%16 % 5 6 ] JEg I R Vol. 16 No.6
2025 43 Journal of Food Safety & Quality Mar. , 2025

DOI: 10.19812/j.cnki.jfsq11-5956/ts.20241203004

SIRMEN: i, mEfemm, WA, 5. BYeR RUAR TR BR o B AN A OG- ORE G - HR B B0 1 DU E s P £ il b
146 FhARZGBRER (], B a2 2 TR AIIZAAR, 2025, 16(6): 114-121.

YANG ZM, XUE HL, PAN XL, et al. Determination of 146 kinds of pesticide residues in animal derived food by enhanced matrix

removal-lipid dispersion solid phase extraction purification coupled with gas chromatography-tandem mass spectrometry [J].
Journal of Food Safety & Quality, 2025, 16(6): 114—121. (in Chinese with English abstract).

-

SRR B A R AR I AR (3% -
BRI s Pk £ v 146 Rife 2%
mEK, BEWT, FA5wm, & 5

woeag |, o4

(1. 22N AT & S 2y SR BAS T 58 Be, R 2R T 3 WA B 8 P B S S B =/ i R R 2 B 2 5 B W 4,
2 730050; 2. HIR AL K2EFEAEE, 220 730070)

\

1 gz 1 7K 1
wL T oELE R

b

i

W E: BRY o —FhEE TR sR ARG 52 B 4 B AR 2E B (enhanced matrix removal-lipid dispersion solid
phase extraction, dSPE EMR-Lipid) 4 ft 4% R 25 & S AH €4 3% - 53 B T 135 74 (gas  chromatography-tandem mass
spectrometry, GC-MS/MS)MllE st & i b 146 PR 2R BRI AT . 538 76 5 g PRI 2 mL 4l
K, ZZNEPEE, 7R 10 min, QUEChERS-EN-# k7K 432§, RH dSPE EMR-Lipid b AR, GC-MS/MS 24
Z S i (dynamic multi-reaction monitoring, DMRM)BE I, FERTVERCHRMERN L E BT . S8R 146 Fl
WEPITE 5320 ng/L YL FIN ARG R RAF, MHCREUGRT 0.9939, Jriki A hBR N 0.04~10.91 pg/kg, & HtFR
N 0.11~32.72 pg/kg. 146 FLEHIAE 0.01, 0.02 Fl 0.10 mg/kg 3 ANAREIIARASET A2 BRI B 1
61.3%~119.3%Z [, FIXHARMEMZE N 0.15%~16.02%, i€ Z kB ERifEYos, RE0ER, ek e2F
R HR ik R R 55K, 8 T S W il vh 2 R 2 5% BR 1 O A

XRIA: ST ah; BEURBUAR UL 2 PR B AE G SO k- R BT, R 2 sk

Determination of 146 kinds of pesticide residues in animal derived food by
enhanced matrix removal-lipid dispersion solid phase extraction purification
coupled with gas chromatography-tandem mass spectrometry

YANG Zhi-Min', XUE Hua-Li*", PAN Xiu-Li', LI Yun', LI Jian', DING Hui,
LI Yun', XU Xiao-Hui', CHEN Ting'

I is HEA: 2024-12-03

EE&TIB: Hilta i W & s RRHE 30 H (SSCIG-SP-A202308); 22 M H4ERHE A A QIHI 0 H (2023-QN-180); 2/ dikh: & eds
SR H (2023-2D-234, 2024-9-227); =M AT RMHE R H (2023-3-29)

F—1EE: MEWA985—), &, Wil Mg TR, FEMFFE 10 R MG ETS Yl B R 43 4T o E-mail: yzmljh@163.com

MBIEEE: AR (1977—), L, Wit &8, FEMR T ARG EYESEARAME N EE 5% 4, E-mail: xuehuali77@sina.com



