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T/Cl XXX—2024

K= aa 13 4R — B ERTS S B A0 tH e 1 - it/ B
o b

1 JEHE

ARCAEREE T I 58 7K P2 FR AR W) R AR 25— F R BTG 1) 1o 25U € 1 — B BB o T .

ASCAEIE R TP 2 A AR IR i (MMP) . 4B —HIRA 4N (MEP) .
SRR " FERFA SR TS (MiBP) | 4B2K —HIERHLIE T HE (MnBP) . 4B2K — HER B3R Ul (MCHP).
& FRECHERE (MBZP) AP —HIFRHASERE (MOP) . AP —HIER T g (MiNP) .
SRR —HIFRHL (2-25 03 e, AR —HIERH (3—JRFENIE) B (MCPP) . 2K — HIfR
(2-2.3-5-M3E 248 g (MEOHP) . ARZK —HIRH. (2-23E-5-FFL ) g (MEHHP) .

PR IR (2-2H-5-FRFERHE) FE (MECCP) SE13Fp&RZR — FH R BLIR Ol 52 o

A

H

A
W
H

2 HSEMSI A
N HU ST A SR R R AN AT A o LSRR H AR 51 R SO, AT H AR
RIEH T A FURAEH MG SCE, HEoioR CEFEFTA B S & T A6
.
GB/T 6682 73 Skt =5 FH K HUAR R ke J7 ik
3 RIEFENX
THIARTERE SUE T A3
3.1
IESED
IKFEFRFAEN AR — R B NR 2 [EAH AU w4 . 1Ak )S, SR OB it R B
OB 5 o AR AL A VI CR B I [ RIRRAE 28 1 i e e, AR E
4 RXFIFIRARL
BRAR A E, AU H 7 A 25 .
4.1 HfE (CH30H) . fhifkal,
4.2 ZJiE (CH3CN) . faifiafi,
4.3 HFg (HCOOH) : fhiffali,
4.4 Z@f% (NHACH3COOH) .

4.50. 1% R OMEVEW: =1 oL R (4.3) , H MBI 242 1000 mL.



T/Cl XXX—2024

4.60. 1%HR/KIER: FI 1 mL HEE (4.3) , HIZKHFFEZE 1000 mL.

4.7 50%FFEE LG EE 50 mL FEES 50 mL ZERA .

4.8 FRAEVI: AR HIRRSEHES (MMP) o ABSK —HIERH 40 (MEP) | AR “HIRE ST
g (MiBP) . ABR —HERHIE T B (MnBP) . AF2K —HIERHAIA Ol (MCHP) | AB2K —HIERH

FHERE (MBZP) o AR2E —HIRESERS (MOP) . 402K —HIRH T A (MINP) . 4F2E —HIR

3o

(- FECHE) BR. MR IR (3R B (MCPP) . &F2K —HIERH (2-2LFk-5-
Bi3E L) s (MEOHP) . AP “HIERH (2-2 25— ) Mg (MEHHP) . 40 —HR
B (2- A5 A e (MECCP) , 4l =97, 0%.

4.9 PARYI: STARARIE HIRRAHEE OMP) | ABZE —HIRRMZME (MEP) . AR IR
S THE (MiBP) . ABZK —HIERHIE T HE (MnBP) . 40K ~HERHIF S (MCHP) | AFZE —H
FR B LS (MBZP)  ARR —HIRRHERE (MOP) | AR R —HERH R Fls (MINP) . 4FK—
IR (-8 08 Be. PR WM (3-FRILNIE) BE (MCPP) R _HIRH (2-
CF-5-WAFE AL R (MEOHP) . 4RZK —HIRRH (2-Z3-5— k) B (MEHHP) . 4%
CHIRRE (2-2 B0 B e (MECCP) , 4% =97, 0%.

4.10 13 APl op — H IR BA MR AR AEME 25 V. 70 ) PREBOE F AR Z FH R A le bl i, FH 0
fAIFE A2 10 mL, {35 FRRE AN VR AR (VR FE 287 1000 1 g/mL, -18°C UL NEEGIRAF, A
A6 AN H .

411 13 B8 — HIRR PR B VR S A v (B 2o ) B S BAR A & T 100 mL AR A B
R, F AR R RO BRE N 1.0 v g/mL AR A ARUEH R, —18°C LA FBEGIRAT, 2K
W3AMH.

