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 E: B8 AR RSP ERSE . B RIRAERZE . DUPRERZE . MRRTEREZE | AU
HZ53t 6 28 56 Fhdud: E 5k B8 1 [EIAH A (solid phase extraction, SPE)-#8 i 0B AR {41 - B8 Bk = 5 UARAT Ui (ultra
performance liquid chromatography-tandem triple quadrupole mass spectrometry, UPLC-MS/MS)#:., A3k ffiff 2
AR A PEBUR [2 mL 2 — % PU Z R (ethylenediaminetetraacetic acid, EDTA)-Mcllvaine 2% 1% . 1.5 mL H EEFI
4.5 mL ZJi55 8 mL ZIFSe/E SRR S b BARZ5Y), SiEC ke g, (1] HLB BARAS U4k, 3 mL PEBR
(M E: LR =723, V:V)BEIBE, SR JT UPLC-MS/MS #6:ill . 455 56 FhHiA: R7E 2~100 pg/kg il N IER 5
KA, HRALIIRT 0.990. ZI LK RN 0.2~2.0 pg/kg, EHIRM 0.6~4.5 ng/kg. M AR RS
23R (83.93%) [Ty 60.04%~106.59%, 8 FFAE dh H O A 2K(83.93%) IRy 50.04%~124.41% R H
AT RS TR 20 G348 PARE SRR 13 048 ITPAE AL GG, HUA LS8 ATAE P S R RO VD AR B, HLR AR AR T
FE S ARE. G50 )7 RBUZHEGS . EIELS, ATH TG ARG I b AR AR 3R B & S e A, i H
ST £ At 22 A IR KU I B 5K, D PR 7 2 R R S
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ABSTRACT: Objective

antibiotic residues belong to 6 classes, namely, quinolones, sulfonamides, macrolides, tetracyclines, lincosamides,

To establish a method that validates for the simultaneous detection of 56 kinds of

and pleuromutilins, in pork and swine liver samples using solid phase extraction (SPE) and ultra performance
liquid chromatography-tandem triple quadrupole mass spectrometry (UPLC-MS/MS). Methods The 2 different
extracts [2 mL ethylenediaminetetraacetic acid (EDTA)-Mcllvaine buffer, 1.5 mL methanol, 4.5 mL acetonitrile,
and 8 mL acetonitrile] were used to extract target antibiotics from pork and swine liver samples. These extractions
were defatted by n-hexane, cleaned up with HLB solid-phase extraction columns, eluted with 3 mL elution (methanol:
ethyl acetate=7:3, V:V) and analyzed by UPLC-MS/MS. Results

relationships within the range of 2—100 pg/kg, with all linear correlation coefficients exceeding 0.990. The limits of

The 56 kinds of antibiotics exhibited strong linear

detection this method ranged from 0.2 pg/kg to 2.0 pg/kg, and the limits of quantification varied between 0.6 pg/kg
and 4.5 pg/kg. The recovery rate of 83.93% target antibiotic in pork was 60.04%—106.59%, whereas the rate of
83.93% target analyts in swine liver falled within a range of 50.04% to 124.41%. Enrofloxacin residue was detected
in only one swine liver sample out of 20 pork samples and 13 swine liver samples using this method, with the residual
concentration being below the national standard. Conclusion This method exhibits high sensitivity and
reproducibility, enabling the simultaneous determination of various antibiotics in pork and swine liver products. It
meets the requirements for daily food safety monitoring and potential risks detection of target analytes in animal
products, offering technical support to ensure the safety of these products.

KEY WORDS: antibiotic residues; pork; swine liver; solid phase extraction; ultra performance liquid

chromatography-tandem triple quadrupole mass spectrometry
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TR NRBEASOEN S, RGBS
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R A RE S ZAERUERE 97% BN B K
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31650—2019 (frih e FEEIRUE £ hE 2 i K5k i R
) . GB31650.1—2022 (&b &2 EEZE frah 41 Fh
PN R Ak R PR DS BRI A B SR i i AR R
FREAFR TR . HATFRAA A MIA R L, HA B
AFARWHLHERE ], 2B b by Rk i
Bio AR BNRIE 5 AR RER BB AR, JF R
FERURE, A7 B ST AN W 57 3 R 6% [7) el Rt 0 2 4 U
PER S 2R b AE AR R SR R Ik, R R
mi R PR S

E AT = BT s ik 2 S v b A 5k B AG I bR i)
PUVR AR €235 - 82 B ST 3% (liquid  chromatography-tandem mass
spectrometer, LC-MS/MS)i: R =, (Hi&PEREZ Gy

JESER ARG ST n BRI o T S OB - R I = DA
1 J5 3% 5 (ultra performance liquid chromatography-tandem
triple quadrupole mass spectrometer, UPLC-MS/MS)ff#ik T |
WS, e T g A R, B REUE S . R
SEVESR AT S I S T AR O v
PEATAGIN . B AHZEHL: (solid phase extraction, SPE)LLjk#E:
W B -5 AR TR B0 0 VA 620335 D 8 D B XS A At A 7 53
Faife, BAWFIHED . BAERR . S8R Rty
SRR FAE L [ e U SN RS RO (BT
GRARMEFN SCRRARIE A I 5 125 2238 T — Lo, A 24
WIRPA AL, MELLT AL 2225 2y IR eGSR U
GB 31658.17—2021 & i E A E ZhrE ShP e i ek
B AR FIME RSS2 )% B8 B E  VROAR €003 - H Ik
FTiEk ) BUE T SR 2 S O PR 2 | B IS R i
Jedt 36 FhZGWERE (I E Iy ik, AEORWE SORFRNERE . Ak
ARSI B I R AR R B . sk AR R
THREIMRE AT 24 BRI T TS A 28R R Tk,
3T FHFEFAO G, W5 25 R AR b At
ST TR AR 4 RIS RIS E R R
25, K HARZ AR —

HETFRAA U E R L, SESYIEER
TPRTRE SR 2R AR ER o AT A IR R AR 2
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AR R AR BT P TP R I 2 A7 oK, AR RAZ
_BZDU 2.1 (ethylenediaminetetraacetic acid, EDTA)-Mcllvaine
ZZofol . HREAN ZIEHRIR, SPE 14+k, UPLC-MS/MS il
ARG T hs RIS . BRIES . KIFIERE . IUBREIE, Mk
AR . FRIE M2 6 25 56 FibTEZREREE, I LRRED)
LYY G oy S T e e el L 5 NV

