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Sampling and Analysis

Samples

PN | Samples

& Direct injection

Directlnjectionsetting 01
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& Diluted to vial

& Pure to vial

Controls

fi] Blank sample
i acsample

Recalibration

Name | Directinjectionsetting 01

Sampling source @ Reactor O Vial

Injection volume 1u
sampling speed 1w
Drow speed: 130 wi/min

Woit time after draw: 1.2 5
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T=HDHER

- W TEFILTUFILEE. R
TUFILER

- 1g/L7EFILYUFILEEC 1 g/L
HUFIEORE : 221 100mg =
10mLoIT%/—)L (EtOH) RIZHEEL.
KEANTI00 ML ICLI=D®D

- #HIRFKF : 1000, 200. 100, 20, 10 mg/L

BOTIWERRT
- R>7 : Agilent 1260 Infinity I
TAVIZTw IRy (G7T110B)
- FHRE:5mbL/min
- RISBBHISAVSAIHITIL
WX —=Iv )T ORABZTT—AN
FLTIRISBBRNARDBWI N — L
B0ty b7y TOERHER)
F5A4VLCEZRIVITITINITT
TOREBRDERTE
- BEIA
- UFORLSOEETTIVY .
1 pL (XY wRIZED)
- BTV IREDRE . 1
- R Ta—) R 29 PinEE
90
~ ATLTOFR
- FREH 170 FRAE S2)
7K +10 % ACN + 0.1 % FA
- Z=4ykRYa—L 500 L
HOTIDE 50 uL
- BTV TEEDRE 1
- HFRBEHHZE—F:
10,000 pL/min
— Agilent InfinityLab 74— /)L
L=k 31T mme 1 mL ERES
5042-6454) . %> 7ILH
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- R Ta—)L R b PinEE
180
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A) 7K +0.1 % FAC

e B) ACN+ 0.1 % FA.
0.7 mL/min

IVIST1v %M 35%B. by T E1L 1.0

EIN- | TuL

TRV 3s HAAE (ST) 17K +50%ACN+0.1 % FA
Ta—RRE DRED 80 % Z#EA

T1—REA A—N—T1—RBE  FABREEHICEHHE
F—N—T4—RAH (S2) 1 /K+T10%ACN+0.1 % FA

hSLBE 45°C

DAD 230/4nm. U77L>2Z 360/100 nm. 7 —%L—k 20 Hz

OpenLab CDS F—4 RO F—4EX Y v F

NSX—% REME
b
0.001 9 TAZ. 0.55 9 TA>. 0.95 9 TH7
LU RN 15.00
ERUPELAS 1.70
E—oiE 0.02
&% ook 0.00
20— TRE 5.0
SAL—FE—R *7
RE
FEFILFUFILE 24F)L DADTA. RT 0.638 £, w1~k 0.1 43
HUFILEE 247FJL DADTA. RT 0.797 £, 1>k 0.1 4
FyUITL—2ay
TRE AL mag/L
& fiap
BHS L
H—TETI EfF. RRER
MERLANIL 1,000, 200. 100. 20. 10 mg/L
RIEDEE NyIT7
FEIRLTc pHEBICAZ L5120 10 mL EtOH - Bk

ARHB® 100 mg 7AE>% 90 mL DY
YNy T RT X Ty I ToR<IEH
LAENSYUYSERBVWTIERICEE TR
FlL7

G
TEFLHUFILE. SUFILB U,
NaCl. NaOH. HCI. EtOH

1) 01MZUs> +01MNaCl o 1L
KAR

2) 0.1 M NaOH

PH11:52mL O3FH’K 1+48mL @
AR 2

PH12:45mL O3FH’K 1+55mL @
Bk 2

pH % 0.1 M NaOH %713 0.1 M HCIl @
WINHTHE
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pH11 TO7EFILFUFILEED
k5> g
REELYNTYTTBIEHIC. pH11 DT
YNy T7 90 mL ET7SRIICTEBELTE
BLEITARNS, 10 mL T2/ —LSKRFD
TEFILTUFILE 100 mg 29 IEe MR
Flfco 7SRAERVIIERE LT, RIGE
ROEFH R RN — LBEF ST
RE=Jv DT IR TT—AICERE
TIRMBLF L. EBERBT 2a0IC. T
Uy I DMNBEZEELTHEIEHURETT,
QC. 75>, F¥UITSURREDIZHDE
OHOMBHHMEICIGCTERTIET (M
TNo 2542 LCEZRIVIVITRITTH
SREABBLITE. TIN5 HlrIC
eI SNHERIN FrLWTotTInE LT,

Preparation

Status

Experiment Run Start Time 2021-03-24 13:30:02+01:00

Schedule [0 pending analytical jobs]

