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ABSTRACT: Objective To establish a method for simultaneous detection of 38 kinds of veterinary drug residues
(including tetracyclines, sulfonamides, quinolones, f-agonists, amantadine, chloramphenicol, thiamphenicol, efc.) in
raw pork puree for infant complementary foods by high performance liquid chromatography-tandem mass
spectrometry (HPLC-MS/MS). Methods
acid disodium salt (Na,EDTA)-Mcllvaine buffer, cleaned-up on an Oasis PRIME HLB cartridge, concentrated to

Samples were extracted with acetonitrile and ethylenediaminetetraacetic

dryness under nitrogen at 40 °C and reconstituted in 0.2% formic acid. Chromatographic separation was performed
on a Phenomenex Kinetex® 2.6 um EVO C;g column, and the analysis was conducted using multiple reaction
monitoring with dynamic polarity switching via an Agilent Jet Stream electrospray ionization source (AJS ESI), with
quantification based on a matrix-matched calibration standard approach. Results The 10 kinds of target compounds
and 28 kinds of target compounds showed good linear responses in the concentration ranges of 10-400 pg/L and
10-500 pg/L, respectively, and the correlation coefficients (r) of the obtained calibration curves were all no less than
0.995. The limits of detection were determined to range from 0.03 to 1.47 pg/kg, with the limits of quantitation
established between 0.10 and 4.90 pg/kg. At 3 spiked levels of 5, 10 and 20 pg/kg (n=6), the average recoveries
ranged from 64.32% to 111.66% with relative standard deviations of 2.17%—-10.70%, meeting the requirements
specified in GB/T 27404—2008 Specifications for quality control in laboratories-Physical and chemical testing of
food. Conclusion This method offers straightforward operation, high sensitivity, good accuracy and precision,
enabling high-throughput screening and confirmation of 38 kinds of veterinary drug residues in pork puree used as
raw material for infant complementary foods.

KEY WORDS: veterinary drug residue; high performance liquid chromatography—tandem mass spectrometry; infant
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hEE SRR (P EERBEETER(2022) ) WS &G,
6~23 A B4 LB LA EEFL R E SRR, (HEpalif:Z,
O Joyk E m e A K T AR i il it S E R R, %
BT SIS RER B . S E R R BN EAMEY), I
S B SRR TR IR b, DA S B AR
TEH WP IR b, BRTe R e % . 2.
PERAEER A R BEN TGS, CHENIME
BB R A SR B R A R AR SR, AR RS SR A IR R
Bl P s | it A K e i ok S 2 Y, m A
YA P R AR Y L AT P R DG 2 T AR
MU TR URENG . Sef R R R . R
EHEM T RE M AL, FEXTIE £ & 258 B (veterinary drug
residues, VDRs) Y 252 KU & TN, J& iU ARER!,

AT AR S HE ) VDRs a6 PUIR 3 | ik
XK. MRS g . AERE. FRER. &
WIEe & 22258 . ASHE 258K 25 A 4 m] 3 -
RATWILERE R ER R, SR B 4 L AR 2t sl g e
JE A E O g2 s T 5 R WL AR L O Bk o L 0
W e TS RS | A R R R I AT 5 | T
b KR B IR R T Re RS, IR ESUE
RGP0 STk AR 2 | kg 2E R R, BT

E ZARE ST AR 2 i 7 A SRSl ak i o &,
e RS TR A R L s AR AR BT 1) e B [ AE A R,
MELATH 2 XU i) 5 s R ok . B, R R — il T 24
JU BRIk b il . 25 R ot e bl
ET, AR 2L A P i B AL B S ATl B AR KAF,
ESiE= PP 23 S CIE 2y valll Es % NE s S Tk D N e S % |
3% 5 AR (liquid chromatography, LO)M!'™2 | SAA @i A
(gas chromatography, GC)!" ™ ¥ AH (5 3%- 35 AR (liquid
chromatography-mass spectrometry, LC-MS)!'™" ' <4 {,1%-
g HOR (gas spectrometry,
GC-MS)!' | B4 L 3k 43 B 5 AR (capillary electrophoresis,
CE)! SR S 58 W [ 22 75 (enzyme-linked immunosorbent
assay, ELISA)" 20146, L.C-MS HeH m R IU% | m kbt |
AR R R L VR LR R 3 A O A LA
JSTRE 2 0 T 5 B 25 5% B BORG BOAG I 2122 FEAE i
ACIRIRAT, P4 R T B 32 100 5 5 TR B R Ak i A
FEOPCH AR B - WA B (liquid-liquid  extraction,
LLE)520) | 3 5t 43 il %0 [ A L7 R (matrix solid-phase
dispersion, MSPD)?" 281 J% QuEChERS i 135 b3 43 1
Ak P g — Rk A A M E, L Oasis
PRIME HLB i 1 267K -2 51 -5 S AR Of B DL, mT e
faj Ak i AR 0 [ A R 22 BR B 5 8 0 B, RIS S
EISCRFRE M . AR B 78 8 — P B T 8 RO AH 6335 -
5 Bk T % 3 (high performance liquid chromatography-