1 MR5ERZE

1.1 FE5E%

Acquity UPLC-Xevo TQ MS # gy &iBAR (- R =
PURAFBTEY . Oasis HLB [EAHAEUA(60 mg, 3 mL), Waters
Acquity BEH Cg (@if#5(100 mmx2.1 mm, 1.8 pm)(3E [
Waters 2% Fl); Milli-Q # 4K (L (3£ E Millipore 2% H]);
N-EVAP112 BIE S 7&K 1L (ZEE Organomation Associates
2y H]); KQ700DV A i i vk A (B Ll v s A A R
ri)); QL-866 HUTEIA T G 4% (1] T MR DL RS il e A B
ZvHl); 5804R A E R E.OHL(HEE Eppendorf 24 H);
BS2202S B FRIF-(FE 0.01 g, {58 2 AR A5
AR 4R uER0.22 um, FE[E Pall 2AF]).

1.2 #R5ERF

ARG B TR KR AR S Y B 55 S e T S
KA, GRS &R 2590 FE SR 28 (I RES, T
—20 °CUKFAR VR IR TT o

NG, WEE. ZRROHE . WiR . IECke(ital, fEE
CNW Arl); &K, LW R, —KEHIER .
T ZOKEHER A (b e, i E 2 4R B b ER R
wl); ALK A Milli-Q # 4l A A i .

ARG FH b o A A s i T2 (21 ) B2 (21
Ty RATEEREZS(2 i) KIRIERZE(7 By . #6  H-25(1
FINFITUIRZE 254 FinSt 6 25 56 #1254 (#5[F Dr. Ehrenstorfer
GmbH A F]), BARAEILZE 1.

1.3 LWHE
1.3.1 AR R 4 ek

FRif A 2 43 BIFREL 2.5 mg BOFRE Sy, P A
fEIFELA A 25 mL, BCllAUTTRMEE S 100 pg/mL FIARHE
AR, —20 CCAIE T RDGIRAE, AW 6 A .

TRATRES TAER: 2 MERFZIS00 nL bRiESI s &S
50 mL 2R, FFREARSZIEL, 1R, Bikl 1 pg/mL
FOARUE S TAETR, —20 °CA M FREGIRAE, A%0W 1A,
132 w7 %k

(DHFEHUy 12

B 55 A TR BT RE 56 2 Y BIL I T, o R FR R
(2.00£0.01) g BEf T 50 mL BOEF . BEMFIA 2 mL
EDTA-Mcllvaine & i (pH=4.0)iR31RAJGIA 1.5 mL
F A 4.5 mL 2, WA SITRA] (8 FWER 1R A % 2500 r/min

=% 10 min, E5.0HL 4 °CHF T 8000 r/min #5.0» 5 min, HX
ISR DU 8 mL Z Ik FiR ARG, B
DB, AIHPREEE R .

BAFE LIEW 10 mL, /KIEE 45 °CRIZME T HA
SHERIKEIRT . A 5 mL EDTA-Mcllvaine 2% M
(pH=4.0)E 1%, JMERIR A7 LA 2500 t/min #%3% 5 min, ##
FALEL 5 mine EWEMELEPIA 2.5 mL 1E & 62
I8, WRWEIR RS, EEOHL 4 °CHIAM T 8000 r/min
B0 5 min, PR T EKMEER.

Q)b Iy 1

Oasis HLB [#AHZE BRI 3 mL HEE . 3 mL /Kl
3 mL EDTA-Mcllvaine & i 1E fk, B4 mL KRR B R E
TEAREFRY HLB S AHAE B g s, K 3 mL K, 3 mL
5% BOK A O GE, AT, A 3 mL BB
B LR L FR=T7:3, V)Wt EAR 25 U AR VR, Kt
WA 45 CHAHTARRELEMREET. H | mL E%R
(0.1% MWK Z15=9:1, V:V)F sk, shfairs 1.5 min
FRKIRSN 30's, FH 0.22 pm £ QuE RIS EALEG I
133 oM&H

B AR Waters Acquity BEH Cig (100 mmx
2.1 mm, 1.8 pm), #Ei 35 C.Hshiti A b 0.1%F BKER,
WEhH B A2, SEEEARFN S uL, N 0.3 mL/min.
AR TERR R Ve 4518 J9: 0~1.0 min, 90% A; 1.0~6.0 min,
90%~65% A; 6.0~8.0 min, 65%~50% A; 8.0~8.1 min,
50%~2% A; 8.1~9.0 min, 2% A; 9.0~9.1 min, 2%~90% A;
9.1~11.0 min, 90%,

JEIE S ABFSERH UPLC-MS/MS RS BL 4 HIBE %
FH, 5 (electrospray ionization, ESI)J, f#i F§ MassLynx V4.2 &
G TR AEAE /0T, RGEAE ESIT R R Z R
M2 (multiple reaction monitoring mode, MRM)#EFTHE N,
ol BANE IR 0.60 kV, BFIRIREE 150 °C, WA
500 °C; HEFLASHE N 50 L/h, REEGESFE N 0.24 Lh,
1.3.4 FkiiE

(1)F T I HH 28 19 22 1

W23 FURG ARG STFRE 42 B 1.3.2 R BUAHLSR, fn
NIRAARE AR BARgiuk 4 2.0, 5.0, 10.0,
150, 20.0. 50.0. 100.0 pg/kg 1R 5F5ME W, B0
UPLC-MS/MS il 5347, LAZGHpk B i AL bR(X, pg/kg).
M o AR AR BR(Y), 22l SR I i

(2)BE AL

FETEARBR H AR 2 AN LA i A 5, 4 2% St
B b5 245 0 43 BT 90 7= A5 0% 348 5 Sl o 1 FH BR A 356 5 4000
(matrix effects, ME), JEFTRUN 158 LA (1):

ME /%= x100 1)
S
o, S AR 25 s bRt 2R 1R, I3 AR R 45
(ERIUEE /B35 UM T 7Ry 17 HEAJIIF = RSl
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x1 HRER. SEURRIESH

