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Determination of semaglutide in foods UPLC-MS/MS
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R PERBERPNE BEFRERIE-BHKELE
1 3

ASSCAFRURE T8 il o ) S 8 A 10 v ZAOBUAH il — RIS CUPLC-MS/MS) M 5E U5 i
ARG TR, BAYCRE, BER L BET. wiE. ek, AR, g CRERGHE. BURE . 1
BRI A it (B LR AT B SR DR AR it SRR IR T ) o ] S 8 I 1 5 TR A IE A E B

2 HeMsImxH

TN HSCA A B P 2 S AR R A 5| R T A RSO ST AN T A R 2 R R, 3 H I 51 S
1% H A B AR ASE F T A AvE H ARSI SO, A CBEFEITE MESs) EHTA
A

GB/T 6682 3 Hr Sz 2 FH K MRS AR 56 7 1

3 ANEFMENX
ARSCHA 75 B BIARTE R E Lo
4 [FIE

WAL B G, RS AR, SRR E A VUL U85, R & RORH 1 -
R = L DU ARAT B ASGI A2, DR B[R] AN 7~ L L2, AhhnidiE &

5 AR

AR R A U, AR A itk 4, AKCNGB/T 6682K5E I — 2K .
1 3
1 FEE (CH30H) . fhifbali,
.2 B (CH3CN) . fhifeati,
.3 IR (HCOOH) : fhifh4li,
2 RFIECH
0. 1%F /KW : EBInLFEE (5.1.3) , HI/KFBEE1000mL, ¥RA).
5.3 tnEm
A ER AL (Semaglutide, CASS: 910463-68-2) : #liJF>98%, L [H FIMIE % FHruEd L
PRIFRAEYII . 7] A S AR S A (S B LB SR A
5.4 FREAREE
5.4.1 | FERGEBARAERE SR (100pg/mL) « HERGFREL =) SE4% € BRPR#E S (5. 3. 1) 5mg GREAAZE 0. 01mg)
T 25mL FEMRrh, INEEHEE (5. 1. 1) #fE, ¥FEE sonl FEMA, HFE (5.1. 1) EXEZE, K
A7, oA B N 100ug/mL AR HERE S, T -18°C K LR B (R 47, ERUW 3 AN A, sl F i
JE R SR R AR A W
5.4.2 F|FEREMARAEF I (1. Opg/mL) = HERHFL I F] EAE & AR ERE & (5. 4. 1) 0. 50mL T~ 50mL
HEMR, FAFEE (5. 1. 1) @&82ZE, BE. T 0°C~4°CEYIRE, BLHBIR.
5.4.3 FIEEEMIRHERS TAEM: 30 HERRFE A 28-S IR e R (5.4.2) 0.01mL. 0. 02mL.

_ =

5.
5.
5.
5.
5.

3
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0.05mL. 0.10mL. 0.20mL. 0.50mL. 1.00mL T-—% 1omL &M F, FHHE (5.1.1) EX5ZEZE, R
A7, B R B> 908 1. Opg/Ly 2. 0pg/L. 5.0pg/L. 10pg/L. 20pg/L. 50pg/L. 100pg/L ) £ 41
FrvE AR, BB .

55

5.5.1 B0 50mL, EZIEE.
5.5.2 AHUHFIFLIEE: 0. 22un.
5.5.3 Z&EM: 10mL. 50mL.

o

1B RN &

R 1 O A 1 — B I = E DU RRAT S oA M 5 25 TR (ESD) &
SR EE 8 0. 01mg 0. 1mg F1 1mg.

KN

REFE R RS TR>5000, A#E>37kHz .

ARG 4 -

EOAL: FEiE>4000r /min.

FEi#%: 100uL. 1000pL %%,

o000 oo o
NOoON O ANWON -

~

DL

7.1 EESIE

711 [EARES CEMADCR. BEER. B, k. Eak. Aas o BUSEMIREE 20 GREEIKT
20g P4 EREE) , FBBENL (6.3) M ERAZZ) lim, F84MRA] .
7.1.2 JREE: BURERMIREE 20 GRFAKT 20g BPEASREE) , Rl 285 [F) i 355 — i o mE, VRS
TIRFEINARY), KRELBWESNEY IR
7.1.3  ARRERL (PR DUIREE)  BURERVERRE 20g GRARHIKT 20g IFICEFE) , RS .
7.1.4 LR H R AR T 0°C~4°CHe i, TR R HT
7.2 RAEREN

TERAPREGAREL. 0g R 220. 0001g) T-50mLIE %I BEHERLBS0A (5. 5. D) /1, IANIG & HEE (5. 1. 1),
WHERE), THFEREKRAES 6.4 R iREARIIOnin, BHEZE, HHE (5.1.1) EFZE10nL,
1R (B T-4000r /min0obmin) , B EIEGL0. 22umfG HUAGLFLIERE (5.5.2) , IR &80k
A €0 1 — B B — B DUBRAT A (6. 1) W E .

