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e A BB 1 R B R U R T AR L R
83 MIREGIXEH

SERE, B W, R, FEE, K ', D B, BB

1 FAEI WM ERAT, MIIEES 610000
2HRHEmERBERRBEMERAT, M)IMAAE 610000

W Z [HAESL R 2ok 25k s e e e A T AR 0 S B BB AT T i . TR
A HERBUE, S50 mg N-PIIEZ % (PSA) | 900 mehiiliREE . 15 mg C184Hk, JGZmMBh R
Jii. FEHGESS (ESIH/ESI-) TS TR, i B DCi oM &, dir AR FLHhe3 P25k itk
HEME R, [GHRIZRIE, 83 MRZIFEELE0S5 ~ 100 p g/LmIVﬂ%’i'fiEil% FRZRHR® > 0.99,
1€ 3 AKFERM (0.010 mg/L, 0.020 mg/L 0.100 mg/L ) [t H}32% ~ 134%, AHXREERZE40.3% ~ 8.5%.
(Z5IR NIRRT R R s . FERAE, S T A FL i R 255 S PO T A A A, B bR AR . H
T IERINS0 Mk AR H83 PR 25k, e (GB 2763—2021 &t E bR &R 2 Kk
PR ) AT EDR
Sk SR S BTG s AR AL

SCEGS . 1671-4393 (2025) 01-0071-09 DOI:10.12377/1671-4393.25.01.12

B A 2yl KPR B IR AL ) 10 M P e 2 5% B

03| H130 T, FEYEF0.001 ~ 1.000 mg/kg.
E A 0 A= L Fh o 2558 B 7 75 B 2 AU e
FL AR R AT b Lok sy, PREEFLEIN, k. SOMT o FR I BT v L JRORA A BRI B v
PRt L e R LS BT R, RAERE S, USRS, HoRGS AR EDH . i
AARKHE T, (GB 2763—2021 QLB 5brE DN FL AR 205 B W AT R, ©

EEUWBR: WA, S8t Smas L i e LR R HF= WA TT, 2024YFHZ0007

EERIAT: W% (1995-) , B3, WISJEA, AR, g TR, o051 sl i 2o 4 R Al ;
B (1996-) , 2, PUINEEFEN, AF, P RN, BIFFET7 10 AL il it ot e 4 Byl 5
At (1982-) , 2, WWIDRIDA, Z88E, SRR, BF5ET7 00 R ZLi S ot e 4 Kbl
ZEEE (1993-) , 2o, PWNERBIA, AR, g TR0, BT 1 A AR o 2 4 T il 5
B M (1992-) , fz, WUNINTEA, A8k, IR0, W07 A ZLl o 2 4 R el
o F (1994-) , 2o, WAL, Wi, SR IR, ﬁﬁ%ﬁl‘]ﬂ?ﬂﬁ%ﬂﬁ‘:fﬁiﬂﬁﬁhﬁﬂo

BEEE: BAON (1971-) , 2o, DHNILA, A8, SRR, BF5TJ5 6 ArLil s i 2 4 Rzl .
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WA 22 T R SObr At R 22 RS U B sk B — 28 Il 2
CBE L EERIE . R AR AE T K H
%, (ARTAE T RSB, HFR eI, ok
W2 (GB 2763—2021 BV LEERIRE itk
Pyt KA AP ) WAEFLREER . BT, Ik
FLA A R R 245k B AR T 1 BT 5T 12 3 B R A
Mo FLEFLEIR AR 2 . BT &,
RO ZEIGE © BEZEIGE | IR R FRER IR
QuEChERSEFRTAHE /7). A, QuUEChERSE
HABRAERIR . Pk . S0, mRicE s, mle
PR bR B A 2555 B R

VINYSRFRESRE N =SS 1851 A A E L T i)
PEICA S S, A 25 QuECKhER SR AT AL HE S
i, RS MM, HAL—RE T A R8s Pk 2y
AR D) o SRR £ i P BB BT 1

1857 E
1.1 UB5iEE

R R OB s B R U A . SPEFHLAE . B
T (RS, sl REOHL (DY R
LG-22) | lEiRaas ( BiEERdt) .