B 6 W Wpabag, A HESRBYNG T2 R 23 B A A G- O (- A B E Sh P B b b 146 R 25k B

115

(1. Lanzhou Institute for Food and Drug Control, Key Laboratory of Pesticide and Veterinary Drug Monitoring, State
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ABSTRACT: Objective To establish an analytical method for the determination of 146 kinds of pesticide residues
in animal derived foods by enhanced matrix removal-lipid dispersion solid phase extraction (dSPE EMR-Lipid) and
purification technology coupled with gas chromatography-tandem mass spectrometry (GC-MS/MS). Methods The
5 g sample were added to 2 mL ultrapure water, extracted with acetonitrile, freezed for 10 min, separated with
QuEChERS EN-extraction package, cleaned-up with dSPE EMR-Lipid, then was detected by GC-MS/MS in dynamic
multi-reaction monitoring (DMRM) mode. The analytes were quantified by matrix-matched standard curve method.
Results The results showed that 146 kinds of pesticides had good linearities in the concentration of 5-320 pg/L, the
linear correlation coefficient of the compounds were greater than 0.9939, and the limits of detection of the method
were 0.04-10.91 pg/kg, the limits of quantification were 0.11-32.72 pg/kg. The average recoveries of 146 kinds of
pesticides at the spiked level of 0.01, 0.02 and 0.10 mg/kg ranged from 61.3% to 119.3%, relative standard deviations
were 0.15%-16.02%. Conclusion The method is simple in pre-treatment, convenient in operation, rapid, sensitive
and accurate in detection, can meet the simultaneous detection requirements for multiple pesticide residues. It is
suitable for preliminary screening and quantitative detection of multiple pesticide residues in animal derived food.
KEY WORDS: animal derived foods; enhanced matrix removal-lipid dispersion solid phase extraction; gas

chromatography-tandem mass spectrometry; pesticide residues
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Fig.l1 Total ion chromatograms of 146 kinds of pesticides
(240 pg/L) in the pork matrix
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Fig.2 Effects of water addition on the recoveries of
pesticide compounds
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Fig.3 Effects of purification schemes on the recoveries of
pesticide compounds
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Fig.4 Ratio distribution of MEs and strength levels of target
compounds in blank pork matrix
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DI 24 ST B (X, /L) AR AR bR, A 245 9 J32 0 37 ) e T
TR AR, Zibibrieli <, kLl a 152 w17
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R1 146 FRZEUAHEI LODs. LOQs, FHEULZEE RSDs (N=6) = 1(5)
Table 1 LODs, LOQs, average recoveries and RSDs of %
146 kin(is of ge;ticidesgcompounds (n=6) &Y /LODS LOQs IEMCHRSDs)%
(ng/kg) [(ngkg) 001 mgkg  0.02mgkg  0.10 mgkg
A /LODS /LOQS [l (RSDs) % ROEREE: 059 177 773(336)  822(023)  86.0(237)
(neke) hehk®) 001mgkg 002mgke 010mgke WEIE 059 178 788(1.89)  799(1.16)  79.8(1.56)
WPE 142 425 627812  758(647) 638(5.08) FILEHIBE 009 056  834(080) 874(193) 963 (0.88)
HEHE 057 1700 650(4.76)  712(681)  724(3.51) Ol 004 011 819(321) 799049 852(121)
JURFE 090 270  689(1142) 804(525) 783(3.88) “HRRE 084 252 116.1(125 107.7(326) 983 (0.91)
AGE 134 403 999(462)  904(183)  87.9(054) REME 007 020 80.5(061)  84.6(063)  88.6(0.99)
PUSHMEA 032 095 874(101)  851(18)  883(L12) R 131 392 786(5.73)  872(6.65) 964 (1.58)
MER 032 096 941(422) 966(27)  952(2.10) FFTHOR 265 796  789(542)  892(643) 963 (1.58)
M 018 054 789251  823(045) 906(075) TWHGABE 028 083 846(8.16) 842(611) 767 (345
BiEKE 129 387 876(261) 924(124) 995(1.32) B 069 207 846(8.15)  841(6.12) 767 (3.45)
KEME 017 052 845(215)  896(061) 984(0.54) Bt 655 1965 734(0.79)  69.8(1602) 90.7(1.21)
SRR 038 113 850(145)  912(0.16)  99.7(0.81) FOETI 232 696 668(812)  67.7(546) 807 (030)
MRR 009 028 1144054 1003 (043) 98.0(054) EEGRHE 085 255  832(276)  859(344) 97.0(1.17)
I 100 300  836(206) 886(081) 975(036) SIEE 652 1956 1024(256)  100.2(295) 97.3(1.85)
FFEE 016 049 899(035)  869(169) 926(0.15) WA 459 1377 974026 800037 75968
aNFON 024 071 787(300) 852(124) 923(1.10) WA 401 1203 936(691)  90.0(220)  80.9(1.85)
AR 030 091 681(543) 685039 752(116) JEER 161 484 822(294)  852(336)  88.6(0.65)
AR 082 247 725024 837(694) 767(613 FURF AL 065 196  802(136)  80.9(247)  87.3(045)
AR 080 240  882(295)  945(148) 1003 (0.82) N 013 039  745(162)  844(076) 940211
FEIE 005 015 875(134)  883(204) 944(084) F 273 820 ®4@18)  B5@%) 54030
WETH 074 222 638(219) 752(511)  67.2(624) FRMRTR 019 056 769(1.15)  842(323) 926 (145)
BN 031 093 701(665)  827(128)  90.6(1.50) 2AMHBT 010 031 729(212)  709(L11) 764 (0.26)
Fil 054 162 882007)  880(L12) 932(081) WM 093 280  726(128)  733(0.72)  83.1(0.28)
pAVN 044 131 648(754)  786(L63)  854(274) B 083 250 1020(d23) 934(1.04)  895(1.21)
TEI6I0E 013 040  872(152) 868(032) 953(063) KEH 058 174 760(956)  83.9(691)  83.1(0.74)
PORBERE 034 101 922(0.76)  924(1.38)  96.0 (1.66) BT 423 1270 974017 768(380)  81.0(269)
FARPER 026 078 109.5(2.02)  95.1(0.33)  88.3(1.09) AR 047 141 814(335)  844(082)  889(1.17)
MR 050 149 869(172)  89.9(092) 988(0.64) LW 123 369 812(357)  867(324) 956(137)
BAEH 029 086  833(2.53)  87.0(0.77)  98.5(0.40) S 393 1178 742(199)  786(115)  849(1.58)
DR 009 027  818(167) 876(048) 955(L18) R 008 025  828(1.60)  839(195)  89.8(135)
W 023 070 810(284) 834(183) 867(137) NIRPE 040 120 902(146)  88.5(2.80)  956(125)
SN 034 102 832(500)  87.5(1.06)  92.1(1.09) W 077 231 829068 812078 927 (143)
SRR 167 501 925(1.84)  934(090)  995(090) 44O 018 053 835(359)  77.0(128) 807 (0.44)
AR 075 226 622(480)  866(545) 917(541) SIKEGH] 194 583 767(073)  822(649) 848 (0.64)
LIFEEA] 015 046 958(2.88)  98.6(1.56)  104.8 (0.84) fiE5 R 022 067 830269  846(1.36) 852(1.97)

