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Gas Chromatograph Mass Spectrometer GCMS-QP 2020 NX
GC-MS ‘FASST ZEE 0|23t A3 o &
Ethylene Glycol 2 Diethylene Glycol A3 2|'d
No. 04-AD-0283-ENK (Part1- QI=Li|A|OF BPOM %'&)

Screening of Ethylene Glycol and Diethylene Glycol in Medical Syrup by GCMS with
FASST mode (Part1- as per Indonesian BPOM Method)

A EE ERIE

¢ GCMS-QP2020 NX 24 FH|o| AF2|d BME 2ot T4 AZM It
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OeFEo| BfetN QU2 X|HHQI ANE XRefe +~ UL oE E2XMoj= Shimadzu GCMS-QP2020 NX 2F AOC-20i+s Plus
=0{, QlzUAjotoflM= Al 2fel Ethylene glycol(EG) X ANSTUYKIE AFESIUCHI™Y 1). B4 ZHO| M AlE2
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Propylene glycol, Glycerol % Sorbitol2 YHIHOZ A|H
Okl A EH|2 AIREIC) O] 2RSS HEHs = oA AHo| OO|E ZRIE E S53{F7] QI6iA, A2M 3 SIMe| O|HIE
Sol= & JiMeteE] 20| ECh w3 2ol oo Yy A2 22102, 0122 HEAZ.
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Ethylene glycol(EG) 2t Diethylene glycol(DEG) 2 & 2
QEICE, Kt 4 1 SO EG 3 DEGR QI8 Al ofo] e 51 GOMs A £
2 AtHo| EE|ICH). EGRL DEGE REUXNCZ HF[oHH

E JE MAb Him 25 S5 oAl X0, AFIO| 0|2 AIE Flow Control Mode Constant Flow
2A0| HHAHEE & QIC} Column Flow Rate 0.65 mL/min

Injection Mode Split (Split Ratio = 20)

2 S A E{0fA Shimadzu GCMS-QP2020 NXE ALg35}0] injsction/PoreTemp: 250°¢

A2 oFO|AM EG 4! DEGE AlWdtn X2k} st= HiHeS Injection Volume 1 uL
AT DX} SICE Fast Automated Scan/SIM Type(FASST) CanmienGas Helium
BEE AMESH 2ME2 TIRlstH, 0| HE= Ty = LHo|AM SH-PolarWax column with 5 m
Hatst A= ol M2 Q| 2} SIM(Selected lon Column integrated guard column (30 m long,

A BE
. . " 0.25 mm I.D., 0.25 um film thickness
Monitoring) 2 E9| 91 252 JHs6HA| SiCt, pm film thi )

Initial Temp 100 °C (hold for 1 min)
-Increase to 130 °C with a rate of
10 °C/min (hold 7 min)

Column Oven Temp. )
-Increase to 240 °C with a rate of

Program - !
20 °C/min (hold 3 min)
-Increase to 250 °C with a rate of
20 °C/min (hold 3 min)
lon Source Temp. 230°C
Interface Temp. 240°C
Acquisition Mode FASST (Scan/SIM)
Event Time (sec) %3355@2:00'12
Scan m/z Range 29 to 400 amu
EG: 31 (target ion)
33 and 62 (reference ions)
SIM lons

DEG: 45 (targetion)
1211, Shimadzu GCMS-QP2020 NX with AOC-20i+s Plus 75 and 31 (reference ions)
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uL uL
1 6 30 12 60
2 8 40 16 80
3 10 50 20 100
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5 14 70 28 140
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AlE o HIEA 20| EESES HED g2 FQ(r=10) Y
Zat= B 30 LIEFYCEH 6 ppm EG % 12 ppm DEGO]| CHal
2211 %,2 % 2| s Bt=d(% RSD)O| 20N &2 HAUZE
HAACEH EG(118 % ~ 123 %), DEG(103 % ~ 109 %) 250
CHelf &St % 3|48 2t VUL EG 6 ppm(22! 3c), DEG
12 ppm(3 & 3d)9] M2t d53HoE TIYEUL,
LoQ(EEeHA)E Al= of FSHI(S/N) HIE0| 200 0|4 22
ALt
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BHEE|QI T, 0] = M| 3= 212F EGR} DEGO| SHEStCY