1.2 XF SR m

il (fualhal) | Cfs (sl | HIRR (i
a) | FREE (fedkal) | didkER (fRal) | ok
FREN (feakal) | JOKBREE (k) « BTk

83 A ZGF RIS, RHP/RES o

1.3 HEmBrt2 A&

e R MO 5 I QUEChERSTE, $2HL. #+1b
AFL 3 Mk dk . HERRIZEGS mLA=FL 250 mLELL
B, IIAN10 mLZ i KBS AIBT, BN
TR R . JOKCRBIM AR (4:1) 75 g,
=75 minf5, 10 °C F4 000 r/min Z/0>5 min, 4.8
mL_FIEIR A5 mLE DT, IIA1.2 mLAE
K, WhERA)E, BRMASPEAH LI, F1H
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Wite SRS IIANLSmLIREERR ( LJi//K=80/20) ,
IRPER A T s v, 1SR R A& bR, Y
1 mL #0i, 1:50.45 wmiEEHEHPLC-MSMS |-
HURSI

2 (LB
2.1 LC-MSMS £ it 5%

(iR Agilent ZORBAX RRHD Eclipse Plus
C18, 3 mmx 150 mm, 1.8 pm.

FEIL: 45 °C.

YR 5 pl

WA A: UK, E4.5 mMHIIREL, 0.5 mMIR
iz, 0.1%HER; BI0.0 mLHIER . 0.900 mL 5 M H
FRAZKIE . 0.100 mL 5 MIEALEKIARE]900 mL/K
i, HAKMBIEERSN Lo B: HIEE, &H4.5 mMH
FR%%, 0.5 mMIRAYEE, 0.1%HIER; A0 mL HIER
0.900 mL 5 MHIRREZ/KIANL . 0.100 mL 5 MIRLFEIK
FIREN1900 mLHIEE T, FFHRERRE e 5501 Lo

DelimprEs: WAk,

% 1 LC-MSMS ik & kit R

fifia] (min) A (%) B (%) i (mL/min)
1 0.50 98.00 2.00 0.45
2 1.00 50.00 50.00 0.45
3 4.00 35.00 65.00 0.45
4 16.00 0.00 100.00 0.45
5 18.00 0.00 100.00 0.45
6 1810 98.00 2.00 0.45
72000 98.00 2.00 0.45

2.2 HPLC-MSMS (Rt 5%

HmE % 51 (ESI+/ESI-) Hif . B4 iE
3500 V., M55 7140 psi. THESIRE250 °CL T4
AU L/min, B9SURE350 °CL B 12 L/
min, ZHEPPEAR (MRM) (SRMLEE Dk
B2 Mo, Frasil 3 Ry, i
By BRI ) o M SRR, BET
B MO BB S R,
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R 2 HPLC-MSMS £ R 5% BB Rt E. BFMERIESEH

