ICS 67.050
CCS B 50

T/GXNS
7 th t7 #

T/GXNS XXXX—XXXX

JE il D12 o 230 B2 R4 R RV AR M AR RSB
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7.

Il

it

ASCAFHZIGB/T 1.1—2020 (FrEAb TAESN 2818853 AR SO R AT S ND RLE
LR
THE R A A I A B AT REW S TR e ARSI R R AT U AS AR AR % R 5T AE
ARSCAE TP R B R XA REER FEBER . F IR B .
AR AL TR B 6 XA B TR .
A EEGRFEN: GREL REFE. it B DA, wOLIE. PR RIE. &L, K
L mE.
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2 DU o 2 3R % S B A 3 AR LS

1 SEH

AARHERE T 1] DI 1 2- 20 Jk-3- FH IR DK e FE 4, 5-F] bk (1Q)  2-2 23,4~ — FH L -IK M 3 [4,5-1]-
WMk (MelQ) « 2-Z8FE-1-F1 Fk-6- 28 FEBK I 31 [4,5-b]-MkiE  (PhIP) . 2-%27E-3,8- - FH -k 3 [4,5-1]-
WEEI (8-MelQx) « 3-ZJk-1, 4-—FIJE-SH-MERE HF[4,3-b]WI% (Trp-P-1) | 3-Z(Jk-1-FE-SH-MERE I
[4,3-b]M5| W& (Trp-P-2) \ 2-Z4H:-9H-MLIE FF[2,3-b]M5| W (AaC) H12-28 £5-3- H HL-9H-MLIE FF[2,3-b] M| Wk
(MeAoaC) FL8FhH WA PR (1 AH € 1% - 15/ o 15 I 7 792

APRAEE ] FREH] D128 CHG. B %) F1Q. MelQ. PhIP. 8-MelQx. Trp-P-1. Trp-P-2, AaC
FMeAaCHIM5E o

2 MeMsIAxXH

AN SCAE R R P S8 I SR P ETE 1 5 ) R T RS AR SO DA AN AT D 1 2Rk e, v H B RS 51 S,
0% H X0 B I RRCA TE T AR AR HIAM S SO, HBoH A (BFEIE s e EH A
A

GB/T 6682 43 #5256 % FH 7K FUA% At 56 7y v2:

3 [RIE

BURER I S A BB R A, [ A AE O L, VRORH 0 - R IR BRI, AR E &

4 AR
BRSPS AHTAL, Ky GBIT 66820 14K
AR R

41 ERBR

4.1.1 A 4iE>97%
4.1.2 CLFR%:: 2iE>98%.

4.1.3 WiEE: @ik,

4.1.4 FAE: 4iE>97%.

4.1.5 Cfif: k.

4.1.6 L. ik,

4.1.7 Wk By,

4.1.8 FHFLIEME: 0.22 um, HHLR
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4.2 AFIBCH
4.2.1 FEAINEI (40 gL)  FREVESEAN 40.0 g, FIKIEMIFERZ 1 L.
4.2.2 FEMBER (4g/L) : BE 40 gL EAMPNEWR (3.2.1) 50 mL, JAK 450 mL, JBEI55].

4.2.3 40 g/L EEMN-FELRA I (70430, AR - EH 40 g/L EAMNEM 70 mL, IIAH
¥ 30 mL, BAIE.

4.2.4 4g/L FEMN-FEEREVEMR (45+55, BFL) « &EE 4 o/L EAMNEWR 45 mL, 0 EE
55mL, JB&HA.

4.2.5 ZFE-TEWIRIREESEW (10490, AFREL) - EEZEE 10 mL, JIA & W 90 mL, JEEH
57,

4.2.6 5%ZME: BEEZE SmL, IIAZK 95 mL, JB&IA].