chromatography-mass
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tandem mass spectrometry, HPLC-MS/MS), FF#i 224}
JUSHE R R AR R 38 FhE 2 5k i il R O A Tk,
LRI RIFES A Oasis PRIME HLB [ AH A€ HUH:,
T AL T AL SRR 0 (R B A AR T S T, 427 TR
MOR S uerf e, T S8kt 38 A B AR 24558 B8 1 F R
WEREE SRR, A LA B JROR h 2 2 5k B 1Y R 2P
SR T AIAT B s AR %o

1 MR5ERE

L1 #R5RF

FE VR TZIRE SR A KD TR 25 A 3 A AT o

4 FhURR R KRB IR ED BT | 12 RIS A bR e
T, 6 FhMETREN IR SARMED BT . 13 il p-3Z (BN R 2R
BIERIT . BRIBERARHEY) BT, AR R AREYI BT, R
R EY R (R E N 100 pg/L, 1z 8B B0 A FR
AH]); Cig. N-IN#:Z i (primary secondary amine, PSA)
YEORE . 2% 7K 3E 9l SF- 1 (hydrophile-lipophile balance, HLB)
A A [200 mg/6 mL, [w) B3R (BT MDA R A
Oasis PRiIME HLB A # (60 mg/3 cc, 3%[E Waters
o), WEE . g (agkal, 1EEBRGPEA ), B
M2 (s al, Fgbhr T AR R A R |, Sk
B TOOKERIREN . JOKBRRREE . TR . JOKBEIRE —
B4, H3PO4. NaOH(ZrHral, [ 2454 L7104 PR F));
£ DU R — i (ethylenediaminetetraacetic acid disodium
salt, Na,EDTA)(7rHrali, vUBe Rk B A R A ) 0.22 pm
A HUAHJE Je B 20 v (1 220 52 30 RHEOR A A BR 2 D );
BT 7K 3 R 4tk (25 °C, 2 Millipore 24 7).
12 UFE5EE

Agilent 1290-6470 R AH {633 — T PUAR AT BT 15 1 FHAX
CGEELHERRIH A BR/A F]); Phenomenex Kinetex®2.6 um
EVO Cy5 4% A (100 mmx2.1 mm, 2.6 pm, 3£
Phenomenex /A A]); X1R 785534 VR 85041 R FE B Gt
JRFHE N F]); TurboVap BIEKAL( M A G- 58 Be A
M2\ H]); EDAA-HM-01 R a( b i 22 i S g RhH A R
5], IKA MS3 R E(L (8 IKA 23 F]); KQ5200DE %Y
P T A (B LR A AR AT PR D), MIlL-Q BB Al 7K
HLEEE Millipore 22 H)); Quintix124-1CN Iy, 7T - CRiff
0.0001 g, FEFEZELFIWA H]).
1.3 WA
1.3.1 =ik b4 B

0.1 mol/L Na,EDTA-Mcllvaine 2% i i (pH=4) i
il B BIEH 0.2 mol/L MEFRRIEK(21.01 g EHRE
500 mL)F1 0.2 mol/L BifRE —PA K (28.39 g AR
500 mL). FfiJ5 55K 500 mL FBERRVAE S 312.5 mL AR

A HNEIRIRST, T 60.5 g Na,EDTA * 2H,0 fiHEE
SEAV . )5 ] HPO, BY NaOH 75 pH & 4.0 2245 .

1% IR IR FARBBE MR 10 mL FIRA 1L
T, HHCEEREZE, RGIRSEH.

0.2% P KER: FBRERMER 2 mL FIRA 1L
Faih, MABLAUKER 22, RGIRSSH.

HEE:Z 01, v)BCHl: dERTEEL 500 mL HEEAD
500 mL ZJEIRE] .