Table 1 Drug standards, purity and mass spectrometry parameters

ERUGES BRES BERE/% PR ER ] /min BTz  TETFmz HALBEY RiERER/V
LR AR 98.5 2.47 304.6 ;1;3; 30 ;g
R 98.0 3.33 320.4 %g; 32 ;g
AR A 98.5 3.36 362.4 ﬁ;; 34 fg
B VDA 98.5 3.34 370.7 igZ:i 30 ?2
Rrmub A 98.0 3.42 334.4 ;ggj 34 f;‘
IR L 97.0 3.11 363.4 3%3 30 fg
WA 98.5 3.47 3324 ;Zéi 32 ?é
KR A 97.0 3.67 352.4 igg; 34 fé
U A 97.0 3.70 358.4 ﬁgé 34 ;g
Bk A 98.0 3.87 360.4 g?g:g 32 fg
ME TR HILTP A 99.0 3.99 396.4 gzg:? 36 fg
TEARTD R 98.0 431 366.3 ggg:g 32 ;g
g ORU 99.0 437 386.4 §Z§§ 36 fg
Gl SR 98.0 4.46 393.7 iﬁj 30 fg
TR A 98.5 4.45 400.4 §22§ 36 ;g
Pufhvb 98.5 529 410.4 ;gz:g 26 fi
AR AL 97.0 6.81 361.6 ﬁ;:i 30 ;Z
ZRMEMR 98.0 6.88 233.4 ;?;; 20 fi
ML R 98.0 8.04 289.5 ;ﬁ: é 32 ?é
TEER 97.0 5.50 262.0 ;ijf) 26 ;g
P 97.0 725 262.5 ;gié 26 i’é
- 123.0 24
FR &k 99.0 3.16 291.4 2300 34 22
. 91.9 22
T e P 98.5 1.93 215.3 1550 16 0
_ . 124.1 20
i e — Pk S e 99.5 1.84 280.0 1862 30 6
S 124.1 20
g Joie — Y L g 97.0 3.52 279.7 186.2 30 16
ek ik g s 99.0 2.60 256.3 ]2;:2 26 fj
i i FF i e 97.0 2.93 256.3 ]2;:2 28 fg
T et e 99.5 2.71 250.3 122:8 30 fg
Tk g e 98.5 2.20 251.4 12;3 24 f:
T e — Y e 98.0 3.40 268.3 };:g 24 }3
T e — FR S s 98.5 5.03 268.7 92.2 28 28

156.3 16
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F1(8)
EOLY/E S ESL Ll /% {5 B4 B} 1] /min BTz  TETW2D) HLHBE/NV RiEERER/V
. 922 28
i iz v e .
itk g py /e 97.0 5.03 268.7 1563 28 6
I _ 91.9 26
i HH 13E — [ :
i i F 19— el 97.0 3.70 271.3 155.9 24 14
N 92.2 30
fie ] FF 48 IR
T e ] H S M e 97.0 431 281.7 1563 30 ”
. 91.9 28
e o} FF 48 I
Tt X Y A I 98.0 3.76 281.3 1559 30 16
_ 91.9 30
i A0 — A s g
it e S — FH A s g 98.5 4.84 311.3 1559 32 16
o 91.9 30
Tt e a] — H 4 98.5 4.84 311.3 1559 32 16
92.0 28
i Al
ik g P e 97.0 4.93 254.0 1559 26 6
” 156.0 18
4 I Y
Tkt iz g e 98.5 5.06 404.4 2561 30 14
i 92.1 26
I et
et e A T 98.5 5.76 2775 156.0 20 1
. 91.9 26
i g A . . .
i e s b 99.0 6.10 301.3 1559 28 6
. 158.1 28
5 i
itk g A N e 98.0 6.18 315.4 1582 34 %
] 126.2 26
MATER 97.0 2.59 408.0 3503 36 8
MRAT PR 2S ’
TOMEE R 97.0 5.37 425.6 126.2 38 28
a ' ’ : 377.3 18
A 82.9 44
Ik ER 98.0 5.61 778.8 161 50 P
88.0 66
ke
Bk A 98.0 5.99 869.9 1742 68 a4
e 88.1 76
RERHEER 99.0 11 16.6 58
BERWE 9 7 9 1742 3
; . 82.9 46
KA NREES LIRR 98.5 7.54 717.3 22
158.1 30
116.1 40
I/BR } . ) 2
LAY S 99.0 7.57 838.0 1582 3 34
83.1 50
AR R 98.5 7.89 749.9 ‘ 46
S8R 158.2 38
109.2 56
A2 ) . 15. 44
FMTR 99.5 7.98 815.3 1743 4
] . e 118.9 42
RO EZE RIWWHE 97.0 7.62 494.8 30
192.1 20
154.1 26
U7 98.0 3.78 4453 4103 24 8
. 426.2 18
+HER 98.0 3.40 461.4 26
4433 14
PR E I
ERHE 97.5 5.07 479.4 444.0 28 20
R ’ ’ ’ 4623 18
154.1 28
PUIRE 97.0 5.44 445 .4 28
# 8 428.0 18

135 AR RfZ RGN T

23 U R IFRE i 1.3.2 AR RBUS VR IS R 1R
BARUMETAER ARSI . L 3 550 FL(SINS=3)XF I R
e JE VR AR HE FR (limit of detection, LOD), LL 10 f%{5
W LY (SIN=10) % 7 PR i Y4 B2 AR A O 125 ) 7 2 BR (limit of

quantification, LOQ).

1.3.6 Ak ik

TEAS M DRV HERE 8 I 38 s VR A b v TR, fi
HAH HAR 25 EE 4 5.0 10.0., 50.0 pg/kg AYPHPERES, E
ATUSINEISCSEES, He B8 1.3.2 ADBREA TRE S AL SRS I . A4
IR BERRE SR IEA T 3 FILALL, AL & 6 A, LUtk
THEEAS ISR | S PR S 2 R R AE X v i 2%
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1.3.7  FERAE &R

KA G ST A HT i, i S TR T A B T
WA 20 0355 PIRE SR AN 13 0355 AR ShadEA TG
1.4 HIBAIE

AWFSE ] MassLynx V4.2 ZRG TR B
IHT. FREIRBIRFIT Office ZEREEMFA: R 2016 Excel %k
PREA TR A3 BT LRI VE ek, SR Origin 2022 B2 1A] .