A B CAS 5 B CE/V BN 2 CE/V  Frag  {#H¥BfE] (min) 4P
R 66215-27-8 167.1/125 16 167.1/108.1 20 125 2.65 1E
PP iz 10265-92—6 142/125 10 142/94 10 85 2.77 1E
TR 23135-22-0 237.1/90 0 237.1/72 12 60 2.99 1E
e duz 153719-23-4 292.03/211.1 8 202.03/181.1 20 85 3.18 1E
FHLENEE]  951659-40-8 288.8/125.8 22 288.8/89.8 34 165 3.72 1E
INE di Jpk 135410-20-7 223.1/126 27 223.1/90 45 80 3.73 1E
ESEIEME 148-79-8 202/175 24 202/131 36 130 3.77 1E
IR 60-51-5 230/198.8 0 230/125 16 70 3.87 1F
FNE RIS 946578-00-3 279/174 12 279/154.5 20 100 3.96 1E
FR SR 114311-32-9 306.1/86.1 25 306.1/69.1 25 135 4.03 1E
I HUpk 111988-49-9 253/126 16 253/90 40 100 4.04 1E
FHE 1918-00-9 220.96/176.97 0 21896/17497 0 60 4.50 il
BRI 116-06-3 208.1/116.2 0 208.1/89.1 12 70 4.69 1E
) Y[ 81335-77-5 290.15/245.13 20 290.15/230 25 120 4.89 1E
RER 25057-89-0 241/199 4 241/80.1 44 75 4.93 1E
HZE 63-25-2 202.1/145.1 4 202.1/127.1 28 65 5.69 1E
RECREBEE  736994-63-1 4731442 10 473/284 15 100 5.75 1E
2, 4-i# 94-75-7 220.8/162.9 16 218.6/160.9 16 65 6.33 1
Aoyl 76674-21-0 302.1/122.9 28 302.1/95 56 90 6.34 1E
2/ 45 94-74-6 201.01/143 15 199.02/141.01 15 100 6.69 7
ESIN 950-37-8 302.9/145 0 302.9/85.1 15 55 7.04 1E
SHEHEEE  500008-45-7 483.9/452.9 16 483.9/285.9 8 105 7.11 1=
TNk 67564-91-4 304.3/147.1 30 304.3/130 25 165 7.33 F
FEWEWEEIN  372137-35-4 501.1/349 24 501.1/198 52 160 7.34 iE
WE TR 131860-33-8 404.1/372.1 8 404.1/344.1 24 110 7.44 1E
WA RN 53112-28-0 200.1/106.9 20 200.1/82 25 120 7.62 1E
IRk ) 161326-34-7 312/236.1 8 312/92.2 28 100 7.86 1E
WEE P 188425-85-6 343/271.2 32 / 0 145 8.02 1E
FUEREI 2T 1003318-67-9 540.3/500.2 34 540.3/163.1 59 142 8.13 1E
PN 1194-65-6 173.1/145 28 173.1/109 40 124 8.31 1E
TR % 239110-15-7 382.9/172.9 20 382.9/144.9 56 110 8.32 1E
SRR 101-21-3 214.06/172.02 5 / 0 80 8.45 1E
i A 88671-89-0 289.1/125.1 32 289.1/70.1 16 110 8.51 1E
=R 43121-43-3 204.1/225.1 20 294.1/197.2 8 90 8.52 1E
BRI 149877-41-8 301.1/198.2 4 301.1/170.1 16 95 8.69 na
FILABE  658066-35—4 397.1/208 17 397.1/173.1 29 107 8.83 1E
=R 55219-65-3 296.1/99.1 8 296.1/70 8 70 8.84 1F
PR 2 203313-25-1 374.2/330.2 12 374.2/302.2 12 120 9.07 1E
KL 13194-48—4 243.1/130.9 15 243.1/97 30 90 9.36 1E
B3 ik 35367-38-5 311/158 8 311/141 32 80 9.56 iE
g U 120068-37-3 435/399 10 435/330 12 70 9.61 il
TS 85509-19-9 316.1/247.1 12 316.1/165 24 120 9.64 1E
KELIH 81334-34-1 262.1/217.1 20 / 0 120 9.71 1E
R 22224-92-6 304.1/234 12 304.1/217.1 20 120 9.71 1E
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&Y AFR CAS = RSOl CE/N  ETX2  CEN  Frag  {#¥WE) (min)  #ik
BRI 581809-46-3 412/280 32 412/130.8 36 87 9.81 il
B 112410-23-8 353.2/297.1 0 353.2/133 16 95 9.82 1E
W P BN 121552-61-2 226.1/91.1 36 226.1/76.9 50 140 9.87 1E
FOEHBEE  272451-65-7 683/408 10 683/273.9 35 160 9.96 1E
MRS 4 e 183675-82-3 360.1/275.9 12 360.1/255.9 20 110 10.13 iE
Bt pE TG 143390-89—-0 314.1/267 314.1/222.1 10 85 10.13 1E
LA 66246-88—6 284.1/206.1 284.1/159 30 70 10.22 1E
FEIFRIAM  1072057-71-1 395.9/368 20 395.9/131 35 140 10.27 il
WA 7T 131807-57-3 392.1/330.9 4 392.1/286.2 12 85 10.49 1E
PIERIS 60207-90—1 342.1/159 32 342.1/69.1 16 115 10.57 1E
PG pE A 178928-70-6 344.04/189 40 344.04/154 40 90 10.66 1=
EZ N E 168316-95-8 732.4/142.2 45 732.4/98.1 96 48 10.67 na
T 333-41-5 305.1/169.1 32 305.1/153.1 28 105 10.68 1E
ML R 175013-18-0  388.11/193.8 8 388.11/163.1 20 95 10.80 na
Ui 74115-24-5 303/138 12 303/102 40 110 10.94 1E
R = 55179-31-2 338.2/269.2 5 338.2/99.1 10 70 10.95 1E
ZEAT 220899-03-6 409.1/226.9 16 409.1/209.1 8 110 11.21 1E
FEBEHERME  119446-68-3 406.1/337 10 406.1/251 20 120 11.36 1E
L FE 5598-13-0 321.9/289.9 14 321.9/125 16 110 11.45 1E
u%‘f@@%ﬁ)ﬁ 881685-58-1 360/320 20 360/244.4 20 110 11.48 1E
TRBENR 116714-46—6 493/158.1 16 493/141.1 56 90 11.87 1E
PR 41198-08-7 374.9/347 5 374.9/304.9 15 120 12.35 1E
SRR 139968-49-3 507.1/287.1 24 507.1/267.1 40 150 12.63 1E
hp%%mé&% 155569-91-8 886.5/158 40 886.5/126 45 150 12.73 1E

