2
L} o - PAa———— 2 S | o — Back
P41 {o T 0.0 Zero....occiieeennnn. 0.0
IE e — S o OO — 0
' ¢ 1) ORRERR————— 0 7. 1o | [FRRRRREENRN— 0

COLUMN COMP 1 (no data) COLUMN COMP 2 (no data)

VY
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AUX 1 VALVES
[ 1]« E— Not installed (. P— Not installed
# Rate Final temp Final time '], T J— Not installed
- m——-- —== mmeee Valve 3 ........ Not installed

AUX 2 Valve 4 ........ Not installed
J [ [ Jome—— Not installed Valve 5 ........ Not installed
# Rate Final temp Final time Valve 6 ........ Not installed
- m———- e Valve 7 ........ Not installed

AUX 3 Valve 8 ........ Not installed
PIESEINE. s eannmnss Off
Initial time ........ 0.00 min

AUX 3 PRESSURE PROGRAM
# Rate Final pres Final time

1 0.00 (off)

AUX 4
Pressure ......coeeeuee. Off
Initial time ........ 0.00 min

AUX 4 PRESSURE PROGRAM
# Rate Final pres Final time

1 0.00 (off)

AUX 5
Pressure .....coeveueens Off
Initial time ........ 0.00 min

AUX 5 PRESSURE PROGRAM
# Rate Final pres Final time

1 0.00 (off)
RUN TABLE
No entries

AN
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(oasnd HT)

Wged Sy 3l (015 gileg S

* RUN# 238 JUN 5, 1996 08:36:16
START
| 0.495
0.790 0.680
0.840
— 2,550
STOP

Closing signal file M:SIGNAL  :RAW
RUN# 238 JUN 5, 1996 08:36:16
METHOD NAME: M*M18AAF.MET

SIGNAL FILE: M:SIGNAL.RAW
ESTD%-AREA

RT TYPE AREA  WIDTH CAL# AMOUNT NAME
.680 PB 27112 .009 .000
2.550 PB 9753 .070 1R 1.456 ACETALDEHYDE

TOTAL AREA = 36865
MUL FACTOR = 1.0000E - 02
SAMPLE AMT = 1.0000E + 00

\§
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