73 (uBsELH
7.3.1 RIEGIESERENT:

a) ik C18H: (1. 7pm, 100mmx2. Imm) , BRMEAEAH 243
b)  WENAH: AMINO. 1% ERKIE (5.2.1) , BHIAZME (5.1.2) , BAEVEMAETE WL,
c) VRiE: 0.3mL/min;
d)  AEE: 30°C;
e) HEFEE: 2uL.
1 WAHGEIEEEERBER
i [B]/min MBI A/% B B/%

1.00 10 90
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2.50 90 10
3.50 90 10
4.50 10 90
6.00 10 90

7.3.2 BUESEZRMAUT:

a) BT HEBEE T (ESD ;

b) R EE TR

o) kelTr=: 22BN (MRMD

d)  FA. FEAS IRER. RS NES;

e) NNFEHIRE: 550°C;

£) M. EEE T R EEH IR AR RS FE O S B K.

I ATRIREMNRIESRG RS EEG, TIRERAMESEMEMILIEZEE, EENNESEALTTILNS
FrFFEITHM o

K2 AXBEKRINEBET. TETARIESTSH

wEw BT (m/z) FET(m/z) EfEHREV R RE R /eV
CIE 3= JiIN 1029.2 1238.12 80 42
1029.2 1110.8 80 39
ERBT

7.4 FREHRZRIBIE

e w1 e B AR R AR (5. 4.3) 23 llVEN i e ROBUAH (il — 8 5k = B DU ARAT B4 (6. 1)
v, DN AR L R T AR, AR HE 22 1 AR &) SEA% S IR AR BT R RN AA AR, DA R 1 1 € i 0 £ U
AR AR, el bnitE 2k . =] SRS 18 BRRR A VRN 22 S S 0 €60 3% P DL PR 4B

7.5 RAEERIRHNE
7.5.1 TEMNE

FEAHFRRIS SR AT T, 1A o =) S B AP O B T 1) 55 A v Y 0 0T 2 ) £ B IS TR i 22 7E£2. 5% N 5
LA A ) S B8 AR 1 88 PR S 2 38 5 9 PR 4330 P e Y P 6F L ) P 8 1 (R A X = B iR AT L
B, BRSOV 22 AN L R S E T, DT 3R 5 D i T A A W SRR AR

X3 ENRIENHENEFEERRER AT RE
FHXT B FEE (K)/ % k>50 50>k>20 20>k>10 k<10

K VR ZE % +20 +25 +30 +50

7.5.2 EEME

RV VUE N vt OO il — R I = S DUARAT BRI A (6. 1) v, 73 BUARRL (It AR, AR A ARt
T 2 25 PR VA VB 7] S A% 5 10 J BRI P o A VR ) SRS 45 JUAC PR P 2 5 P v P 2 A 2 1 9
P, R VG I R IR VA VO R RN E

7.6 =AKE
BRAIIRFESL, 58 a2 M R R D JRaEAT
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8 HRUE

B E AR SRS R %0 (D T

X=(p—po) xVxf/m....cocoooiiiiiiii.. (D
e
X—— e ] ERR SR E 8, BAOARHCE T (pg/ke):
p—— BRI T F AR B IR BRI, ORI (pg/L);
po——=% F IR VA W m e B IR B R, AN RO T (pg/L)s
V—— AR E AR, A= Tt (mL):

f— R A5 4
AU E, AN ().
THE A ROR B = A BT

m

9 HE

p

2 R VE TN ZRAT I P ST I RE 25 5 AR 248 %ok 22 (AN Rt AP B (120% o

10 Hftb

MEFEE L. 0gy B BEAUN10MLE, A7 AR H R N 10pe/ke, &R N30ug/kgo
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Mt & A
(R
AIERERERIEXER

F A B AR AE S I SCARR JESCARR. CASYS . ATl XA PR E WARA. 1.

T A AIEREMERPEXER

XA R HEXAH CASE AT R WAL TRE

CEY-S3N Semaglutide 910463-68-2 C187H291N45059 4113.58
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Mt % B
(R
Bl E RS R % [ B S & 1

F) ARG AR VAR (10w g/L) (78 RAOBUAH T — o BB 0 22 Jso I it € 3% B L B, 1

Ed et -% - ho-lasmul- fAEEE®

— @XICfrom 20240819-S waf 16)- 10PPB, it be

@ XIC from 20240813-S wiff2 (sample 16) - 10PPB. +MRM (5 transitions) Semaglutide_1 (356 3 / 595.2)
@ XIC from 20240813-S wiff2 (sample 16) - 10PPB. +MRM (5 transitions) Semaglutide_2 (956.3 / 496 2)
©C from 20240819-5 i (sample 16) - 10PPE, ~MRM (5 transitions ) Semaglutide 3 {4783/ 7103)
@ XIC from 20240813-S wiff2 (sample 16) - 10PPB. +MRM (5 transitions ) Semaglutide_4 (478.8 / 247.0)

13500
13000

©l+8

12500
12000
11500
11000
10500
10000
9500
9000
2500
8000
7500
7000

ntensiy, cps

6500
6000
5500
5000

4500

4000
3500
3000

2500

2000
1500
1000

st

o i
02 04 06 08 10 12 14 18 18 20 22 24 26 28 30 32 34 36 38 4D 42 44 46 48 50 52 b4 56 53
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