RHIRER

WEET 69327-76-0 306.2/201.1 5 306.2/116.1 10 105 12.78 iE
AR 124495-18-7 308/196.9 36 308/161.9 45 115 13.27 iF
RN 2921-88-2 352/200 20 349.93/198 20 100 13.37 1E
WEE 5 ) 78587-05-0 353.1/227.9 8 353.1/168.1 24 90 13.45 1E
ZHNR 40487-42-1 282.1/212.1 4 282.1/194.1 16 85 13.51 1E
FH IR 101463-69-8 489.1/158 20 489.1/140.9 56 100 13.64 1E
Ui 283594-90-1 371.2/273.1 12 371.2/255.1 24 120 13.83 1E
Ui 2312-35-8 368.1/231.2 0 368.1/175.2 8 80 13.85 iE
(515 39515-41-8 350.2/125.1 10 350.2/97.1 32 115 14.05 1E
WG 148477-71-8 411.1/313 5 411.1/71.2 15 110 14.40 1E
WL ik 33089-61-1 294.2/163.1 12 294.2/122.1 32 90 14.50 1E

3ERES

100 mg/LAEIR, RHCIEBRAMRE, &M
B (RIS A IRAFL, A urib A1 2]

=H
| F

B ) Bl TAERRZR, IWRERBE S B Mo wg/L .
05mg/L, 1Twg/L, 2png/L, 4pmg/L, 10uwg/L,
20mg/L, 50wg/L, 100 wg/L, KHAIMRETE =,
K R FSEATIIE 20 RS ARES, RS EY

3.1 HPLC-MSMS 3% & il < 25 5% B8 4 /£ HA
. HEKHIR

AL T LC-MSMSHS 83 Rl Zk i bR, DA
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& 3 HPLC-MSMS R Z % BIEXRE. HWHR, 3KERMEMEE. BKE