4.2.7 LIR-CFREMW: PRI 1.155 g, /K 450 mL %@, HZERIH pH 2 5.0+ 0.5, fI/K
EAFE 500 mL.

4.2.8 ZREMI-CHEIRAER(S0+50, KIS ED « BENAR- LRSI (3.2.7) 50 mL, JIA
2 50 mL, JREIHIA].

4.3 frfEm: WMIFEA
4.3.1 WHRFRUHEY R norharman-d7. MelQx-d3, 4% KT 97%.
4.4 KREARECH

4.4.1 FIRREARMEAE ST # 1Q. MelQ. PhIP. 8-MelQx. Trp-P-1. Trp-P-2, AaC fl MeAaC, 4
S EE (1000 pg/mL) PR N 1.0 mg/L HIFRAERE &, -18°CBEYIRATE, AR 1A,

4.4.2 IRAPMETAEMR: HAIIMHE (& 0.05%F IR/ MM 1 mmol/L ZBR%:, 95/5, viv) Hrffil %k
N 0.2, 0.5, 1.05 2.0, 5.0, 10, 20. 50. 100, 200. 500 pg/L (KR EHrE TAEER . FTA IR &bk
TAEHWEA 20 ug/L MelQx-d3 F1 norharman-d7 WHR, BAECELHA -

5 NFE5EE

5.1 VRURH R S E DU BRI 1 PO PRS2 B U
5.2 M RPUREHN 0.0l mg. 1 mg.

5.3 pHil&EHN 0.01.

5.4 EEEOHL, FIEALT 10 000 r/min.

5.5 ZIRAX.

5.6 [FFHZEEURE .

5.7 ¥JJFids.

5.8 JiEniRkYat.
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5.9 0.22 um KUH LM (PTFE) it jE#%.
5.10 ik ACQUITY UPLC HSS T3(100 mm x 2.1 mm, 1.8 pm).

M ARSI A B S, AR H R, SR 2 AN ] RN R G A
6 LR

6.1 KR
Prif DK R, B ULEE) SfEHE, BUATEEsy, MRS, ARid)E-18 CCAERRTT .
6.2 IRNEALIE

HEMFREL2 ¢ O3 3)0.01 g 150 mLAs 25 55O E H, IIANEE NS TIER (4.4.2) , JA40 g/L
SEANA-FERA K10 mL, BIPURS . B RS RE A5 5 28 Be i % = 50, 1710 000
r/min 015 min, W FEER.

Hik: [EAHRERORE AR O B3 mL /K3 mLiG Ak B HREUR A LI EUE N, 57 R w)E,
4 g/LESEA - IR A S mLISWEAE 7 /e sh T, &5 H Q- & iR &2 mLyEe b, WE
VeM, FRTE40 °CKIB FREAIREE T, ol LRGP R- L5 IR A V82 mL, Y20 )5 F AL e iRt 3
BRI, A EHLIE o

D5E

6.2.1 HHEEIEEHE

6.2.1.1 faif k. ACQUITY UPLC HSS T3(100 mm x 2.1 mm, 1.8 um)s.
6.2.1.2 WEHAH: A: 5mmol/L ZFREVEW: B: ZJ.

6.2.1.3 Widk: 0.2 mL/min. B6EVEBAETE WE 1.

6.2.1.4 HR: 35°C.

6.2.1.5 #HFEE: SuL.

* 1 RENBHEREF

il Wiz Tz
min A% B%

0 35.0 65
22 10 90
25 0 100
32 0 100

33.03 35 65
38 10 90

6.2.2 BUEFEH
6.2.2.1 WEA: BEWEHEEIEE A (ESIH) .
6.2.2.2 H#HR: £ NN MRM.



T/GXNS XXXX—XXXX

6.2.2.3  HAth ik &4 W% Bo

SR ERNE: 250°CHI11 L/min.
EAHEHE: 4000 V.,

Jit i )R SE : 300°Cs
TS E: 10 L/min.
HAZH LB 1.

6.2.3 HHEGIE-BERIENE

T8 I VA B R I VAT 20 B 5 VN 8 B DU AR I il A5, 45 2148 . 1) O B B 18] S A5 5 el 2 AH
R b o 1th 2245 2 AH L H A& VIR EE

HEAT R Sl 0 B, SRSt 1) o i s T R B B () 5 A VAR i — 0, JF FLAEATRR Y 5 I i i 1)
o, B MR T BARN T BE S UR B I [RIRE 264 A5 B AR IS VRS A B, oK Ao vr ARG 22 A8 8
iR R Y FE, DU AT R S R AR LR R AR . AR B IRAER SRR T, AT VAR i 2 LR
& CH R C.l.