4.12 WARRERTR: SN BIFRBUE & bR bR S, R BRI R IR E 28 % 50 mL, A SR IiAR
PRI PZ SN 200 wg/mL, —18°CLLTFBEEIRIE, AR 6 4NH.

413 PAREFTR: 2B UGS & Py AR 6 & T 100 mL AR G5 i eh, R R R I ) Bk
FEN 1.0 we/ml fIAFMERW, 4°CTF@GMRE, A0 1A,

5 {EFMLE

5.1 f OB B it A - SR R4 O HIBE 5 2 1R (ESD)

5.2 BT R & 0.00001 g F10.01 g.

5.3 [EFHAHALE

5.4 TR RMIRA .
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5.5 pH it: WIEHREEE 0. 2.
5.6 nEIR G
5.7 [EMZERUE: Poly Sery MAX SPE [EFHZEHUH:, kA 6 mL /500 mg.
6 HRFESRE

RAEIIK 7= S B 2 T B Ab B S F-20 C B EHRAE, 24 hpEATAG I
—— I B R AR, VR AR R
——HURAL B A2 R, A7 AR
——HUTRALFR A2 IR S, S DI B R P AR T AR, A 2% FOA Il
7 HEmALIE

FERiFRE 2.50 ¢ GRE, ww) K=k, FFH 2 50 mL PTFE B0 . K 2 ol 1
M ZPRREZ M (AA, pH 6.5) « 80 wL B-EZMEREMREE AR (200.0 wg/L) MANE
H, KHRAYIAIE 3 min, £ 37 CHI300 r/min [ EEEAMA FIHFE 90 min. MR G
SERPAIN 10 mL ACN: HEE (MeOH)  (5:5, v/v) , SRJE#EA A 20 min, FF7E9.0X 103 g

BOL A T RS0 4 min, WOE RIEW, EE FRSEHIR, &9F LIER. KI5 5nl ACN

WRIE SRR, JRERE R A PORRE %, WHE 3 min DABRZE & P 0 A 1 3 FFE K LAAR ) B
O IR0 6 mine ZAEWHEL 20 mL FEERERE T, JFT 45 ° CF, AMBILT, AFE
FI5 mL7K:  (ACN:MeOH) (95:5, v/v) Hif. Poly Sery MAX SPE/ME (500 mg, 6 mL)
MUH] 10 mL MeOH A1 5 mlL EAEKIEA, 2R)EH5 5 mL ZIFW (pH, 10.5) EFE, EITIA
AEAH (NaOH) - (10 M) R 2 pH, ERESERUG, FEH 5 mL BAKM G H
IR AR 25K 5r . F1 10 mL MeOH: ZFZZEg (EA) (2% FA, 5:5, v/v) Wi/,
F45 ° CF, MHESKFERILT. &EH 1.0 nL MeOH &%, 4 0.22 wm PTFE it
IE, FeRs BERREBERNET, f#fF/E-20 ° C, £F UHPLC-MS/MS 73#r.
8 SHTINE
8.1 i TIERMZHI &

Y — 5 B AR IR F R BRI VR S ARV P AR FTRCT 2 mL 3ERER, Bl 2D 5
A RbRHE RS, AR IR EABRTE & AR IR AN 1.0 ng/Ly 5.0 wg/L, 10.0 u
g/L.50.0 wmg/L. 100.0 ng/L 1 200.0 wg/L(ZHIKE), WARKIREIKEE ) 40.0 1
g/L.

F VA B 38 e VAR FEE A K e 3R ) T BGHE R, AR HE R TR H AR 443 K 0 ik FE

3
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REARAR, FOOE R AR (0D 5 AR AR (G I 1 HUAE 3 DA BRI FE 1Y
PRUNGAER, L HIRHE R 2R .
8.2 BIkSEXMN

i FE: Waters ACQUITY UPLC®BEH Phenyl (2.1 idX 100 mm, 1.7 wm) #F, BiHAh%%
g .

TEIAH: JEIAH A N 0. 1R, WRBNIHH B A 0. 1%HR L) -

HEl: 40°C,

Jik: 0.35 mL/min.

HEREARAL: 10 nl.