2 FER5WR

2.1 EHEFHRMRL

ARWFFERE K Z 50 BRI o0 F A A AR, an i i i)
FF 4 e T e o Y 4B s Tl 408 — PP 4 i g ATt e ] —
R SmznE, S0 = 3 DU B A i LA R X 4, BRI
XL B AHZE RV B e 2% (RS VR 25 A A TR A - A5
it FAS IR HLAR (R A 2 11 FIASTR] K AH (0.1% FR AR K
1 0.2%HBRAOMA G, FHIATHXT . R RER, A
H RN LB AR AR A8 X H AR ) SE A A0 4 8,  HIBTR 8%
SRR KRR AR R A A Sh A B AR G R T,
W3 FH Z I VR A UK o B PR K AT DAk 8 € e 1) 4 5 J3E
AL R 0.1%H BRAKF 0.2% H R A J K AR,
H bR N AE A2 30, It 0.1% B Bk A AR
2.2 MHRAICEGENTK

TEFRETI(2.000.01) g 25 IR PRIFE P ERAAS I 20 pL T
BrAnES TR, 2 RRSC ARSI 10 pg/ke 1
WIBAMERE RE S, ATt tb. A
SR R TR S A ARSI AN v 2R B UE & B,
[FIREE FHTHE T 6 25 56 Rt ek BRI .

221 REAAFRIR KA

AMFFES T MG PAFVRE IR 2T, b A 6 25 56
P %, ARIFZEHE R 2 S8R, iRTHE
FREGPIR TR, SRR T TRk . NGB R ekt
a2 2B AE R RCRBCF, W TSR AR R T A B
TR A RIS B, LRk % M AR BB A4 6 S i P02
PR R 240 A E SR M & PR R R AR
EDTA-Mcllvaine 2% PR REAZUIEILE)E & T 5 U RIS
HRIEEA, B BT R R IR R AR 5T f
F 2. Ji5#1 EDTA-Mcllvaine Z& s f MR BURHFEA T0AE

BEAh, FROCSCHR i o, SIS i B RE AR
TRZEAE S R 2 28 20 0 I R, (EL e 1 R I i 2 38
SRRV, FRAR T 2 1) SR AR A R 24,

FE S0 5 PRAT 5 Al ) ABI S 26 SR IBGR P A
HIRE, IRt BRI AL SR TR . S0 EAT 3 b, &
HESE 3 AN O IR BOR AL & 4E, G A 5B
—¥NMA 2 mL EDTA-Mcllvaine 2% ik (pH=4.0), 1.5 mL
. 4.5mL ZHE, 5 _0mA 2 mL B EE, 6 mL ZHE; 4

A Ay 55— A 2 mL EDTA-Mcllvaine 2% i (pH=4.0) .
1.5 mL I 4.5 mL LB, % KA 8 mL ZJi; A4 As:
H—WHA 2 mL EDTA-Mcllvaine 2% thifi (pH=4.0), 6 mL
ZIE, BWIMA 8 mL )i

Krmah R wn(& 1), JREORAS Ay XT3 A g
Je . WS PRATERCIS . KR RIS | B M EE 2R g oA
FRAY A BT SRR, &2 RilR
64.36%~85.35%, T A JRERA G @IS HER 2 -1 [m
R 51.45%~67.17%)F1 As SRR G (%2 HER 25971y
EIRE 47.62%~66.42%) FI, A0k BoRd S tieh,
S — U HRIGRAF ] 2 mL EDTA-Mcllvaine 22008 . 1.5 mL H!
FEf 4.5 mL ZNF, 56k EEOR A 8 mL ZJE1E 3 IO .

A
100 | HE A,
==\
80 |
§ 60 |-
X
E 40 |
20 |
0 L
&
B/ B
B 1 AR BOR AR BUS B EEL (20 pg/kg)th 6 25 HARZIHIRY
S-S iR

Fig.1 Average recovery rates of 6 classes of target drugs from pork
samples (20 pg/kg) using different extracts

222 Hkikeg kA

RV E A E AR 245 (R B A [ AR ZE R i TRl B,
PR AT B4 A i ), 2% SCHR[26 )48 18 247K Fn T g
AR EA AR IR i B R 4 G o ARG R IR DR TR
H BRI T T Ak, SC00 R T 3 a0, At ® 3
ANEE . B 20% I BHAR(B) . 10% BB (B 5%H
PV T (B ) VR AR VR TR IR R . K25 S B (& 2),
5% H SRR IR, B ARZ5 35 [ R
62.3%~77.5%, WA ST FH 20% FF BRI 10% B AR ikt
TTRCR . PRICARBH T BE T 5% S AR bk i
223 EMEH R HAL

B REREGEE O B A%, JUER TR S g i Fn
RS RRRE SRR SR IO R, 1R
AHAEICRE, T MRS, P, SRR AR S AL FR Y
SRR AR g T I B R R [ 1Y
SRRV [TAE ZE BURE PR IGAICR, R AL 3R )y Ut dE: Co:
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FH15E

FIAHAE UL RT I R A 2.5 mL IECkefa R, &
DT EKARIE S B LLAR; Co: 3 mL 10%20/K i [
AAZERUE2308; Cy: 3 mL 20% 2 K Rk [ AH AL U 208

B,
100 | ™™ B,
==]:%

B2 AERGERT 6 28 HFR25 411 [ iR 58 i
Fig.2 Effects of different washing solutions on the average
recovery rate of 6 classes of target drugs

FESLR S AR R B, FHAE O e R AR AL PR /Y ERETR
TR o EIAHAC IO B R, R E O b KRR F A v
WIS A R AR, BALA6, B EWOR EAH
REBE R RGNS, L2 3 FE AR O, 7™ JE 5 M RS
R, LIZEIR IR (E 3), [ 20%Z K VE N R 22 A5,
A28 2 - 349 ] g S A Al Ak B 4 T S ARG, o 0 A
PR AN U A Y IR N 30%. SRAIEC i AR
H 10%ZKVE BRI HLB A1 ] A 5058 Bhngid, Bk
ZHYPER IR TN 54.26%~80.07%F1 57.08%~88.57%.