132 ik o Bud)

IRGRUER R LS ER IR SR MEA, L
AR 2 10 pg/L, HIASPRUERS S FRE— 2P
B2 1 pg/L, HEARME LR, BT -18 CRIRIRAT

FE SRR VA TR B TC L S R AR o A Y i Ak B
J&, KRB EBRER A LA KA, LL0.2%F
TR RE R, WIERAT, 14 0.22 pm BFLIERLE, K
R AL RIA .. RIFBUR AR AR, FTlas (3t
JT WA BERR RS, O BTt vk A 10, 50, 100, 200,
300, 400, 500 pg/L [ Z 4 I 5 VO Fihs it 26 TAE W o
1.3.3 #emaras

HEFFRIEL 5.00 g ¥ FUME RAJRRE S, A 50 mL 20048
Lok IN A 16 mL Z JE M 4 mL 0.1 mol/L
Na,EDTA-Mcllvaine 2% 1 i (pH=4), #&%% 1 min, FHIIA
1 g NaCl 5 4 g Na,SOy, 4RZEHRY5 5 min. Rl B0
BT 0~4 CRPKKE B AL 10 min, TR B HE
LHLH—4 °C. 10000 r/min FJZ51F T &L 6 min, HL 5 mL
354 Oasis PRIME HLB [ A B 9474k, e 4
FW B, T 40 CKBHAREIET. A 0.2%F K
WIRER, IFERZ 1 mL, WIERS 30 so &5, K
WL 0.22 pm YR R4 IRER T8, FR E I
i1, 7 HPLC-MS/MS 317 .

134 #Ané it

{4, 7%#E . Phenomenex Kinetex®2.6 um EVO C g (354
(100 mmx2.1 mm, 2.6 pm); #Fif: 35 °C; i 0.3 mL/min; 7
FERE: 2 pl; PHREEIREE: 4 °C; FishHE A h: 02%HERK; WHsh
AHB Hy: WEEZIE(L:L, V2V, SahAREs B e F anER 1 TR

Fz 1 REEHEERER

Table 1 Elution program of mobile-phase gradient

i} 17 /min T A% TSI B/%
0 90 10
2.0 90 10
4.0 5 95
6.0 5 95
6.5 90 10
8.0 90 10

1.3.5 Jigd&t
A X 22 HEAR IE S O L I 25 8 T U (Agilent Jet
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Stream electrospray ionization source, AJS ESI); &4k
EME T RERKE: Z RN, BkSHan
2 PR,

*2 REBTREY
Table 2 Ion source parameters of mass spectrometry
SR/ °C 300
S /(L/min) 3.0
FEASE S /psi 15.1
BAUREE/PC 125
5 H/(L/min) 3.0

1.4 FIEAIE
AR5 B B G BE  EtE . E o E

Agilent MassHunter B.06.00 #FH 52 A, FrA kil £z
BT 6 YoMy HA S (M R S A L AR
F WPS Office Excel 2022, $#iT5 7 MATLAB
R2016a SZH, GiitEZRNH A Origin 2024 21l

2 GER55H

21 FiEEHAMmK

B EE N 500 pe/L AU LRI 2GR -G bR iE T AR
B, e e E R, AL R s IR
BT EF, R, R8RSR
KAk, HAT 38 MBI R F & F AL B
JE . RffERER, W 3 PR, YENJE S HPLC-MS/MS & &
S5nEm 2 0 IR CRESHL

®3 BHMBELRTESY

Table 3 Mass spectrometry parameters of 38 kinds of veterinary drugs

EREN] g (L5 fil i EREN] ¥ A flf i
smai BEBS T FET P AT ‘ ¥ FET P
i (m/z) (m/z) BV RER/V (5N (m/z) (m/z) BV BER/V