B P e AR Y W3 1o
x 1 RENEEEEERERF
i E] Cmin) ik AN A (%) s B (%)
(mL/min)

0 0.35 90 10
0.3 0.35 90 10
1 0.35 20 80
2 0.35 10 90
35 0.35 5 95
4 0.35 90 10
6 0.35 90 10

8.3 RIESE XM
B R SR TR (BSD) .
P BB .
BSFmi% H: 5500 V.
B FURIRE: 500°C.
LB RBMEI T R, FHS UL Cs
9 HRIHE
9.1 EMSH
RS C Rl e (¥ B 28 7R 7 B FREATAS I, ZEAR IR SEE0 260, BRI AR =
PP LT ) £ B B 1) 5 AR it o 818 0% — P2 B 1 7 B BT 0 AR B 22 /8 F 2. 5%, B

TERE S U P r ) s 1 S 1 FO AR G T B (Ksam) 5948 B AR 3T (40 s v 85 Y0 0 T o o7 1) 5 12
4
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TAHXFE (Ksam) fZEAELER 2 (¥, A7 058 B it o A7 AR AT 4 — R P g

A

Ksam—F¥ i
b
—— b

A2

Al

X

Kt d—bRHE P8V Hh 4018 2% — VPR BRI 5 1k 1 A AR R 2 2
Astd2— RV A 4T 2 FF IR B 5 128 8 X 1R U T AR
As td I—hrAE I T A8 2K — F IR BRI 7 8 5 70 F e [ A

4
14
4

i

K sam

*»
[

Kga=

1

K PR PR R 1 X ) e T AR
S8R PR R 1 R P A T A

1

2 % 100%. .eereeeeern. (1)

KT R EVE B T RO SRR, %

(ERIERD 5

(ERIERD .

2 %100%.....cocverenn. (2)

%;

*®2 EMIARENETFEENSRARITRE

(BER)D ;

(BRI D

Ksa Ka>50 20< 10< Ka<10
Ka<50 Ka<20
Kiam XS T
K W R SOV +£20% +25% +30% +£50%
i 22
9.2 EESH

W7 P bR AE AR ORRE TR0 R 2P0 ke B 1) AR YT N AE v A AR e 0 2 P 0 BT N
R AN (3D TR KR iR i rh ROK — IR SRR ) 5

X

X—HE P AR R IR S & (pglkg) s
Cr—FEm Bl 2 P AR — IR AR &8 (pg/kg) s
V—R & E BRI (mL)
Vo—IEFE M TR (mg)

9.3 Z£ERFEFR

05 5 RN T 1.0 pg/kg B, PREG /NS S =40 SIESS SRR T EEE T 1.0 ng/kg

5
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i, PR B =10 T
10 FENRBUE . EREMEEE

10.1 REE
AR J7VEAR R — R B S A H PR 0. 07 —0.88 1 g/kg, EEFRA0.2472.93 1 g/kg

(ww) o
10.2 HMHE
A5 18 BRI 960%~130%.

10.3 HBEE

RITIEMHEN 2R 5 RE<15%, HLIAAE R RE<15%.
11 BRERIEMREESF
1.1 =28itE

BHERES (<20 AN/HD BOM—AT AR, B EEF T B S RKERART
AR o
11.2 Bf

R TR I AH O R BN =0. 9905 B 20 MR MBI IR (AT 20 SRR /A B4 il
SE 1 AN AR A, N 5 45 R AR ot e A IS s VAR 1Y A KT 158 2 L TE = 20% LA A
11. 3 FEE EITH

FRHERE i N2 SE LO%I AT BURE, A @B T 10 N, R D JIE —ASFAT R
B, SPAT SRR TE 25 5 BORE D fh 22 82 7E &= 20% LA A
1.4 JEFRE I

FRALEE TS 2 DY E S%ITEE R IARRE i, FERL B DT 20 AN, REZE /DI E — A kA

IFREE i, AR RIS A 60%~ 130%-2 1] o
12 R4
SRS AE P AL BRI R VI NL 7 R AR, 3T B8R A B A AT A B



Mis% A

(Hsett)

T3 ARG IR FIE 2R

T A1 ARG RAEER

T/Cl XXX—2024

far t R JE R
MAPEs MR ZRH e 5 RN

(pg/kg) (pg/kg)
MMP 0.9979 0.99 0.88 2.93
MEP 0.9992 1.06 0.81 2.70
MOP 0.9997 0.93 0.23 0.78
MiBP 0.9990 1.03 0.12 0.41
MnBP 0.9994 0.99 0.31 1.04
MiNP 0.9998 1.07 0.21 0.69
MCPP 0.9995 1.02 0.53 1.77
MCHP 0.9995 1.00 0.18 0.62
MBZP 0.9970 0.93 0.51 1.70
MEHP 0.9996 0.99 0.17 0.58
MECPP 0.9987 1.04 0.07 0.24
MEHHP 0.9999 1.02 0.14 0.48
MEOHP 0.9999 1.04 0.08 0.27




AR E ERERE

g

® B FENBEEERE (h=6)