100 -3 C
- C
=T
80}
S 60f
=
B 40}
20}
oL
F &F &F &F &F F
A
R
Ek7/ IS

B3 RREIEAE X 6 25 BARZS 724 Ml i1 52
Fig.3 Effects of different lipid removal methods on the average
recovery of 6 classes of target drugs

ZAEC B LN E PRI TEG b AT B A B S T A
AR FRZE, PR 3 R0 P A R A A A ) 2V R
A 2.5 mL IEC KR MRS, B0 BRI B,
NIZAKANE R ERER Y I 2 Rg

23 FHAEFFN

231 AR E

T 1T A 2B TR R R AS Hh B AR 25 0 3 o
BN, BRI 20 M EARAYSLTANE KT 100 B, AL
AR Z 2 P IS 5 15k, RPN LTSRN . BRAK
A B (461.58%)5b, J PIRESL B 43 B Rk i) B Bk
I 59.68%~138.55%, , Hirp 24 F2y ML B KT 100%,
TN BRI RN o FERTFRE S B ARZE ) 0 L B0y
65.27%~156.54%, FLH 12 P2 BT KT 100%, FI
pop:biER Sy SN
232 SMXEFRHEE

56 FhirAE F ML RN X LOD. LOQ. £k
FAIRRZBNF 2, 5RBW, ERIFAENERF, 56
A KAE 2.0~100 pg/ke 710 ] P9 356 BT 42 IF BH 2R A 56 R 3
(¥R TF 0.990, Lt FR R HirdiEEM LOD K
0.2~2.0 pg/kg, LOQ N 0.6~4.5 ng/kg. 45 HAIE W% )7 12110
REER, A FZ5% LoD fil LOQ LT GB
31658.17—2021. GB/T 21312—2007 { Zh¥ & &
14 s 545 i 225 49 % B ARSIy 3 YROAH €63 - B S SIS ),
AT Tl A I R
233 FmE EFedh B

TE2S VB A AV I AR s IS R R TR A b o T AR
T, HHACH BARZiM R 5.0, 10.0. 50.0 pg/kg AIBHME:
ARG, SRR 6 NEE, AT
FIJT IR BRI, DU i ik R A B R K
WA 25 R B oR, %07 2T A SR BUE A R I B ARzl
¥y, 259 RICR g, HE N AH X BR HE R 22 (relative  standard
deviation, RSD)AIHE[E] RSD #/)N, Jridafa e P FAE 28 FE I
FERFFEIF 56 Fh BAR259 0714 [EIBCR AL RSD ., it
] RSD 4351 .35 3.

FERRE T 83.93% (47/56)F0LE & 19T 1 Il R hy
60.04%~106.59%, FLMUPE . VHHiVNE | TUlib R | Bk
BUABE, BUPHER. 2BEX 28X, ZVEAHREMRIL
N 41.36%~81.50%; HFR25H4HEN RSDs y 1.17%~10.85%,
flt5] RSDs Jy 3.42%~26.64%, HPEHEIE . IIKER &
KH R R R E R 22 KT 20%.

FETFRE S b 83.93% (47/56)Hi 4k 2 57 24 [l i %k
50.04%~124.41%, BE M B WE e | R R) RR GRS L B
JrchEIRERR . MRATEEEE . FSARTA R . ZMER L BUWE. W
W&, ©EZHRIES 28.13%~88.81%; BARZEHHLA
RSDs A7 2.34%~19.72%, HiL[E] RSDs A 4.11%~31.26%.
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Table 2 Matrix effects, LOD, LOQ, linear equations and correlation coefficients of 6 classes 56 kinds of antibiotics

) 25 uio| i
E g MEoLODs LGS g TOFHOE O Lok mm O
MURER 10797 0.9 27 Y=2016.60X-525.07 0.9978 11589 0.9 27 Y=647.82X-31934 09916
WRE 10192 06 1.8 Y=3038.63X+395.69 09983 10624 09 27 Y=818.12X-255.14  0.9967
ARPAE 11241 0.3 09  Y=7515.67%X-354496 09906 10253 0.5 15 Y=1608.99%+540.93  0.9977
FEVE 11131 0.3 09  Y=3221.73X+1302.58 09926 7597 15 45  Y=631.05%+4.78 0.9954
KRR 11740 03 09  Y=4700.65X+1052.97 09931 8675 0.6 1.8 Y=1177.03%+501.83  0.9941
PR 11865 03 09  Y=10909.50X+2248.57 09933 7001 0.5 15 Y=2060.01%+54.68  0.9985
WNVPE 10575 06 1.8 Y=2668.60X-23.89 09922 10365 0.6 1.8 Y=651.45%-31.72 0.9976
WEDE 9637 03 09  Y=7915.45X+2341.97 09947 8827 0.5 1.5 Y=194232X254.05 09994
KEPE S 11588 20 60  Y=1315.74%X-830.19 09943 15654 09 27 Y¥=932.05X-33.38 0.9966
B 12547 03 09  Y=9355.89X+2762.40 09958 8795 0.5 1.5 Y=2780.80X+71.18  0.9997
WERERZE  BHIUE 90.18 0.3 0.9 Y=19636.50X+6345.07  0.9933 7047 0.5 1.5 Y=3374.07X+34843  0.9964
SARPA 9238 15 45  Y=2444.16X+414.53 09938 7337 1.0 30 Y=55456X-271.83 09931
WHRPE 10171 0.5 15 Y=3824.72X+734.84 09952 8423 06 1.8 Y=860.32X-229.66  0.9981
HIMAYA 84.61 0.3 09  Y=4466.29X+1552.40 09947 7361 0.5 1.5 Y=75026X-11047 09972
THEWE 13210 03 09  Y=5096.97X+1254.91 09967 7083 0.6 1.8 Y=133527%+84.14  0.9992
Piflv bR 8855 1.5 45  Y=1419.20X+649.51 09948 7218 1.5 45 Y=779.98%+646.13  0.9906
PR 88.65 03 09  Y=3480.32X+1209.97 09964 7393 1.0 30 Y=680.90X+61.87 0.9970
ZER 11576 03 09  Y=16503.60X+1718.71 09968 106.76 0.9 27  Y=3532.19%+709.88  0.9985
nng iz 7450 0.6 1.8 Y=1981.71X+283.05 09943  83.08 0.6 1.8 Y=434.65%+239.78  0.9930
TWERE 10249 02 06  Y=70110.40X+13540.40 09961 8429 09 2.7 Y=15116.10X+4009.59 0.9984
AL s 92.95 0.5 15 Y=3381.22X+130.96 09974 8833 0.5 15 Y=554.19%+120.02  0.9971
FEE 9108 03 09  Y=17226.60X+8675.77 09930 77.69 1.0 30 Y=3480.09%+312.78  0.9987
TEREATEE 9667 03 09  Y=10680.90X+3011.46 09966 89.64 1.0 30 Y=571.89X+11831  0.9966
Tl —
- 10148 03 09  Y=20531.60X+12544.80 09950 8623 09 27 Y=4069.21%+1165.19  0.9963
fiifle — F 3%
. 10199 09 27 Y=299121X+2381.75 09917 10538 1.5 45 Y=380.07%+190528  0.9916
itk iﬁ%ﬂ% 11049 03 09  Y=17797.80X-10674.70 09909  88.00 0.6 1.8 Y=1941.03%+24.00  0.9983
T e 10272 03 09  Y=6203.04X+652.97 09980 79.12 05 15 Y=664.69%+28.79 0.9991
WEMalkE 9933 0.3 09  Y=17866.60X+5389.94 09960 9283 1.5 45  Y=2622.80%+14847  0.9974
ﬁ,ﬁﬂﬁﬂﬁ? 104.33 0.5 15 Y=4297.21X+788.66 09984 7952 09 2.7 Y=388.45%-66.31 0.9962
THUEME 9069 03 09  Y=12332.70X+4093.56 09969 7599 09 27 Y=770.17%-606.69 09907
Llies ’ﬁ; ﬂj * 9406 0.6 1.8 Y=1481.27X+505.01 09926 6575 15 45 Y=102.54%-4436 0.9924
i
T vomE  88.13 0.6 1.8 Y=1550.58X+486.39 09968 6895 1.5 45 Y=117.36X-8.33 0.9921
T FHE I 96.13 0.3 09  Y=15295.80X+6622.61 09947 7092 1.0 30 Y=122535%-110.82  0.9991
T fieia] 4
. 8438 0.6 1.8 Y=4178.09X+1692.54 09946  69.18 1.0 30 Y=303.09X+88.72 0.9964
Tfex 4R
. 88.91 0.6 1.8 Y=21238.40X+9490.08 09936 7801 09 27 Y=2105.87%-128.66  0.9981
T ric4T — H 4
. 9324 03 09  Y=23429.70X+10656.80 09961 6527 09 27 Y=230338%+729.96  0.9933
Tifela) — 45
- 91.23 03 09  Y=20454.80X+8469.14 09969  79.04 1.0 30 Y=2166.16X+338.72  0.9981