0.010 mg/L 7KFZN 0.020 mg/L ZKFGRA 0.100 mg/L /KFERAN LOD

S 2
a AR R RSD (%) WK (%) RSD (%) [EUgE (%) RSD (%) MR (%) (mgL)
o3 o ik 0.992 0 1.00 99.85 1.54 98.30 1.66 96.75 0.003 0
=g 0.992 5 1.10 83.61 1.23 88.44 1.84 93.26 0.003 3
it 0.992 6 1.00 82.52 1.03 87.96 1.05 93.40 0.003 0
g Pk 0.993 0 0.34 87.33 1.12 88.13 0.72 88.92 0.001 0
S 0.993 5 1.17 75.50 1.02 82.29 0.77 89.08 0.003 5
g L 0.994 1 0.86 72.43 1.13 72.03 1.19 71.63 0.002 6
T = et 0.994. 9 0.59 86.07 1.44 86.33 1.48 86.59 0.0018
WIS P ) 0.995 1 0.56 77.63 1.03 80.26 1.77 82.89 0.001 7
3t Ik 0.995 4 0.51 94.88 1.62 93.98 1.04 93.07 0.001 5
U 2 g 0.995 9 1.53 75.71 1.94 74.35 1.77 72.99 0.004 6
MR R 0.996 1 1.20 83.11 1.08 82.73 1.02 82.34 0.003 6
Vil 0.996 2 6.53 95.03 4.81 68.72 4.55 42.41 0.019 7
DI 0.996 4 3.50 39.77 2.45 64.32 1.95 75.29 0.0105
TREUR B 0.996 5 0.72 87.96 1.48 87.60 0.75 87.24 0.002 2
Tl 0.997 0 1.25 94.76 1.39 91.41 0.89 88.05 0.003 8
R 0.997 1 1.82 80.91 4.08 81.04 0.82 81.18 0.005 5
LR 0.997 8 0.79 94.80 1.18 91.26 1.23 87.72 0.002 4
FH &R 0.997 8 0.91 96.44 0.99 91.76 0.97 87.07 0.002 7
PEX | 0.997 8 2.60 109.50 3.32 96.23 1.23 94.28 0.007 8
NERSE P e 0.997 8 0.53 94.20 0.95 89.99 1.36 85.79 0.001 6
IR B 0.997 9 0.67 93.96 0.92 90.64 0.67 87.32 0.002 0
TR Ik 0.997 9 8.20 101.15 7.57 86.59 5.80 72.03 0.024 6
i 0.9979 1.70 96.85 1.51 95.09 0.87 93.32 0.005 1
Aoy 0.998 0 0.33 96.11 0.56 091.81 1.12 87.51 0.001 0
IE Bt P 0.998 1 0.84 94.36 0.65 90.18 1.23 86.01 0.002 5
F et 0.998 3 0.47 79.58 1.70 74.05 1.70 68.52 0.001 4
SR e 0.998 5 0.89 98.86 151 93.56 0.40 88.26 0.002 7
BER kG 0.998 6 0.42 91.95 0.63 88.52 0.95 85.09 0.001 2
LU 0.998 6 1.02 95.67 1.28 90.54 0.89 85.41 0.003 1
IR 0.998 6 0.46 102.16 0.84 96.60 0.86 91.03 0.001 4
PGS 0.998 8 1.35 46.38 0.72 32.62 3.49 38.85 0.004. 0
5 B 0.998 9 0.94 84.29 0.98 79.36 0.93 74.44 0.002 8
TR 0.998 9 1.05 97.10 1.07 90.29 0.74 83.48 0.003 1
IR I 0.998 9 1.19 99.88 0.96 93.94 0.92 88.01 0.003 6
R 0.998 9 0.41 100.65 0.77 94.12 0.85 87.59 0.001 2
Pk B BRIk 0.998 9 1.53 96.03 1.36 89.72 1.89 83.40 0.004 6
Tk P s 0.999 0 0.58 98.74 1.94 93.06 1.56 87.37 0.001 7
2 P T 0.999 0 0.59 99.01 0.88 91.24 1.02 83.47 0.001 8
( j%%%f}'fg@ y 09991 0.59 98.26 0.79 92.35 0.80 86.43 0.001 8
R 0.999 2 1.13 91.67 1.39 89.59 0.91 87.51 0.003 4
TR 0.999 2 1.79 106.57 0.61 98.64 0.94 90.71 0.005 4
K LRI 0.999 3 0.61 102.62 0.43 95.25 1.17 87.88 0.001 8
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&5R3