A 4452 4272 125 13 . 360.0 342.1%* 120 25
PU¥R#E  ESI+ B AL ESI+

4452 410.2% 125 19 360.0 316.2 120 20

. 479.2 444 2% 130 23 . 362.2 318.2%* 95 20
£FFE ESI+ AR R ESI+

479.2 462.2 130 19 362.2 2613 95 26

. 461.2 426.2% 130 20 o 386.1 299.0 120 25
+ER  ESI+ SERUd ESI+

461.2 4432 130 13 386.1 342.1%* 120 20

) 445.1 428.2% 130 19 N 277.1 203.0%* 100 15
ZFHHZE  ESI+ SRR ESI+

445.1 410.2 130 24 277.1 259.1 100 10

N 215.0 197.0% 95 12 . X 302.1 164.0* 100 15
TEREREE  ESI+ ¥WLEM  ESI+

215.0 155.0 95 22 302.1 107.2 100 22

T 250.1 155.8% 110 22 - 214.1 154.0% 110 15
i fenknE  BSI+ LR % ESI+

250.1 184.0 110 15 214.1 169.0 110 10

T 251.1 156.1% 100 15 N 311.1 237.0%* 110 15
T mEnE  BSI+ B ESI+

251.1 92.0 100 25 311.1 293.1 110 10

o 254.0 155.7 100 15 S 367.0 292.9% 120 20
T file FP e EST+ TR R ESI+

254.0 92.0% 100 25 367.0 348.9 120 10

o 256.0 156.0% 100 10 N 368.2 294.1%* 120 20
T fewEmE  BSI+ YEAFE S ESI+

256.0 108.0 100 21 368.2 72.1 120 25

itk e B 4 265.0 156.0% 95 13 263.1 245.1 100 10
mepe  ESIF wfeN®  ESI+

e 265.0 92.0 95 30 263.1 203.0%* 100 20

Ttk e —. P 268.0 156.0% 92 15 228.0 154.0% 110 15
o ESI+ ZAREY  ESI+

LA 268.0 92.0 92 28 228.0 172.0 110 10

. o 277.0 132.0% 92 28 288.1 270.3%* 110 10
AP ESI+ FIFEE ESI+

277.0 168.0 92 20 288.1 121.2 110 18

Ttk e — P 279.0 205.0% 92 18 . 319.2 203.1%* 120 15
e ESI+ Y ESI+

e 279.0 132.0 92 25 319.2 168.1 120 35

itk i 1] B 4 281.1 92.0 105 30 N 325.0 237.0%* 110 15
e ESI+ B ESI+

e 281.1 156.0% 105 15 325.0 217.0 110 25
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= 3(5E)
o = b il 4 8 = T il 4
A *i*fﬁ BT FETF R Azlgi B ?il?fﬁ EET S FET E Ailgi
i (m/z) (m/z) BNV fER/V R (m/z) (m/2) BV BER/V
itk Jie Y 4 281.1 92.0 115 30 ) 291.0 203.0* 105 15
o ESI+ TR TR ESI+
i 1 281.1 156.0* 115 18 291.0 273.2 105 8
285.0 92.0 82 32 BRH RS 293.0 203.0% 105 23
TSRS ESI+ RS Esk
285.0 156.0* 82 15 % 293.0 132.1 105 38
s 320.0 302.1% 120 20 X 152.1 135.0% 85 20
Wb ESI+ 4 NIl ESI+
320.0 276.2 120 18 152.1 151.9 85 10
332.1 314.0* 120 20 321.0 152.1* 100 18
RNV A ESI+ AHR ESI-
332.1 230.9 120 35 321.0 257.2 100 10
o 3522 265.2% 95 25 - 354.0 289.9% 110 10
BEWRE ESI+ &g &R ESI-
3522 308.1 95 15 354.0 185.1 110 15

RN ER T
2.2 REUAFIAIMIL

NG PR AU S 3R DT i) R,
(X2 B BRI 6 FSE2GMELIFIT, DU ISTR K
Na,EDTA-Mcllvaine ZEmATR (pH=4)1H 4B 4 AW
FEC TSR EXT HEIEAL T 3 FHRBGA TR RN 6 JLH bR
HIIREGCR, BARGUHE: 20 mL 1% PR ZIERB . 16 mL
%5 4 mL 0.1 mol/L Na,EDTA-Mcllvaine Z& i (1R 414
R(4:1, V1), L 16 mL 1%H R 255 4 mL 0.1 mol/L
Na,EDTA-Mcllvaine & M LA & G ARG (4:1, V:1). 45
REWE 1), ZIEHEE Na,EDTA-Mcllvaine 2% i 5 i i
K. VU ERZY . p-32 WBsh R 2 B A2 (4 Wil
Jie . EER . HINE R B HRBCICR, F- 2Rl
TE 67%~92%2Z [ o FUMLE 1% R 06 1 A8 U R B,
JUL PR AL v ) 2 15 S A AL, L PR 20 2 A B 1
BT, A% 488, #H 01 moll
Na,EDTA-Mecllvaine 2% iF R (pH=4)I1E T, 1%H R
I AR VR A R PG 5, B T B R S I S 4R
BFEA LTI R, P LR, SO PR
LYV R EE T BN DR R AR DY, ] e 002 51 7 T S
gL, HEMDRCEN 6 R, SRR, Rt
BREXTRR B 2L BRAE TP BT AL, REUE S,
REFE TR, ZM5-Na,EDTA-Mcllvaine ZE0fnii(4:1, V- V)
1], JEHETUE SR SRR T 80% L IEH IR R 11
TUHE A Z B PRI, 20%28 g4 At 7 )2 EDTA Fifa
SE pH PREELAORBEDUSIR R M, [RIhRE e T H RS | A T3
ML R IR (28 T4, ST Fak kg, AWF5EikE 16 mL
ZNEY 4 mL 0.1 mol/L Na,EDTA-Mcllvaine &% IRTR-AS14
R (41, V:FE RG]

2.3 BUARBMKL

T8 22 5% B 0 T BT AL FRER TS vh, e 20 R B R R )
JREEE S HER PR S R R G . ARG R T
FIZEHYS QuEChERS PIRN UL sEms: [ AR 2500y T,