Ty i s 90.95 0.3 0.9 Y=21791.70X+6415.13  0.9970 7466 0.6 1.8 Y=1249.77X+543.41  0.9910
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B e 79.52 15 45 Y=8220%X+63.57 0.9919  119.70 0.2 0.6 Y=13.16X+5.43 0.9904
WEHATE  81.08 03 0.9  Y=2370.52X+945.25 0.9954  102.61 1.0 30 Y=149.77%-22.36 0.9941
TR e 72.17 03 0.9  Y=5490.73X%+2137.37 0.9920  82.04 1.0 30 Y=52597%+12673  0.9967
TR 78,73 0.3 0.9  Y=4010.75X+1274.57 0.9981 7830 0.6 1.8 Y=42220%+7.51 0.9961
AR MRAIEEE 46158 03 0.9  Y=16708.30X+4018.03  0.9944 108.64 0.6 1.8 Y=6674.79%+660.77  0.9958
Mgk TIMEE 79.80 0.3 0.9  Y=15444.60X+12861.50 0.9979  94.67 0.5 1.5 Y=4808.74X+1568.68  0.9983
JRER 11156 0.9 27 Y=610.85X+261.71 0.9937 127.10 15 45 Y=202.59%+149.34 0.9913
BAEE 7952 0.6 1.8 Y=1253.54X+303.44 0.9966  79.16 0.3 09  Y=423.58%+1.36 0.9941
FRWE 9.1 03 0.9  Y=4734.96X+1477.32 09939  67.83 0.2 0.6 Y=1352.87%+61922  0.9936
j?f ZIFHE 13855 0.6 1.8 Y=5431.00%+1960.12 09925 8224 0.5 1.5 Y=1006.44X+311.46  0.9974
S wamzE nu 0.9 27 Y=1011.07%+290.83 0.9919 7847 0.3 09 Y=21897X+161.84  0.9901
MZFER 8037 0.3 0.9  Y=737.48X+527.41 0.9920  77.18 0.5 1.5 Y=245.71X+62.49 0.9940
FMTHEE 9299 03 0.9  Y=9960.74X+2839.60 0.9961 7325 0.3 09 Y=3514.65X+39222  0.9987
e U 3 3
ok IR 128.58 03 0.9  Y=2669640%+1474730 09918  81.63 0.5 1.5 Y=5716.02X+1568.75 0.9982
PUAZE  102.62 0.6 1.8 Y=10804.90X-3974.73 09951 8532 0.6 1.8 Y=1381.56X+10649  0.9986
E—— +H&EE 9147 15 45 Y=5540.71%+177.26 0.9982 8031 0.5 15 Y=1179.25%+92.56  0.9920
SRR 59.68 15 45 Y=49548X+56.87 0.9907  78.00 1.5 45 Y=202.73%+137.31 0.9918
WMATEHR 10797 0.9 27 Y=3731.46X+344547 0.9936  115.89 0.9 2.7 Y=1099.29%+3091.51 0.9913

R3 AR P 56 Mt RFHEEFIRLA RSDs (n=6), #tiE) RSDs (n=18) (%)
Table 3 Recovery rates of 56 kinds of antibiotics in pork and swine liver added at 3 levels, intra-RSDs (n=6) and inter-RSDs (n=18) (%)