T/Cl XXX—2024

o B i

SEFRFE TnkRik fit fit
WEM S ai ‘
i A B N 7= 57 B % 5
(ug/L) (ug/L) % %
%
ND 5 97.4 2.4 3.2
MMP ND 20 994 1.4 1.7
ND 80 95.5 9.9 5.3
ND 5 100.7 2.9 4.2
MEP ND 20 98.1 3.4 23
ND 80 101.8 5.7 9.0
ND 5 96.9 8.4 5.5
MOP ND 20 97.5 2.6 43
ND 80 95.0 8.7 4.7
K= ND 5 98.6 1.7 4.4
FEIEAEY) MiBP ND 20 97.2 5.4 2.6
ND 80 97.2 3.6 2.8
ND 5 98.6 3.3 1.4
MnBP ND 20 98.5 1.8 23
ND 80 90.9 8.2 1.2
ND 5 98.2 7.8 2.6
MiNP ND 20 99.8 2.7 24
ND 80 90.4 6.1 0.9
ND 5 98.9 5.9 2.8
MCPP

ND 20 98.0 2.5 2.8
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#F=B.1 (8D
ND 80 96.3 4.4 1.9
ND 5 98.3 3.4 1.7
MCHP ND 20 100.6 6.5 1.6
ND 80 98.0 5.7 4.7
ND 5 96.8 6.9 5.4
MBZP ND 20 97.5 3.5 4.1
ND 80 94.6 8.8 1.3
ND 5 100.0 3.1 0.7
MEHP ND 20 99.9 6.6 23
ND 80 92.7 5.2 2.1
ND 5 99.4 6.9 1.5
MECCP ND 20 97.7 33 2.0
ND 80 93.2 5.5 1.9
ND 5 98.2 3.2 2.8
MEHHP ND 20 98.2 2.8 1.9
ND 80 93.1 8.9 6.6
ND 5 101.2 4.0 2.7
MEOHP ND 20 101.3 3.4 2.0
ND 80 98.6 8.3 4.7




HARE &) K W 2 8 1 S N I I 26 AF R C. 1

MR C

(Hset)
BigEE &M

®C 1 FENBEEERE (h=6)

*C. 1 BRUEYRRNRIN S B R RIS

T/Cl XXX—2024

&Y B HEFLHLE TET (mk) fillJ8
(m/z) V) V)
MMP 179.1 10 77, 107* 27,10
MMP-D4 183.1 42 81%, 111.1 16, 10
MEP 193.1 38 77.1%,121.1 18, 14
MEP-D4 197.1 40 81.1%, 150.1 18, 12
MOP 277.1 2 77, 127.1% 18,16
MOP-D4 281.1 46 81.1,127.1% 20, 16
MiBP 221.1 40 77*, 134.1 20, 12
MiBP-D4 225.1 52 80.9%, 138.1 22,18
MnBP 221.1 15 77*, 149.1 15,10
MnBP-D4 225.1 46 71, 81%* 12, 20
MiNP 291.2 48 77, 141.1% 20, 18
MiNP-D4 295.2 48 81.1,141.1% 22,16
MCPP 251.1 24 103*, 165 10, 14
MCPP-D4 255.1 14 102.9*, 168.9 8, 12
MCHP 247.1 44 77,97* 18, 14
MCHP-D4 251.1 52 81,97* 24,18
MBZP 255.1 42 77*,183.1 16,12
MBZP-D4 259.1 46 77.1%,107.1 20, 12
MEHP 277.1 38 127.1, 134.1% 18, 14
MEHP-D4 281.2 52 80.9, 138.1* 34,20

10
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FzC.1(8)
MECPP 307.1 40 113.1, 159.1% 28, 12
MECPP-D4 311.1 30 113.1,159.1 30, 12
MEHHP 293.1 15 121%, 145.1 18, 13
MEHHP-D4 297.2 4 125.1, 145.1% 18, 14
MEOHP 291.1 50 113.1, 143.1* 20, 14
MEOHP-D4 295.1 48 125.1, 143.1% 20, 14

3R @R 2R — R P15 S AL R A HE VA TR XIC i P LI CL 1

11
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28: MRM of 2 Channels ES- TIC

168 (MECPP-D4)

100 % 311 7\ 4.60e5

B
% T T T T T T T T T T T 00550
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 27: MRM of 2 Channels ES-
0.54 1.68 TIC (MECPP)

e 307 070 307 2.15 291 8.97e3
EN 307 307 0
ot e R R

0.50 2.00 2.50 00 5 5. 5.50
26: MRM of 2 Channels ES-

o 1.70 TIC (MEHHP-D4)
eé 297 7\ 4.995
R
0 T T T T T T T T T T T T T

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
25: MRM of 2 Channels ES-
TIC (MiNP-D4)
2.06

e 174508 24865
= 295
- T e

0.50 1.00 250 3.00 3.50 4.00 . 5.50
24: MRM of 2 Channels ES-
1.74 TIC (MEOHP-D4)
2.06