PEHL Oasis PRIME HLB REIAHZERUE: 5548 HLB /M,
QuEChERS J5ifi, #itMEWKMIFIAE: (1) Cis 100 mg+JE
JKIRBR%E 300 mg; (2) Cig 100 mg+PSA 100 mg+IC/K B2
£ 300 mg, Cis T 2RI EAER A T4, PSA F T
FERG IR . WEZS S M 2 I, JO/KBRIREE I FIhR/K . it
PRI G XTI, B AEPEAS B — AR 5 255 v A b T T e 215
25, METRERZSZIY) . DUIR R . AR (S NIBERE |
AE R NG Z) M LA s 5 IR . SR 2
FWA (A 2), Oasis PRIME HLB [ A BUH: i Ay H b1y
SR FREAROR, FHEILE 82.0%~92.3%, HILTHIE
AT, SRR AT B B, SEELT RTAR AR 1Y W
T, LA R ICHE RS S I PR A T oK o 1848 HLB /M [E]
e 5 Oasis PRIME HLB [FIAHAE BUHEAR Y, {7 HUETE4L,
PRYEMBE, MESZR . QuEChERS K%, S| A PSA J5fk
Jiie 5 2450 DR 5 R A/ D RT3 il s BB Co
DU PR 28 5 T G A AIG,  JC ke 2 AR B e K

1 ZJiE+0.1 mol/L Na,EDTA-McllvaineZ% i} (4:1, V:V)

1%H R

B9 1% g Zi+0.1 mol/L Na,EDTA-McllvaineZZ i (4:1, V:V)
100

e

80 Edl

D
(=]
T

T K %
5

PR WEMkIE MEIRENZE p-Z R EhRIZE HiAhk
SeEopSill
Bl 1 3 BRI X 25 28 24 5 i [R5 56 14 5 0] (n=6)
Effects of 3 kinds of extraction solvents on the recovery rates
of various drug classes (n=6)

Fig.1
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1300 mgJC/KBiAREE+100 mg C
300 mg /KB BEE+100 mg PSA+100 mg C,q
 EE ESHLB M
100 [ Qasis PRiIME HLB[E A #EHUk:

D
(=]
T

K %
I
(=]

[\
(=]
T

AN

0
PUFR A

HE5
B2 3 el g 2O 25 2825 s m [ 556 114 5 0] (n=6)
Fig.2 Effects of 3 kinds of purification methods on the recovery
rates of various drug classes (n=6)

Oasis PRIME HLB [0 O 36 F 3 AL s AR G B AL, ]
ERCEBR SR P AR S . BB IDT B RS P R T
P, UTAFEAR O AR S SR ST AR I B 0
GAHIBEINCR . EEE . LR, AT
20 5 A Oasis PRIME HLB [ AHZE B 1 0 22 5% B AR i
TEbREL T % .

2.4 EFRHE

R A S oK G Y . A e iR
LRy, WRAERE S AT FERY B AR, slife
PERGIA T HABSINE 22 5, 4525 B2 T3 B AR A 7e Ha
W% 55 B F VR R A B LA AR, S B S ) s i,
AT 5 0 A 000 45 S 07 o 0 o K — B4 B Sky 3 5 R0
(matrix effect, ME), LT 43 Ay 5 541 i 55007 R 66 o 1
BN o AT R A (D)X 2 AR AR 2l 3 FOR S
b5 AL B 9 ME 3855 17 1EA

ME/%=[ (5 13 Jit VT e b v il 2% 00 423/ i v 750 o v
R RE3) —1]x100% (1)

— BN A, IME|<20% A 55 ME, 2B #4935 f s
WA/, A 2 AR 20%<|ME| < 50% 4 14 ME, 24
ME<-50%{ ME>50%H, T 43 551 Xef 17 568 56 o 411 i sl e 56
JE AR o

RN 4 FTR, {# Oasis PRIME HLB [&E AH#EHUE:
AR FRAGRE R, 20 FREEZGE RIS ME X 5 25 TR H
A SRR KR BEAIL, AT R B H AR 2 4y
T, [ sk RBREENE . BT . PRSI, &
BRFAT Ik 99% AR A D B2 S 3% ME Firh 46 ME, HL
PR B ZE W T (DS RS i 25
TR 5 S E R s A . WIS Y2 pH
BRRA L W2 5 ST R A S s AR ()b
T 5 S 2 W Y B R kR R, s ) A B A N B 2

F4 3MEUFRETABRAERTH MEs
Table 4 ME:s of 3 kinds of cleanup methods in blank pork matrix

ELIr S Cie/% HLB/% Oas}iISL}};I}OZME
UIEZS-3 56.9 50.6 7.6
/R 32.6 31.0 12.2
TEE 11.6 23.1 29

ZWHE 322 -12.9 -57.1

ik e s -32.3 -28.4 -3.1

T Jre it i -36.5 -37.9 -10.6

T i v i —53.7 —12.1 -30.9

Tk e FR e 26.6 -33.7 -29.5

i g o e -35.5 -37.6 3.5

it frie FR S g -37.4 -39.4 2.0
itk e — P S5 D s -50.9 -56.1 -1.1
7% R Bk e 9.1 4.7 1.7