RERRE IR FERRE SRR

i/ Bt 5.0 ug/kg 10.0 pg/kg 50.0 ug/kg 5.0 ug/kg 10.0 pg/kg 50.0 pg/kg
B B TR gy g PO soh g B oy e PURC oy e PO ol e B gl g
% RSDs RSDs ¥ RSDs RSDs % RSDs RSDs * RSDs RSDs * RSDs RSDs * RSDs RSDs
MURIR 6246 643 14.55 7238 4.86 823 69.04 391 643 60.73 598 1377 68.74 566 1157 7145 288 433
WERIDAL 64.11 782 1525 7486 577 9.62 67.82 369 792 6693 359 888 70.16 379 541 7141 401 7.99
ARV 8149 1085 2664 90.13 565 778 7891 4.82 940 81.82 1047 1565 7686 550 839 83.55 4.18 1041
WEUR 7689 772 1245 8931 552 717 7701 445 1004 8768 629 1078 7990 656 862 8804 561 897
TRIPE 7716 696 1498 8726 587 878 79.65 516 818 8869 948 1061 77.16 561 1139 8308 444 8.16
AP 7510 5.02 1082 8382 562 7.3 7665 474 874 8594 650 887 7753 631 9.84 8626 409 597
WINVPAL 6523 751 1551 7383 563 863 6735 401 1217 6686 521 7.58 7179 3.86 683 7269 4.65 792
BRI 7241 607 946 7992 415 606 7299 573 1137 7829 422 663 7354 539 801 8087 256 4.50
KA 6301 653 1495 7233 454 911 8383 596 10.13 7885 429 577 7576 648 899 8228 382 6.53
. BURUPAEL 8033 729 9.89 8493 634 763 8071 540 851 8534 9.67 1347 7547 499 794 8408 548 7.71
@%;@ WA 80.15 581 7.87 8602 322 535 8174 398 885 8599 594 972 7578 462 813 8592 470 635
FOMIPAL 7451 835 1645 5857 590 1146 6000 428 883 5812 448 927 6502 744 1264 6501 6.16 1095
VHIPA 5643 854 1415 7411 627 9.60 7286 537 1286 69.80 528 11.67 6666 490 7.68 7109 3.62 7.96
APAE 67.19 7.02 1299 6934 452 684 7093 3.15 1082 7236 625 951 7226 9.07 1739 7504 818 1627
TR 6243 792 1127 8577 464 573 8042 454 1126 7826 7.89 10.09 7337 486 747 8091 412 6.02
FOflbvbAE 8150 899 17.65 53.85 4.82 1269 5745 407 855 7129 542 1134 5572 1047 19.04 6377 571 1428
AL 60.04 520 1005 7850 556 957 79.06 431 1736 86.74 1524 2035 9249 14.28 3126 9530 13.35 25.60
ZEER 7007 493 7.04 8618 521 632 87.51 503 869 80.75 694 1301 7612 433 626 80.62 581 8.86
MEASER 8588 4.19 638 73.09 396 7.14 7838 433 639 79.09 596 9.63 6206 835 1628 6621 501 9.88
TWHERE 7063 4.4 539 8742 473 668 87.88 333 625 8526 743 1174 83.02 548 701 8168 641 888
FHME 8282 374 618 7897 448 751 8637 406 454 8565 417 1446 7696 660 11.77 8569 432 923
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AR 1V S TR TSRS
o 2 5.0 pg/kg 10.0 pg/kg 50.0 pg/kg 5.0 ug/kg 10.0 pg/kg 50.0 pg/kg
B AR TR py g RO ey it O fin fioml FMC ey fite O Hgh fga BUE it e
% RSDs RSDs * RSDs RSDs * RSDs RSDs % RSDs RSDs * RSDs RSDs X RSDs RSDs

HASE 7836 543 806 83.01 449 649 7736 3.66 552 8327 634 9.08 7207 551 887 7931 375 6.59
TfmEmE 8276 238 17.13 84.80 227 342 8480 532 725 6176 430 14.16 5798 522 10.67 56.78 4.54 11.40

B I

o 10659 418 652 81.03 2.86 4.65 7731 219 559 6773 732 1855 62.19 586 11.06 62.05 548 11.21
LS
e

... 8181 440 586 9383 236 584 7704 193 4.66 124411972 1785 8793 1555 19.52 61.00 6.22 15.53
g
TEBEmE  89.98 4.37 519 8520 420 6.60 7801 248 498 6433 822 1675 63.17 496 957 6226 567 9.62
B
W 85.55 238 550 77.00 2.56 524 7803 1.17 723 7356 723 13.84 61.64 496 933 6146 6.61 11.24

kg 8331 282 5.69 80.14 3.13 473 79.18 273 745 59.08 946 1943 6222 573 1043 6574 6.86 9.82
fifficmsng  86.59 332 6.03 8321 335 6.62 79.00 212 531 6550 574 1609 56.67 591 11.69 59.24 5.08 10.17

figrie —
P 84.07 233 356 82.02 370 6.69 77.19 271 467 9823 832 1519 7790 7.00 4.11 120.0514.40 19.80
P14
Tkl —
e 8175 3.16 1042 67.13 284 888 61.66 195 11.14 6823 9.19 2285 5297 829 1779 6452 853 17.01
fikie i
b 7200 667 851 8048 622 9.11 81.76 3.61 793 6481 11.83 2493 61.58 801 9.74 5941 548 9.93
R 79.89 643 990 8237 515 673 8088 422 7.0l 5005 827 19.80 49.84 807 1264 45.68 7.60 19.36
WS —mp : ’ : : : " : : : : : : : : : R :
gk ] /Y
P, 7564 391 564 7564 226 558 7418 1.65 931 63.14 11.10 1939 6026 8.00 12.60 60.79 693 9.94
A\
Tt xR
e 7993 514 747 8215 3.78 679 7603 298 519 6534 684 1610 5849 6.61 1248  60.51 7.18 11.97
SEE
Tk fre s —.
. 84.64 461 646 8346 343 565 7853 213 685 7281 745 1420 6246 8.08 1382  60.13 7.30 12.85
kv
Tt iz ln) —.
_ .. 89.67 428 675 8677 396 657 7825 234 881 62.19 557 1284 5815 424 939 50.04 7.11 1540
FR SR g
T
e 76.02 468 6.69 7810 486 7.1 7641 334 580 6727 955 2045 5891 658 11.63 5773 6.63 11.64
P4
NG5S
- 7821 456 696 78.84 398 7.2 7923 290 559 101561820 2647 79.98 1845 1593  68.8912.74 20.52
TEAIE 6598 6.70 1669 78.63 7.72 1568 7632 646 1290 59.87 1026 23.00 5749 527 1063  59.83 627 1275
ek picrds
e 6927 544 849 7196 430 655 7435 449 818 4214 592 1954 4557 323 841 4029 533 1721
TR
o 6201 7.11 9.66 60.92 465 1000 6726 3.14 891 5471 11.77 2508 5049 4.76 1023 5047 7.88 15.93