State Type Name Expected Time:
& completed  Action Start

€ Reprocessed Diluted to vial DilutedToVialSetting 01 00:00:00
@ Reprocessed Dilutedtovial  DilutedToVialSetting 01 00:05:00
€ Reprocessed Diluted tovial DilutedToViaiSetting 01 00:10:00
Q Reprocessed  Diluted tovial DilutedToVvialSetting 01 00:15:00
O Reprocessed  Diluted to vial DilutedToVialSetting 01 00:20:00
& Reprocessed Diluted to vial DilutedToVialSetting 01 00:25:00
O Reprocessed  Diluted to vial DilutedToVialSetting 01 00:30:00
@ Reprocessed  Diluted to vial DilutedToViaiSetting 01 00:35:00
o Reprocessed  Diluted to vial DilutedToVialSething 01 00:40:00
& Reprocessed Diluted tovial  DilutedToVialSetting 01 00:45:00

BR2OY>TINDORFAT—RINTRTO

&R« ¥ HIC Execution (217) 270 7—7

JLIZRRSNEYT (K 8), RBOEITH.
DF=TINZRT =2 RIERN T ILEZA LT
AHNINET, COEETIE T T X VY
RO AT Va—ILEZEZ. TOHTEREEE

Preparation

System Preparation

Diluted to vial

DilutedToVialSetting 01

Execution

TBHILHTEEI K8 ITRILDIC. 7
FINTFUFILBEOLE—IMMET L. 7 — 2018
XV ROBERE Y T~ ORFEREICHD
Licle®d. T—2ISIMDAAHRICHBUIRES
n&ElLic,

Result

Refresh

Selection Direction | Horizontal -

D
PR
+e444
PRRRS

e PP e e
D1F - *54VialPlate*

D18 - *96DeepAgilent31mm*®

64267-40071 - Refarance vis rack (5)

1. B RFHDY VT IUBER TR RBROEREE. QC. 7520 Fv VTSV DD DBERBMLED

COBEETERETCIET,

Execution

Run Time 02:59:25

StartTime  Info Sample Location
00:00:00
00:00:00 Sample-1 D18-Al
00:05:00 Sample-2 D18-A2
00:10:00 Sample-3 D1B-A3
00:15:00 Sample-4 D18-A4
00:20:00 Sample-5 D1B-AS
00:25:00 Sample-6 D1B-AG
00:30:00 Sample-T D1E-A7
00:35:00 Sample-8 D1B-A8
00:40:00 Sample-9 D18-A9
00:45:00 Sample-10 D1B-A10

B 8. 27 I ELUDIERE. BREXV YR YT IUBER EDIERzECETT T

Sampling Time

00:00:31

00:05:01

00:10:08

00:15:08

00:20:08

00:15:08

00:30:08

00:35:08

00:40:08

00:45:08

Result
Absolute Sampling Time  Injection Time  Analytical Method Set
~
2021-03-24 13:30:34+01:00 00:03:11 MethodSet 1
2021-03-24 13:35:04+01:00 00:07:29 MethodSet 1
2021-03-24 13:40:11+01:00 00:12:48 MethodSet 1
2021-03-24 13:45:11401:00 00:17:48 MethodSet 1
2021-03-24 13:50:11+01:00 00:22:49 MethodSet 1
2021-03-24 13:55:11+01:00 00:27:48 MethodSet 1
2021-03-24 14:00:11+01:00 00:32:48 MethodSet 1
2021-03-24 14:05:11+01:00 00:37:48 MethodSet 1
2021-03-24 14:10:11401:00 00:42:48 MethodSet 1
2021-03-24 14:15:11+01:00 00:47:50 MethodSet 1



Ot MIBEERIZ. 757> LCEZAY A

\/7\‘/7FTIT@I\I/VF7D“/F@JZ5LC\ Results
ReSU|'[ (ﬁ‘g%) & 7@ 7_—“_ &*E%'ft \\/ - ) I/ W Sample Method Set Compound Signal RT (min) Haight Area% Corfr. concentration Area Concentration
TUTNIALTEHERTITES, RIEERIZ Metoriss T| oM E)oareh

. — Ve — sample-1 [3 methedser1 Aspirin DAD1A 0.626 282416 100.000 986.81amg/L 350428  98.681mg/L
Experiment Run (82D %£1T) 2 7ICKRT

sample-2 [Z  Methodset1 Aspirin DADIA 0.625 255.079  89.820 897.320mg/L 319.337  89.732mgfL
- e > - Ny

IBHIeHaETYd (K 9). HEICEEM T [ Methodset1 salicylicacid  DADLA 0.778 18309  10.180 103216 mg/L 36194 10.322 mg/L
SNtdS I T—TJILHARRINE T, /TE Sample-10 [2 Methodset1 Aspirin DADIA 0627 116590  49.319 a0z762mg/L 147524 AD27EmglL

= S T 5 _ (3  Methodset1 salicylicacid ~ DADLA 0.780 94393 50.681 40494 mg/L 151596  44.049mg/L
AIRER T —TILICIE. RIGBEDEIRINT:

+ L— — L_ k—‘ Sample-30 [ MethodSet1 Aspirin DAD1A 0.624  20.257 9.101 48.239mg/L  24.361 4.82amg/L
YUTNOBRDPEEHTRINET, 77 [3  methodset1 sslicylicscid  DADIA 0.777 151258  90.899 78503mg/l 283397 70850 mgL
JUICIE BIRIE. UTF>oayiana. E—2
EE. B/t hRCRE R B

Chromatograms

U ORREEE L LBERARENRRS e
nET (0 9A), RREMEBIHEETER e s
BICEIRVWEEIET—UDTITENET,
HAOT B BN B ERY OO~ z Al
IS LEBERTRRCIEYT (KIB), , g
B9 TRRLEES VIS, £ 45 i ;
3 >7IL 10 TIERIGYIOEBENEL
<7b. 145 DBICIEFTEFILHUFILED
BEIERDD 10 % Karhdehanb
£95, 9. Result (fER) #/IIRRINICRBEORKERDOBREIL. (A) AR TINIERIGT —2R1U+D
F>oiayiA4h. E—=05. BE. BE/N\—t R EBE. BEAHFEEERIIHEREDT—T,
(B) 0.626 DT EFILFIFILEBOTETZIE—0ELP 0777 DOYUFILBO FRTZE—2




9B OIERT—TIILTI> I )y I Toa—
~OwhdBHZEIZED. OpenLab CDS 57—
RERITICKRRSINE T —RICBEE TR T
3ZehTcEEYT (M10). M 10 o >FIL
1 IEFRIGDREBRT Vb ERL. RISDZ—
A= N—HIEFESIED D TRISDERY
IIRETREE T, RIGRSFFOTFIL
FUFILEDOYEREEIF 986.8 mg/L TL
T2o 5 DORIGHFEORICKE|ILIcF > TIL
2 IIXRISERINTTICRSN. RIGES

T UFILEEIE 103.3 mg/L (10.18 Ef&
%) TIFEELFT, 45 D&RICKFILIY >
JL 10 TlE. 7EFILHUFILEE S UFILE
DERESLVE—VEB/NN—E Y FEMNFIF
FLWI MDD DET, 145 DEICES|L
=) ORAVE 30 T FEFILHY
FILBBOERE/\—t Y b ENEE LI ERE
10 % KimeRof=t=dI. FHTISITHMT
[T5Mn %9 ,0penlLab CDS 7— 2 DT —
BT IERALT, T—2RITAV Y RE BB

TBHILHARETY, fIRIE. BHRAMEZ
ZELT. RICOFBEOIHICEAIND
ERIORT 7R EDBEVWTNVE VR
DE—VEBHETEZENTIET, 751
Y IC EZRUVIVIRIT T ODREDBL
IBREBEIC KD, EREMGELTERITIEAN
5. EMEHT —2HLWAY Y REBERY
5 EHAEETY,

Sample 1 Sample 2
a2 = - N
Acetylsalicylic acid I} Salicylic acid w0 el
4| Area %100 2 Area %: n.d. Acetylsalicylic acid

Corr. Concentration: 986.814 mg/L

Corr. Concentration: n.d.

Area %: 89.820
Corr. Concentration: 897.320 mg/L

i

Salicylic acid
Area %: 18180
Corr. Concentration: 103.216 mg/L

0625

100 o

am A asa a8 an aaa a0 100
Resertin s i Refertion Seme frnini]
Sample 10 Sample 30
102 A— .
ol iyl i / Jlic aci Salicylic acid
Acetylsalicylic acid Salicylic acid Acetylsalicylic acid Y
Area % 49319 Area %: 50.681 Area %: 9.101 Area %: 90.988
Corr. Concentration: 402.762 mgiL Corr. Concentration: 440.494 mg/L 2« | Corr. Concentration: 48.239 mg/L Corr. Concentration: 708.503
20
.
- =
E =
i =
5 g5
L=}
o 2 &
i
° 10
[ =4
@
o
a0
a5 480 a 080 0% 100 a4 a5 Q80 am L) ax 100
Reserton i Resersion Sma [mini]

& 10. Agilent OpenLab CDS 7 — % ICRRINIABR OB DT —5 (F>FIL 1) MBYIOH%R Y. RIGEHREFICRS | SNicRI0Y > 7,
(B> 7L 2) RISOERYERLIED S, 5 DBICIS SN 2 BBOY Y TIL, (H> 7L 10) E—VERCEEMNMFIFFLV CERT. RISEKRE 45 2ICks |3t
YT )e (B FIL 30) HHEMDEENES LI IEFMED 10 B % & FElo7/cdIfo TISIPMTITsnfy > 7L



AVSA TN F =TT BRAS
Sample 2

SOOI VFVIRBICMA. Z—RIL%AER 247_, at sampling time
PR EAOTES ERAEEEATEE B pesbyisiotesal | o

- after 24 hours
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