T e — Y g e -10.6 13 4.8

T iz ] F 4 s e -39.7 -29.5 ~11.4
ik e R AR A R -34.6 -13.7 -3.0

Tk Joe S ik R -22.9 ~-11.2 -14.7

D AL -25.5 343 5.9

WHY R —40.5 53.8 -9.5

KEDR -23.6 16.2 93

Bakvb AL 56.4 -31.8 259

AR R 26.8 26.4 5.5

FE AU —-33.3 225 -1.0

TEARRES -89 7.4 -1.0

E e uy 94 -8.5 -3.0

EALE %N 93 4.8 22

EYEE -14.7 -14.8 29

IR FES -13.4 -26.3 -26.9

YEAi % -21.5 —18.5 -3.8

LR (A —-12.4 -6.5 -32.7

ZATHRS 74 44 22
FIFEH -11.8 9.7 -53.6

RS -58.7 -12.4 -6.9

RS ~14.0 -23.1 9.6

TR -8.1 9.4 -5.0

PR CR S -14.8 -13.3 2.8

LW -18.8 -16.8 -23.8
AHR -51.1 -30.6 218

HREZR -30.0 -20.0 -8.0

Yo SR R AR AR AR SR R I, SRR XTSRS A L R
ALY S bRE A R MHELZ T, 144 HLB /)
FE BRI T 00K - SR g P A TR B, A X i Bl S5 A0 P 2% It
M LBRAEIABR, HAEGEB R P2 5 T L e i
e, FHC 1S FE LRI K B AE ME. TR
IKBRIREEL A Crg M3, J2 B Ay FHL IR o A0 555
PEM B AR 20k 295, LT REA M EREA . MRS
et THed, DRIk 504T 6 FhRT 17 Figi 24 1 3 S vh 45K
SEAY ME. 28 EJFiR, 2RI Oasis PRIME HLB [ AH A% BUR:
HEFTH AL, AHAL T HAbE 7 3, RESEAT ORI ME X
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S 25 5 (4 5 )
2.5 FHEFWIUE
251 SMEE. AEBRAZER

FEA T IEARAL AR 25 A, a3 40t DA BA 48 A
JESE SR A bR AEE W, AT 38 R 2GR4T T P, R
FHERAE R, 337 H AR ik B 0 1] FH - o o Vi 2 1 ARG
HERNZR, S5 5 BioR: 10 F B AR A 28 Fh B b4 531
1E 10~400 pg/L. 10~500 pg/L WM XE N, Frfbay
KRB SR AL, LM R B ARk E] 0.995

PLE. AN, HUERAE B s ) ER LU (SN E TR RE
J1: M SIN=3 I, XN LODs YL 0.03~1.47 ug/ke; 24 SN
=10 I, X3 LOQs YLK 0.10~4.90 png/ke.
252 FHEMEELEAE

FE B R R R S T S A AR AR, WA
& (5 ng/ke). H1(10 pg/ke). (20 ug/kg) 3 ANk EEKSEAOFE
TAREE S, BENREEEATINGE 6 Ik, ZRTALHUR, T B
WA, TP RIBCR KRG % B, LIAERARE 2 (relative
standard deviations, RSDs)# /R . 45 K a3k 6 Fizn: 38 Fpit 2 e

FTS SMEUEHPEERPHEZMESTE. HEXREHK LODs 5 LOQs

Table 5 Linear equations, correlation coefficients, LODs and LOQs of the 38 kinds of veterinary drugs in the pork puree matrix

22 LR AL/ (pg/L) eGPyt AHOCFREL(r) LODs/(pg/kg)  LOQs/(ng/kg)
7S 10~400 Y=311.867039.X+884.862847 0.9996 0.11 0.38
SEHE 10~400 ¥=101.518345X+ 179.647463 0.9994 1.47 4.90
TER 10~400 Y=216.616192X+978.402241 0.9991 0.07 0.25

EAUETS 10~400 Y=607.257778X+2044.589081 0.9991 0.36 1.19

it Je it 1 10~500 Y=83.535354X+164.378635 0.9981 0.10 0.35

itk e it g 10~500 ¥=482.205850X-2324.058696 0.9992 0.06 0.21

T P v i 10~500 Y=475.526215X-1454.244168 0.9998 0.09 0.30

i Jiig F e 10~500 ¥=179.693558X+200.693411 0.9993 0.03 0.11

i frig g e 10~500 Y=609.494628X-3741.546915 0.9994 0.07 0.24

it frie R S5 s g 10~500 Y=700.595658X-2985.987711 0.9998 0.04 0.15
it file — Y S A e 10~500 Y=492.043020X-48.048306 0.9997 0.12 0.40
7R R fe 10~500 ¥=279.486879X-1376.727450 0.9995 0.22 0.74