U

Day1 Day2
«. Ethylene Glycol ... Diethylene Glycol Ethylene Glycol .. Diethylene Glycol
o000} 2a J— 2b 250000 2c 1250000 «
200000 1000000 00003 1000000
150000 750000 150000 750000
100000 500000 1000003 500000}
50000 2500004 50000 2500001
0o 75 50 75 100 125 Conc 00 50 100 150 200 250 Conc 00 25 50 75 100 125 Conc 00 50 100 180 200 250 Conc
Y =20112.4X - 2309.4 Y = 48757.9X + 42618.4 Y =19208.7X - 3480.4 Y = 48587.57X - 18865.9
R2=0.9990758 R?=0.9991613 R?=0.9991453 R? =0.9985076
R =0.9995378 R = 0.9995806 R =0.9995725 R =0.9992535
72| 2a-d.EGS} DEG HHZM
3a 3b 3c 3d
(x1.000) (1000000} (x10,000) L:i 000,000)
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2251 m/z33 o m/z75 1 m/z33 2] m/z75
0 m/z62 N m/z 31 m/z62 m/z31
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] ::
0507 o] 0.254 01
0251
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3% 3c-d. Al 2f HIZHA|20]| 6 ppm EG 2t 12 ppm DEGE Fgt
MEQ| SIM A I20EDH
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I 3. HIZHA 200 6 ppm EG 2} 12 ppm DEG A4Z0| b= 4(n=10) & 8|48 BPOM =AMollM & =+ ARO[, SIM Z 2t S ol
At 8t EGE my/z 31 & Target ion@ 2 8311 my/z 33
N EG 4| 4 DEG 4 |%Recovery [%Recovery 2t 622 Reference ionQ 2 HBIQICt. HHHO|, DEGE m/z 45
Injection e;::';cr:‘e %ic: EG DEG Target ion©& M8t 1, m/z 75 and 312 Reference
iono 2 XMaloick Tzl L A|21 OF H}EFA =z=s
1 7.08709 | 13.07627 118% 109% lonS= FoAULE. IY Sa-b = AlF of HIYA=0| BESS
Flot MEo| Aak IZNLETIZMDE NIST 2020 libraryol|A
2 7.24933 | 12.75458 |  121% 106% <lot b o1 C o
Lt2 22 I20EIMS LIEHHR! T, EGRt DEGE Library
0, 0,
3 740088 | 12.76441 | 123% 106% 2710} QAP K| 47} 90, 930 2 .2 SANYS HOJEL},
4 7.30253 12.45931 122% 104%
4a TIC(Scan) 4b TIC(Scan)
5 7.32590 12.47512 122% 104% m/z31(SIM) my/z 45(SIM)
6 7.32913 12.57976 122% 105%
7 7.28901 12.60053 121% 105%
8 7.30924 12.54618 122% 105%
9 7.18782 12.31182 120% 103%
10 721388 | 12.38494 120% 103% L//
Std. Dev. | 0.09001963 | 0.22249365 ,/_ﬁ//
Average | 7.270381 12.595292 J
[ () 0, T T T T T
%RSD 1.24% 1.77% 9‘0 150 160
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U= 10 mL BIO| Z2tAIR RZCH 1 5, 3|ME 5328 58 %RSDI} BHEEZ|QUCEH B 4 2 H 5 O|A] BHEE Anpo| =2
5ot Xxem Xa|stm EA|MIIX| xn%q a3 e gl&,E,_I FLEZ= B 32 Zofet 0 A O AMEd W HIUT
2SS 045 pm PTFE MEHQl TUEHE =3 ofDpeiLCt HAEE 9I6H o2 Mol Z2H™ S48 2t 2.22 %0l|A 3.92 %
Ojatel MEZS GCMS EXM0] =1 Ak9~0|-°1lik Atoje| Mot ~F o HAUZE HICt

ME AL HE BolA HEE EG 2t DEG Y
B 4%t # 5= ME A, B 24 ZutE 293t 210|CL ME AQ
AL, 7.18 ppm2| EG(avg n=4)7t ZEE|QUCE M2t ME
|