100% 295 o 2.16e5
3
W T T T T T T T T T T T T T

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
23: MRM of 2 Channels ES-

o 170 177 TIC (MEHHP)
\% 203 7\ 293 2.91e4
3
0 T T T f T T T T T T T T T

0.50 1.00 1.50 2.00 250 3.00 3.50 4.00 4.50 5.00 5.50
22: MRM of 2 Channels ES-
175 207 TIC (MiNP)

10003 91 291 7\ 1.47e4
3
g T T T T T T T T T T T T T T

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
21: MRM of 2 Channels ES-
1.75 TIC (MEOHP)

100 % 291 ]\ 3.34e3
=
° T T T T T T T T T T T T T

0.50 1.00 1.50 2.00 250 3.00 3.50 4.00 4.50 5.00 5.50
20: MRM of 2 Channels ES-
1.99 TIC (MEHP-D4)

100 % 281 8.22e4
=
ot T e

00 5. 5.50
19: MRM of 2 Channels ES-
2.00 TIC (MOP-D4)

100 % 281 7\ 2.85e5
=
0 T T T T T T T T T T T T

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
18: MRM of 2 Channels ES-
0.00 1.98 TIC (MEHP)

100 3/0 077 3.76e4
=
L A ———————

1.00 50 3.00 3.50 4.00 . 5.50
17: MRM of 2 Channels ES-
1.99 TIC (MOP)

100 % 277 7\ 2.24e4
=
0 T T T T T T T T T T T T

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
16: MRM of 2 Channels ES-
1.78 TIC (MBZP-D4)

100 % 259 5.93e4
=
T .

1.00 2.00 50 3.00 3.50 4.00 5.50
15: MRM of 2 Channels ES-

100 184 189 TIC (MBZP)
\% 255 7| 255 6.4663
° T T T T T T T T T T T T Time

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50

C. 1 13 #h4p7K = BHER S g & H AArtn & TE:

N e

FE i

Heil-RRRL ek

12
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14: MRM of 2 Channels ES-

1.53 TIC (MCPP-D4)
100\(% 255 3.10e5
0““““\““““\““\““\““\““\““““\““““\““““\““““\““‘“‘\““\““\““\““\“
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
13: MRM of 2 Channels ES-
1.81 TIC (MCHP-D4)
100 2.07
"\(ﬁ 251K o5 8.38e4
0.50 1.00 150 | 200 | 250 3.00 3.50 4.00 450 5.00 5.50
12: MRM of 2 Channels ES-
1.54_ 159 TIC (MCPP)
100
< 251\ o 3.12e3
Og T T T \7\/ T T T T T T T T T T
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
11: MRM of 2 Channels ES-
1.81 TIC (MCHP)
100
s 247 9.94e3
%% T T T T \7\ T T T T T T T T T
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
10: MRM of 2 Channels ES-
1.75 TIC (MnBP-D4)
109\(% 2257\ 1.09e5
0““““\““““\““““\““\““\““““\““““\““““\““““\““‘“‘\““\““\““\““\“
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
9: MRM of 3 Channels ES-
1.75 TIC (MiBP-D4)
100
A 225 4.06e4
S
03““““\““““\““““\““\““\““““\““““\““““\““““\““““\““““\““““\“
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
8: MRM of 2 Channels ES-
1.75 TIC (MnBP)
100
s 221 2.60e4
BN
03““““\““““\““““\““\““\““““\““““\““““\““““\““‘“‘\““\““\““\““\“
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
7: MRM of 2 Channels ES-
100 1.47 1.75_ 1.80 TIC (MiBP)
c.\% 221 221 || 221 1.48e4
0““““\““““\““\““\““\““\““““\““““\““““\““““\““‘“‘\““\““\““\““\“
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
6: MRM of 2 Channels ES-
1.62 TIC (MEP-D4)
10%% 197 2.98e4
0““““\““““\““““\““\““\““““\““““\““““\““““\““‘“‘\““\““\““\““\“
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 450 5.00 5.50
5: MRM of 2 Channels ES-
1.63 TIC (MEP)
100
s 193 3.90e3
BN
G““““\““““\““““\““\““\““““\““““\““““\““““\““‘“‘\““\““\““\““\“
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50
4: MRM of 2 Channels ES-
1.57 TIC (MMP-D4)
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