T e — F i 10~500 Y=573.948976X-1614.628516 0.9992 0.20 0.66
T i ] Y 4 10~500 ¥=729.250785X-1529.042416 0.9996 0.07 0.24
itk Jrie R 4R A R 10~500 ¥=269.699942X-4915.835102 0.9982 0.03 0.12
it e L A IR 10~500 Y=193.239558X-602.310547 0.9995 0.03 0.10

IR A 10~400 ¥=250.194015X+478.461795 0.9996 0.32 1.08

RN VD A 10~400 Y=168.268657X-1874.966870 0.9959 1.06 3.52

KRR 10~400 Y=491.812119X+1389.299882 0.9994 0.17 0.56

587 U 10~400 Y=631.785667X-4307.530087 0.9990 0.17 0.55

E=N TRUY 10~400 Y=705.467607X-1873.089227 0.9998 0.05 0.19

Y A 10~400 Y=425.904923X+1619.206197 0.9979 0.29 0.98

TARFES 10~500 ¥=878.655560X-3265.198888 0.9998 0.06 0.21

Ee Y4 10~500 ¥=769.452392X-2758.520954 0.9997 0.05 0.18

EALE %N 10~500 Y=484.047140X-1457.550691 0.9995 0.21 0.70

AR 10~500 Y=380.935122X-2498.540415 0.9996 0.27 0.90

RIS 10~500 Y=573.498156X-2196.400493 0.9982 0.13 0.42

YEA R % 10~500 Y=687.507646X-6187.170705 0.9954 0.15 0.49

LR (A 10~500 Y=650.692435X-940.434378 0.9995 0.40 1.33

TANED 10~500 Y=1193.048545X-1016.386708 0.9994 0.12 0.39
FFEH 10~500 ¥=935.710202X-2849.911568 0.9998 0.22 0.73

S 10~500 Y=247.997606X-1119.182591 0.9992 0.13 0.43

RS 10~500 Y=1344.428588X-6340.274930 0.9998 0.11 0.37

SRR 10~500 ¥=934.465259X-1735.834150 0.9990 0.38 1.26

BRHE RS 10-500 Y=615.233192X-2730.368387 0.9996 0.22 0.75

b 10~500 Y=1921.434709X-5271.442018 0.9998 0.37 1.22
HER 10~500 Y=23.699660X+467.851836 0.9988 0.15 0.49

R 10~500 Y=13.120908X+249.423543 0.9980 0.07 0.32

A FR (limits of detection, LODs); & & FR (limits of quantitation, LOQs).



172 B 5 A BRI 2 4l

FH1TE

F 6 JEALRT 38 MEHMMFREIULZER KX RSDs (Y%, n=6)
Table 6 Spiked recovery rates and RSDs for 38 kinds of veterinary drugs in pork puree (%, N=6)

Jntr 5 ng/ke

JkR 10 ug/kg JkzR 20 ug/kg

)
A & RSDs [T = RSDs & RSDs
UIEZS-3 87.67 7.67 75.17 5.08 67.21 2.17
SER 95.33 9.18 85.33 4.64 83.17 5.00
+EX 83.17 9.83 84.50 438 82.33 3.49
ZWHER 90.33 6.73 88.33 8.07 86.17 3.93

TR JH i T 72.50 7.93 78.50 9.35 88.83 5.71

T JRe it 87.67 7.76 94.33 4.78 89.50 4.63

i e v e 81.33 5.56 76.16 6.73 95.50 7.37

it fig Y e 100.83 420 94.33 5.17 90.67 5.82
it g i e 86.50 5.79 90.00 9.77 71.67 6.76

it frle FRY s g 84.50 7.45 101.83 3.69 103.83 6.95
T e — FR S e 91.33 5.67 99.67 3.63 96.83 4.09
7R R R 91.16 9.73 84.17 4.77 90.50 6.64
itk e — P s 90.67 8.91 97.50 3.52 92.00 8.13
it fi 1) Y 4 5 89.83 8.52 98.67 4.10 89.83 8.33
it e FP 4Rk 1R 108.00 6.84 91.33 6.46 87.30 8.85
ik e SR R 90.67 9.31 86.50 4.71 95.17 6.41
R R 91.50 7.42 89.33 3.92 88.15 5.71
WHRY R 91.17 9.06 81.00 3.34 89.67 7.50
BRI 90.67 9.95 83.50 4.18 91.18 10.03
B 2 90.33 10.28 80.00 5.05 91.83 6.68
HW R 88.00 9.64 76.67 5.44 72.00 7.76
b 2 89.67 5.54 75.50 8.59 94.67 5.98
TARRES 69.67 6.15 92.67 8.37 89.17 3.97