e Q2 0.010 mg/L 7kﬂ|§iﬁ?s}1u 0.020 mg/L 7kﬁF%§7JLI 0.100 mg/L 7KBFZ$JJLI LOD
RSD (%) [t (%) RSD (%) g (%) RSD (%) [fgR(%) (mg/lL)
TR 0.999 3 0.46 83.14 1.73 81.01 1.12 78.88 0.001 4
FUGENANLE 2, T 0.999 3 1.33 93.42 1.80 85.33 0.56 77.24 0.004.0
PIERmE 0.999 3 1.17 64.42 6.55 61.01 2.61 57.61 0.003 5
TN 0.999 4 0.85 102.28 0.51 95.09 0.85 87.90 0.002 6
PITBL 0.999 4 0.94 98.60 0.49 91.48 0.76 84.37 0.002 8
FeE B 0.999 4 1.19 103.61 3.16 95.29 1.26 86.96 0.003 6
T A TR 0.999 5 0.52 100.14 0.42 93.17 0.81 86.19 0.001 6
PR 0.999 5 5.36 113.25 4.56 99.96 2.03 86.67 0.016 1
NPk BT i 0.999 5 0.95 96.71 0.93 89.81 0.86 82.92 0.002 9
WHEE 0.999 5 4.78 101.34 3.51 93.59 4.98 85.84 0.014 3
TNk 0.999 5 0.70 99.26 0.60 90.96 0.67 82.66 0.002 1
EZ Y B 0.999 5 0.43 97.20 1.51 89.62 0.95 82.04 0.001 3
IR 2, R T 0.999 6 0.98 95.76 1.22 87.54 1.23 79.32 0.002 9
T SR 0.999 6 2.32 109.17 8.49 99.44 1.44 89.71 0.007 0
lﬁﬁ%%ﬁﬂfﬁ%% 0.999 6 0.65 100.28 1.47 93.39 0.55 86.49 0.002 0

FRHRER

B T 0.999 6 1.27 87.10 2.24 83.27 1.72 79.44 0.003 8
IR 0.999 6 0.82 93.77 0.32 86.28 0.46 78.79 0.002 4
UM 0.999 6 0.95 106.89 0.85 99.71 1.68 92.54 0.002 9
el 0.999 6 0.87 92.19 0.47 85.55 0.60 78.91 0.002 6
I PR 9 0.999 7 0.47 99.86 0.69 90.81 0.51 81.76 0.001 4
WA 0.999 7 0.42 104.77 1.55 99.32 1.59 93.88 0.001 3
FH RL P 0.999 7 3.44 134.34 6.93 127.82 3.15 121.30 0.010 3
ZFF M 0.999 7 0.45 108.54 0.71 100.20 0.85 91.85 0.001 3
F s 0.999 7 1.51 102.52 1.41 93.66 0.91 84.80 0.004 5
RN 0.999 7 0.80 108.51 1.22 101.45 1.29 94.40 0.002 4
BEEN A 0.999 8 2.01 96.57 1.93 91.77 1.34 86.98 0.006 0
FR 208, 0.999 8 0.42 108.05 0.79 98.41 1.05 88.76 0.001 3
TR HUIR 0.999 8 0.66 89.19 1.15 87.73 0.71 86.27 0.002 0
24 & 0.999 8 2.50 100.12 3.51 91.63 1.49 83.14 0.007 5
FH 50l 0.999 8 1.11 82.33 2.38 79.76 1.29 77.20 0.003 3
FRNER 0.999 9 4.09 129.88 3.75 118.48 3.00 107.07 0.012 3
WERE 0.999 9 0.55 115.92 2.05 108.19 1.73 100.45 0.001 6
IR 0.999 9 0.88 95.30 0.89 88.54 0.81 81.78 0.002 6
PN/ 0.999 9 2.19 108.71 1.91 99.14 2.13 89.56 0.006 6
6 KR 0.999 9 1.23 108.08 1.75 101.01 2.56 93.93 0.003 7
Fre S 0.999 9 1.11 51.08 1.46 55.36 1.94 59.65 0.003 3
R 0.999 9 0.93 104.59 0.62 96.66 1.28 88.73 0.002 8
2, 4- i 0.999 9 1.50 113.14 1.68 101.20 1.19 89.25 0.004. 5
v 0.999 9 1.07 108.84 2.50 102.67 2.45 96.49 0.003 2
—HKR 0.999 9 2.10 131.65 6.95 117.40 3.01 103.14 0.006 3
REE, 0.999 9 0.63 102.69 0.39 91.59 1.29 80.49 0.001 9
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& 4 HPLC-MSMS 34l 4 3| o 7 3 B RS gk 4
TRAR RIER R L ME TRaR R R L ME
o ek 0.992 0 0.999 8 -0.78 NS 0.999 3 0.999 7 —0.04
i 0.992 5 0.998 5 -0.60 FWEIEZ ] 0.999 3 0.996 9 0.25
e 0.992 6 0.998 1 -0.55 [ESEZNAH 0.999 3 0.999 6 -0.03
g e 0.993 0 0.999 7 -0.67 AL R 0.999 4 0.998 1 0.13
GRS R T 0.993 5 0.998 3 -0.48 PAITEL 0.999 4 0.997 8 0.16
g ik 0.994 1 0.999 8 -0.57 TE BN 0.999 4 0.997 8 0.16
IR = 0.994 9 0.999 8 -0.49 FHE PRTIENE 0.999 5 0.998 1 0.14
I P i) 0.995 1 0.999 5 -0.44 FRA 0.999 5 0.994 1 0.54
I LR 0.995 4 0.999 8 -0.45 et 0.999 5 0.998 1 0.14
Y 7, i 0.995 9 0.999 9 -0.40 Wz 0.999 5 0.992 9 0.66
IR R 0.996 1 0.999 9 -0.38 TRk 0.999 5 0.997 4 0.21
| 0.996 2 0.987 2 0.92 EZNES 0.999 5 0.997 6 0.19
P P 0.996 4 0.994 3 0.21 DRI 2 KR TR 0.999 6 0.997 7 0.18
IRE B 0.996 5 0.999 9 -0.34 HRIERAME  0.9996 0.995 0 0.46
EEX L 0.997 0 0.999 6 -0.26 L 2 [ 2
FHOR U 0.997 1 0.999 6 -0.25 ﬁag}z&iﬁﬁ Eﬁgﬁi 0.9996 09978 0-18
P57 0 0.997 8 0.999 4 -0.17 Y T 0.999 6 0.999 3 0.03
k) ae 0.997 8 0.999 1 -0.14 LR 0.999 6 0.997 9 0.17
KEIH 0.997 8 0.998 4 -0.06 DU i 0.999 6 0.997 2 0.24
MPISE T2 i 0.997 8 0.999 3 -0.15 VU 0.999 6 0.998 5 0.11
[l QU T ] 0.997 9 0.999 4 -0.16 I AT i 0.999 7 0.996 4 0.33
SR 0.9979 0.998 0 -0.01 TR 0.999 7 0.998 4 0.13
=i 0.997 9 0.999 8 -0.19 EE-S Yl 0.999 7 0.9979 0.18
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Determination of 83 Pesticide Residues in Raw Milk by High
Performance Liquid Chromatography Tandem Mass Spectrometry