*2 EMREMNBTFEERARITREE

AN B FEE/ % >50 >20~50 >10~0 <10
O HIAR R 2/ % 20 25 +30 +50

AZS IR IR G B AR 80 R PO AR (R B L R AR bR, DA TETAR EL O AR A, 2l b i 22,
LI IARIEREAT € B VHIR o R R IR P 2 P I PO P IS LA A v P 2 9 Bl PN e 220 1P 9 L U 7 B3 7
e

6.3 THSELW

BURE AP R e & Bt sl TH R R T bR

S e (1)
X

i

X R R G &, BAVM T8 (ng/kg)

c MR AR E M 42 b rE 55 R IR P R IR BT, AN TOE T (ug/L)

\Y% FEM B 2 AR, AN ZTE (mL)

m FER TR s 2B LR, Ao () .

TG L LU P R ARAF I OS5 25 R AR IME FOR, 45 AR B WAL 8T
7 EERMEERE

KRTTEAE0.] pg/kg -100 pg/kg B MK FE IR NT1.3% 2 114.8%, A% LT N 1.4%-7.2%.
8 Hfth

T3 AR HE PR AT E PR LR 3
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WwEM R R pg/kg EEMR pgke
IQ 0.15 0.5
MelQ 0.15 0.5
8-MelQx 0.03 0.1
Trp-P-1 0.03 0.1
Trp-P-2 0.15 0.5
MeAaC 0.03 0.1
PhIP 0.03 0.1
AaC 0.03 0.1
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CERMED
8 MZIMFEHIE R
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Fr JEL AR TS AR CASS Sy P, gMOL
1 IQ 2 E-3-H AL R[4, S5-Ik 76180-96-6 198

2 MelQ D-IE-3, 4-T R LBRIK-[4, S-f]ENHK 77094-11-2 213

3 PhIP DG K- 1- -6 2 Sk M- [4,  5-b]IILRE 105650-23-5 224

4 8-MelQx 2GR -3, 8- FHEKIR[4, 5-F]MENRIH 77500-04-0 213

5 Trp-P-1 B-EHE-1, 4-ZHIE-SHAHIE R[4, 3-p]iME | 62450-06-0 211

6 Trp-P-2 3L 1-HIJE-SH-IEE[4, 3-b]05| M 72254-58-1 197

7 AaC D-FE-OH-MEIE2, 3-b]W| W 26148-68-5 183

8 MeAaC D dE-3-FIBE-OH-MEEL2, 3-B]WI% 68006-83-7 197




g 2% %A W& B.1.

Mt X B
(ERHE)
RiEeE X4

%< B.1 JJEI % s
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s HaEY (MW) W5 BEE ¥ (m/z) THET (m/z) PREGIS A (min)
1 CiiHioN4 (198) 1Q 199.0979 184.0745, 157.0636 10.36
2 Ci2Hi2Ny (212) MelQ 213.1137 198.0903, 197.0824 12.25
3 CuHiN;s (213) 8-MelQx 214.1090 199.0855, 131.0481 13.32
4 Ci2HiiN3 (197) Trp-P-2 198.1030 154.0655, 181.0764 15.01
5 Ci3H12Ns (224) PhIP 225.1140 210.0905, 140.0499 16.12
6 CisHi7N302(211) Trp-P-1 212.1187 195.0923, 168.0813 21.94
7 C1iHoN; (183) AaC 184.0874 140.0499, 167.0608 23.02
8 Ci2HiiN3 (197) MeAaC 198.1030 181.0764, 154.0655 26.42
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Mt % C
(BRI
PR iR EIEE

AR S E LA C.1.
3000
2500}
2000}
1500
1000

500+

0 é 4Il 6 fli IIU ll2 ll4 |I6 1’8 2I0 2I2 2’4 2I6 2IS 310 3l2 34
Time (min)
B 51 - Ul B«
1: 1Q; 2: MelQ; 3: 8-MelQx; 4: Trp-P-2; 5: PhIP; 6: PhIP; 7: AoaC; 8: MeAoC.
E C.1 ¥R RaiEE
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