E AR 89.33 7.22 79.00 8.99 79.50 8.28
N 19N 81.33 321 104.83 5.81 86.67 4.42
B 64.32 7.52 77.50 6.53 78.73 6.15
RAFES 85.50 9.18 84.50 7.91 105.50 5.88
PEAi RS 105.72 4.28 91.33 5.75 98.83 4.74
RS 76.67 9.73 92.00 5.80 92.00 3.39
TS 85.83 5.24 90.17 10.70 99.50 5.47
FFEE 85.00 7.92 84.33 6.42 90.22 7.26
SEHEY 77.83 6.00 66.17 10.06 81.50 4.42
TRy 82.17 4.86 89.31 8.63 111.66 3.37
AR R 77.67 431 89.83 7.23 76.00 2.48
RO 83.50 3.01 83.33 7.48 85.67 6.16
S WIGERE 69.00 6.19 74.67 9.44 96.33 9.29
AER 104.67 5.11 88.00 5.84 90.00 8.42
SR 97.83 7.65 96.00 3.83 83.67 3.95

fi%. . BIFRAKSE R B ECR AN 64.32%~108.00%
66.17%~104.83% Fll 67.21%~111.66%, XfJi RSDs 43 %l H
3.01%~10.28%. 3.34%~10.70%F1 2.17%~10.03%. £5HeEK
S, 38 PR SR S5 i GB/T 27404—2008 52
I T A ) AR

2.6 FHIERIERRIEH

Oy B UE AR J5 1 SE B b R B E P, SR Vb TR
w25 S GG T AR 1Y) 14 005 IR RR S RS T 1A I AR R

B L R Rt 2 U IR, RN 5.16 pe/kg; | ARG
M R E FREA RN 3.14 ng/kg: T 2 URE SRS H
T, 5% BRI 3.62 pg/kg A1 4.01 pg/kg, HLAKEN
BIRRH BAR2idr. BiRsk A& ¥EF GB 31650—2019
(EMEEERWE ShPEARIIRERE) FHE
ZVAREHB AL TR KRR RE N 100 pgkg &
GB 31650.1—2022 & fh & EFhnifE &b 41 Fhedghif
FFR A B ) v Tt e 2 B UL B 24 A4 1 UL A 17
KIR BRI 100 pg/kg, A&k INFE M B BRI SR R 7).
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R7 EFEERT 3B FHEHKRBEERHER
Table 7 Detection results of 38 kinds of veterinary drug residues
in actual samples

e K2 YRR SRR R N
frass ?ig ﬂj;i)z i;‘)ﬁi R

FEdh 3 ZPHE 5.16 100 1

e T RN 3.14 100 1

FEh O WAL 3.62 100 1
FEdh 12 BEPES B 4.01 100 1
3 & i

A FE 2P A A Ak R AR AR O R S ik =X
H AR T FE &R, 3T HPLC-MS/MS, #3711
—Fh ol Xt 38 i 24 5% B SR R S R A B T
IR I, 76 5. 10, 20 pg/kg 3 MEEKFETF,
SR AR 64.32%~111.66%, RSDs 4 2.17%~10.70%, £4F
4 GB/T 27404—2008 FYZR . SEPREESAMZE R IR, %
Ty B RE AR RO T T 65 0 R RE it 1) 22 2 T 6 24 0% R i A
Lo, JFHEARACEREE . R R . MERftE S E
RIS TR RS I, AP R AR Oasis PRIME
HLB WEAZEB R EE SR, WEZ R, SHE
5T R Captiva EMR-Lipid [FEAHZEBGEAH H BT, Rifab s
PR FR o R A SR FEAG I Oy, R B R
Fl QuEChERS 25&-V00HH 8 1% - DU AR FF & AT B[R] BT ik i 5
TRAE A LA RSB T BOE RS Y i i A Y, (R
BLARH A HETRE, AR SRS AR, HE TR
A AR a . AT IRIETH L HPLC-MS/MS £,
T R UE G0 388 e A 2 O B RIS, LA A A 3 T e D
JUHE, HHEAS R RO SES M, AT ITE Y
LB AR JFURNT H R i Mg 5 2 A KU DA, BB
FHOC U AR AL AT S H R S, RN, A A BARETE — R
B, ASEE Y 2 08 3 R) P32 B B2, Bk
o0 76 T AT W AT 2 R LA s AN Sk G g el
PRAR (I F T2 235 TR ), How s Ry v SR i —
HRAIE, BT AR T AR S 1 . ARAFSE IR
AR A AL G RS, DAL L SE 2T BR s i Ak
G ME, JHREIZ T e oAb i 24 B4 LRl e B s
BB M AR AEAL,  LAAR B 4 A JRURE 1 22
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