FELEEPE 020 059  83.7(1.51)  85.9(1.89)  93.7(0.16)

UG 199 597  874(1.93 84.5(7.30)  88.5(3.03
LK GRE 085 256 111.2(246) 1002 (1.06)  99.5(1.30) ik (1.93) 730 09

BUFME 013 038  918(3.26)  88.7(1.08)  89.6(1.60) FUAEBL 026 078 858(226)  825(135)  85.2(1.29)
FESTARBE 010 030  86.8(149)  87.6(1.85)  93.5(0.40) [N ERL 063 189  852(3.68)  849(299)  85.6(1.39)
5K 043 128 754(2.12)  80.3(1.92)  79.3(2.00) FANE 050 149 76.7(439)  746(1.54)  69.8(2.14)
AR 045 136 737(321)  8L1(284) 83911 GEWBERE 044 131 89.9(1.17)  902(029)  92.3(1.56)
LR 008 024 622(479) 720392 832(462) BRESEE 103 308 1100(2.17)  986(2.05  99.5(0.79)
HEMRERE 004 012 781(146)  799(145) 824(141) 2AHIE 005 046 846(043)  859(066)  927(021)
ARG 025 075 1120(044)  965(134)  960(143) ANEHE 073 220 784215  625(3.14)  715(7.60)
HEFE 020 061 80.5(2.00)  85.0(1.18)  93.4(0.84) WA 033 100 83203200 721078 7900372
DAIGIBE 044 132 779(086)  89.7(081)  102.3(1.05) QAEEE 006 017 784(192)  855(0.66)  95.4(0.40)
LEE 011 032  842Q97) 865(073) 947(052) WREE 483 1449 940(5.03)  72.1(2.69) 613(274)
PR 182 546 863(220)  928(1.77)  95.7(265) SUEE 070 210 882(112)  915(152)  974(118)
f5WiBE 052 157 826(159)  825221) 903 (1.20) WA 171 514 808(250)  843(L11)  929(120)
FEA 109 327 807(672)  765(625)  832(0.88) WOEBE 010 029 853(125  92.5(0.80)  100.3 (1.48)
WIEME 0.6 048  858(224)  833(127)  88.8(0.61) Ji5 AR 135 405 879(1.00)  90.8(0.82)  97.0(1.00)
=W 029 088 79.7(123)  853(0.75)  92.5(1.70) TIFNE 057 171 915(098)  71.6(0.79) 859 (0.98)
PUSEEAME 018 053 89.3(624)  867(211)  86.0(2.82) FRFHREREE 011 033 845(236)  83.1(0.17)  82.8(1.67)
SHHRE 070 211 117.8(0.97)  985(1.26)  95.7(1.03) 4ATHEEG 253 759 626(023) 71.0(143)  76.5(10.79)
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