AOl| ZXH5H= EG2} DEGS| &2 §|MHHAE S m 0.07
mg/mL01| H”°H1k MZ Bo| H2, 10.20 ppm2| EG(avg
n=4) 2t E| ALt , Ol&2| DEG(LOQ O] 2t) 3t
HERA '11| Ol= 0| MZ0|M DEGO| CHSH %o UY s
HoAES HYSICE matM, slMui+E T2t = ME Boj

ZE1l5H= EG % DEG 52| &2 0.11 mg/mL 0|3t O|C},
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B4 A7 o ME AEGR DEG 2E Dt Qo
EGdetected AVgEG DEG AvgDEG (EG+DEG)/
Day detected %RSD Day detected detected %RSD
/ppm (mg/mL)
/ppm(n=2) /ppm /ppm(n=2)
1 7.17694 7277225 195% 1 ND ND \D 0.07
1 7.37751 1 ND 0.07
2 6.98670 7084415 1.95% 2 ND \D \D 0.07
2 7.18213 2 ND 0.07
AvgEG 718082 AvgDEG ND AvgSum 0.07
n=4 ’ n=4 n=4 ’
Intermediate 2.22% Intermediate
Precision Precision ND EG A&
JEPVE-1 M HEL|X| ore
I ol Bainn - ST 2 DEGE MZ AolM HEEX| g4
H5.AIF & ME BEGRH DEG 2E 22t 29
DEG AvgDEG
AvgEG
Day EG (j::)?gted detgcted %RSD Day detected detecte_d %RSD (I(EnG’];?rEE))/
/ppm(n=2) /ppm /ppm(n=2)
L 10.54466 | 10 54558 0.01% L 0.51743 1 o 53152 3.75% 0.1
1 10.54650 1 0.54561 0.11
2 9.79652 2 1.48060 0.11
9.857925 0.88% 1.49213 1.09%
2 9.91933 ° 2 1.50365 ° 0.11
AVgEG 10.20175 AvgDEG 1.0118225 Avgsum 0.11
n=4 n=4 n=4
Interm.e.dlate 3.92% Inte;g;(iilg;c]e 54.83%
Precision EGH&
MEE 0t qug = B DEGE HEE[LI ME BOA LOQ OJ6I2 HE
E6.44Z AOlM HEE ALK0|3 EG U DEGRF ME BOIM HEEI ALO|3 DEG 241 Zat
Sample A Sample B
Amount of spkied EG Amount of spiked DEG Amount of spiked DEG
detected / ppm IR detected / ppm e detected / ppm 2o REERE
4.405055 110 % 23.93676 120 % 23.24588 116 %
4.705645 118 % 24.05775 120 % 23.23355 116 %
3.144905 79 % 24.74546 124 % 24.36432 122 %
3.225340 81 % 25.07093 125 % 22.95413 115 %
AE ME AEGS % 3|82 79 % ~ 118 % 12|11 DEG= X StefE9 YEE |XGHHAM YeX|X| ¢f2 2y o238
120 % ~ 125 %O|Ct. A|& MZ Bo| H#Q DEGO| CHSH % AH35t= FASST ZE 249 0o/H2 0 M Z
382 115 %~ 122 % OS2 EE|QUCH o|4HOl USEIAULCE
FEEOAM 2 B0 212 BHER|A S0 iZ0|RUCE. O] 24
BHHOA ME0| GCMS A|AHIY FUZD]| © Z|ATHO| ME HIAHEE Ol Ko
=H| apHOLS Hx|7| o2 AFE| HIOICH ODjEZIA-OfX
S e I o = MEZo| mEE CHZE 22 HEE ¥e MY AN I
EMYS BA 522 WAL AOR OIYEH, FAEH G5O = ARSICT
£01|M ofofl Chsli AmE Z0|C}. ee = e
y=ax+c
SXHIEZIA0|MFASSTHH
= k=Xe} =
2] 6a-bot 12 Ta-ce FASST ZEE AFRSI01 212t M= A where  x=EG RS DEG % (ppm)
9 MZ Bo TIC ¥ MY IROEIMS LIEPYCH ME y= iCI:/ISE%Oﬂ 22 HAg
- o
AOIN EGYl HZEIUD, ME BolAE EGSt DEGYI 2% a= d8=47127]
ASE|UCH ME AOM EG m3Q HREE AZH0] 8.760 c=2H
201X 9.025 222 0|sst= 20| 2HEE(UCH (O™ 6a-b).
Ol ME A BHERA0N HHo|| 2HESIF Al HOjeh X£7) Al 2f9| EG+DEG (mg/mL) YA CHS 4|02 H|LHiTt:

82| 03(13 6a) HZOI2UCE FASST 24 BES ASHY|
TH20f o4 DIRE AIRH0| HIZEIA S0 BT61T EGE 00|
52 MRITO| SAUNE YL FASST 24| BEO| A% BE
CIOIEIS AMZBI0] EG 250 B2 DXl Hrfst M) T3k
NIST 2020 2f0|=i2{2] S0l 23} 979| £ RAM K|28 HO|=
m2WAZ2Z2 APEEIC

where

(EG+DEG) = x-F/1000

x = EGRIDEG 5=

F=23] by

st
=

(ppm)




(x10,000,000)

6a > 1:TIC (1.00) 1:TIC (1.00)
2:31.00(50.00) 2:45,00 (50.00)

Propylene glycol

T T T
6.0 7.0 8.0 90 100 T 120 130 14.0 50—
~

\ ~
AN S 6b Ethylene m/z31
N SN glycol myz33
\ - m/z62

O 6a-b. E AQ TIC ! EH I20OIEI(EG % DEG BE 0|=2)2t EG? AEE = I 20rEIR(SIM)
(x1,000,000)

7a 70 31:Tic (1.00) 1TIC(100)
2:31.00 (50.00) 2:45.00(50.00)

6.0

504

404

3.04

_ I
6.‘0 7.b 8,‘0 QB TC:,O 1 '\'0 ~~ \130 13‘,0 M‘.O 1 ',O ‘\6‘. ) '\7‘.0 18‘.0 19‘.0 i ZdO 21‘0 ZZ‘,O
\ N S~ o :
\ \
\ 70 Ethylene m/z31 (O m/z45
\ glycol m/z33 \ m/z75
\ m/z62 m/z31

Diethylene
glycol

\ 875 900 925

I3 7a-c HE B TICH 2 S20IEI(EG & DEG Y 0|2) 2t EGREDEG g7 0|20] AEE =it S20FEI(SIM)

HAMO| D1 =2 MZo| HQ sts 2HIZ HeshH 27|= n 22
20| HBHHY 4 QIC} 0 AL Al MEo| UEE KX FHOIStH QS A of M| 2 QIS [ ZEO| 3 S WX|SHAH
[te 82 MZo| ¢S Mot AzsHof sict & Mufas A2t ZA ma|of AXE0{of B 2 LAY EO A
ChS2t 20| AH|4Atsto{oF St : Shimadzu GCMS-QP2020 NX&= Q= {|A|0f BPOM o
w2t 2| A3to| A|2 ZH|2 CI2 T JbX| HEZIAQI A ot
F=p- Vt/Wt EGRl DEGE &2 UZo =2 Mtz 2 A% & 4 Qlct
where F= 3M Hi4 D WAlo] BhHs X|ASto| MZab ALREYUD, IIEZA
0 = AlZ ofe| UE (g/mL) HIHZ QIeH HMTISt % 3|48S U=r| IXCE O] WHES MZ
=STE DHEZ|AD} CIE CHUSH AMZof CHa MMM AL
-3 S X o . o
Vt= 24 % F L0 (mL) EHIAESH=G| MEFsHX|ot Mk Atjo| ZA pta| AEAloj| Cist
Wt = Al 2o 27 (q) AUABE MotT 97 AISIS EEGHX| 28 4 UL 2 A E
ME20|M HEZIA OjX| BAMHS ARSI A7 22X 2
ME eI} Qlots HESH HIIE Her| 02{20| Qs EQ s Zs17| ok Wz | A 0| JHE 2o|ct
8| AH|4 = CS T} 20| H|ARsHof SHCE
F= Vt/V1
where F=3|AM b4
Vt = 3| & £ 21| (mL)
V1 = A ofo| 11| (mL)
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