MATEE MRTEEE 73.54 634 1004 7161 416 792 7267 422 950 3745 786 27.52 3429 9.02 18.60 33.65 547 21.01
e wWMEEE 66.09 6.07 1177 76.65 628 7.66 6996 5.72 10.07 77.56 831 1635 6843 13.88 838 71.92 234 527
KR 6512 731 2156 7264 562 771 6638 826 1841 6742 11.09 21.51 77.33 1407 1839  77.71 485 9.95
POKER 5256 7.98 2169 7155 643 11.57 5751 3.17 1481 6736 925 1575 73.84 630 2074 7429 586 8.64
FIRWE 6257 876 1863 77.08 7.62 1037 6845 501 925 4061 3.74 17.84 28.13 6.02 22.03 30.04 2.50 847
%K 4136 757 2350 5301 7.33 1578 4294 617 17.19 6573 742 13.19 72.58 7.19 1447 7636 441 734
BOARE 6821 822 1794 8235 690 1047 7693 522 1386 5485 9.17 21.72 5732 572 1611 66.74 3.69 7.89
PiIEFAE R 7128 657 1675 8191 7.10 9.82 79.02 9.61 14.62 63.17 834 1928 5832 1131 1330 6946 518 9.44
FiMFEE 6871 809 1473 7432 6.60 998 70.14 545 18.63 3540 576 13.88 3929 492 1485 3824 424 11.53

KIFH

[LIEES

M

[% FWHE 5609 7.67 1665 6805 541 11.03 5411 623 1807 5474 664 1616 49.18 898 1529  57.05 532 11.92

IRZE 7523 6.07 9.10 72.50 931 1001 7189 6.86 16.81 4635 345 1145 5246 531 11.69 53.87 3.79 6.97
PUER  +FE 4956 338 2293 6133 351 7.2 5215 331 11.00 6286 1193 2255 6697 638 1007 64.69 598 14.84
HE LEFE 6265 420 1641 7063 3.08 7.66 58.88 4.14 1052 63.54 8.63 1729 4261 392 1797 88811026 20.97
ZVEIREK 4328 440 19.63 51.32 6.64 1596 4404 476 1624 111.8316.69 24.05 84.24 13.73 1854  70.58 5.78 17.71
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fd I 7 VR I A B R B 20 M RE A AL 13
BN, RS RER, FraBReELRRE 6 28 56
FiELBR 25 PR ER 5 1 03 JFEAE b v ARG 0 H SR T R AR
K B A 2.20 pg/kgo AR GB 31650—2019 PR G AR fE
AN 2292 5%, R BvE T AL R Ak B R
WO 200 pg/kg, FORE I L 03 AE AR LB R AR R
AT -

2.5 SREIITERN G AR

5 BTG DN DY RIRE T rp s v 2 | B L R
PRNTRIE | PRATTME | PUBR AR AR B A I
(G 4), AU R BUE R RIGRRZ .
DS PR ST rhod A A NIE R, AR 7 i SRBBORE v, VA
PR, Fesebhoi, ml AR RS PR S ot R R |
RS . PUBRERIE | RIRNIEE . ARAT TR | s M H-2
6 2% 56 FHTAE 2R ARSI IXURS: I ) 5K

F4 FHRTERNSHSHEXPEERS AL

Table 4 Comparison of main detection parameters of this study with relevant Chinese national standards

i 7 v HAR2i Rl LODs/(ug/kg) LOQs/(ug/kg)
METETZE (21 iy, BERRIE21 Fl) . ARAT RS
BN IR (2 Fhy. KRIFNEEIS(7 Fiy. #RIG M H- (1 F 0.2~2.0 0.6~4.5
FIPUFRE A (4 Fh)6 25 56 FhpiE &
GB 31658172021 TR (4 ). MRS (13 FDATILER K 2 (4 ”0 100
’ Findk 3 25 36 R & ’ ’
GB/T 21312—2007 MEZE (14 R F 2.0~5.0 3.0~10.0
GB/T 21316—2007 { St £ 5t rh i i 2 24 T (23 Btz & - 50.0
YR AR E AR G- B g )
GB 29685—2013 ( &% EFbnifl shyikE
BT EE . WRERMAUNEE SR AT RS2 F) 15.0 20.0
R e SAR GG RIS )
GB/T 20762—2006 { & & AT &% . Mk
HMR. ARE., BAFRE, FRER. TN JeER T ) 1o ]

R, BEHR, HEHR. JUERKREEN
W WA - I BT T )

b AR AL B

A 5% HE T AT A IR PR RS T R MR RS | R
KIFERZS . PRATIERGZS . IUBREE, MMM E2E 6 2% 56
Rhbi sk ZREE I UPLC-MS/MS Jrik, AWMk TA 4
PR AL vk o TR 4R RO B R A b B AR Z
BI 4 {8 1] 2 mL EDTA-Mcllvaine 22 . 1.5 mL A,
4.5 mL 2, T8 mL 1, SZEL5 A T b A TH
PHAL P S A B AE R BRI WS W] A R B8 DT AT HLER,
WA 2.5 mL IEC kiR 5 mL ERER R RIIESS, A
SR 0 R s S AR TSI % AR ST P VR R A,
Xof ARZE RS D Ve TR, SEfSTH 3 mL /K1 3 mL 5%
B e HLB [FAR AR B, A 2R 8 B b R Y 1R
A 2= T4

Tk R E B, 105 1k RIS AT I 2 2
AERRI, FAZOr ki R . BICR . RS
PR T 2R I AR B AR R Ay kU0
K ARG IR S R 56 Bl AR 2R, % ik
Wi, BEARZ5W Il SR, e P R A AR XA v G 2 AR,

DA E AT RE o TS I T 65 5 A AR AR A IE R, %07
5 RBER, ST AEAREIT T 6 28 56 ik KAL)
G, T T A2 DAY i i A 6 A6 XU G 755K

SE

[ BFHEER. = aEAR R 5771 SERNER
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