FAN Guangcai', ZHOU Huan', SONG Yanmei', LI Qingging’, LUO Ming', MA Jing',
XIA Zhongyue'
'New Hope Dairy Co., Ltd., Chengdu Sichuan 610000
*Chengdu Jinfu Monkey Food Co., Ltd., Chengdu Sichuan 610000

Abstract: [Objective]To establish a high-performance liquid chromatography tandem mass spectrometry analysis
method for multiple pesticide residues in raw milk.[Method]Raw milk samples were extracted with acetonitrile,
purified with 150 mg of N-propylethylenediamine (PSA ) , 900 mg of magnesium sulfate and 15 mg of C18, and
then eluted with liquid phase gradient.The samples were detected by electric spray ( ESI+/ESI-) , and quantified
by matrix matching external standard method.A rapid qualitative and quantitative analysis method for 83 pesticide
residues in raw milk was established.[Result] The results of method validation showed that 83 pesticide residues
exhibited good linearity within the range of 0.5 pg/L to 100 ug/L, with a correlation coefficient R* > 0.99.The
recovery rate of adding at three levels ( 0.010 mg/L, 0.020 mg/L, 0.100 mg/L ) is 32% ~ 134%, with a relative
standard deviation of 0.3% ~ 8.5%.[Conclusion]|This experimental method is simple to operate, time-consuming,
and suitable for rapid screening and quantitative analysis of pesticide residues in raw milk.It has practical application
value. Using this method, 83 pesticide residues were detected in 50 batches of raw milk, all of which meet the
requirements of the GB 2763—2021 National Food Safety Standard Maximum Residue Limits for Pesticides in Food
for raw milk.

Keywords: HPLC-MS/MS; pesticide residue; raw milk
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