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Simultaneous qualitative and quantitative determination of 106 kinds of
veterinary drug residues in milk by high performance liquid
chromatography-tandem mass spectrometry
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[Nestlé China Food Safety Institute, Nestlé Research & Development (China), Beijing 100016, China]

ABSTRACT: Objective To establish an analytical method for the simultaneous qualitative and quantitative
detection of 106 veterinary drug residues in milk by high performance liquid chromatography-tandem mass
spectrometry (HPLC-MS/MS). Methods Veterinary drug residues in milk were extracted with a mixture of formic
acid and acetonitrile followed by a liquid-liquid partition using sodium sulphate, sodium chloride and citrate salts.
After centrifugation, supernatant was cleaned by dispersive solid phase extraction (d-SPE) which consists of a
mixture of sodium sulphate, primary secondary amine (PSA) and Cg sorbents. Results At current screening targeted
concentration (STC), the 100 kinds of veterinary drug residues passed through the qualification validation criteria, with
false positive and negative rate were both less than 5%; the 74 kinds of veterinary drug passed through the quantification
validation criteria, with recovery rate met 70%-120% requirement and standard deviation of reproducibility was less
than 20%. Conclusion The developed method can be applied for qualification and quantification of multi-veterinary

drug residues in milk, and it also can be used for routine analysis and compliance check.
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BYIRE R R B B2 ER B — BRI
[m) R, FA255R BB AGE N B A ZE 0 B IR MR, diasisde
PR B e 2 W S T P23 d e i YRS R I B G N
FA A= i 28 Al R, AN A RS2 B2,

Z IR R A1 h 2 5 2R AT AR R TR R R
TRk T s ] 242 5% R AT RES SR (10 £ 48 42 ) i,
VLA IR [ By 20 PR s R BT e 2, H A2 0 b g 8
R 2k B L EF, (B2, 3A ERRSTIL
FRUEH —A 5 P fe 22 IR AN LA B+ LA 255 88, 13
i GB 29692—2013 {7175 M i 2 24549 22 5% B 1) N s
G 3L ). GBIT 22966—2008 (4= AWk 16
TR e 25 247 4 5% P8 RE O A8 YRR €893 - AR DG BT RS )
GB/T 22965—2008 {A-WhFIWIkyh 12 it p-24 375k A 4
MIE WO GRS - TTE: ) S5 O TR
FR 00K, 3RS AIIROR, T & —Fiag[R] e M A E bt
Tor I 22 45247 5% B8 1 5 1 T AR SEIA R Tk i sk, 48
o U W 4 i i B0,

Haia A2 S8 255k AR FEA WA (1)
A i 556 4 8 W i 725 (enzyme-linked immunosorbent assay,
ELISA)1 | 5 K 45 %0 93 )2 47 5 (immunochromatographic
assay, ICA)!'O AN A= 47585 H 7 A (biosensor)!' > 3145 o 4L,
FE A PRE PRI 8 51 (2) LA R RO OAH €83 - 5 K S5
%3 (high performance liquid chromatography-tandem mass
spectrometry, HPLC-MS/M S )l & R AR 3% - 155 43 9 o 1%
# K (high performance liquid chromatography-high
resolution mass spectrometry, HPLC-HRMS) WU R £ 5
2 78 MR TR vk o DR vk B 4 A A . e e
Rl TR0 20 0 A, Bl sl T B g R
il Z2 F Ak 5 4, RS AR E PR E YRR T, K BRI
PERE 55 T B3 — A R F O E AR A A, R R B
AR EMEME RN, EIEZ AT 282500 )7
VI 4520 MIXE T HPLC-HRMS, HPLC-MS/MS 4%
BLAAR I ELA 52 55 51 F R B AR R ) SR IR, 3% Je vk 4
BT, A EREG .

QuEChERS 2 —Fifi FIfRE ST AR, S H T 24
SN R AL B R B A3, Z2 IS T UER] QUEChERS #f
At T A PR AR S A A R P 2 B2 0 A
SELASCHE ) QuEChERS Ff ST Ab #EZ5 A HPLC-MS/MS X
Ay 106 Fhe 24 5% B 00 8 PR SR I i, B AT LA
FAT H R RGN, s B8 T T 540 XU e

1 RS

1.1 w5

B 5 IR 0 TS bR T .

L, K. 5. FRRUF G4, 18 Merck 247]); H
MRk (43 Hral, 25 Sigma-Aldrich 2 #]); QUEChERS $2HL
(4 g BREREN+1 g EALEN+1 g “UKFHERR —4M+0.5 g Fris
R ). b ERf0(0.9 g BREREA+0.15 g Cig3EkH0.05 ¢
PSA HHh . BB Hra) b s E A R A PR H);
PZTARE S (R Alta 23 #)), TELE 1,

F /K (15:85, V2P)BCH]: 4 B A= EE 15 mL
FEAD 85 mL 7K, 5 100 mL iR FDRIRAIE & H

®1 EWMERER
Table 1 Information on veterinary drug standards

/(mg/mL)
10 Pk BRSSP AE R IR A
x f’%u HEE  oraress 0.1
FRUESh
11 FpmsiimehiA IR GARmER: 1ST47890 0.1
NS LRI TR 1ST5703 0.1
16 FigEAR MRS 2T A
e 1ST47280 0.1
FRUES,
PGP ERGEN IR APRER  1ST47923 0.1
2450 B Z S FNRESFMER  1ST47343 0.1
25 P IS 2GR A RIS 1ST47344 0.1
4 Fp RS R A FRifE S 1ST9277 0.1
FEZ . ®Re%. FEe
ﬁiﬁ ini . fﬂﬁ 1ST47257 0.1
F MR R TR A R
5 FhE SRR A AR 1ST47803 0.1
6 PR HBEIRA
.t 1ST47655 0.1
FRuftdh

1.2 UFE5E%

Agilent 1260 = 30K (AL (3EE Agilent A BRA
F]); Sciex 6500 A Bk = PUMAT (L (32 [H Sciex A PR
F]); Multifuge X3R Z5.004/1 . Legend Micro 21R &AL (SE [
Thermo Fisher Scientific /A F]); SPEX®SamplePrep Geno
Grinder® 2010 5  BTAL(EE SPEX A Hl); G-560 ifighl
CGEERHLT)7); N-EVAPTMI112 &M (3 E Organomation
25 7)); S100H M EPEHL(FEE Elma 2y #]); AT200 4347 K
(K51 0.01 g, Fi1: METTLER TOLEDO /A #l); Waters
ACQUITY UPLC BEH Cyg (2.1 mmx100 mm, 1.7 pm), UPLC
BEH C g VanGuard (2.1 mmx5 mm, 1.7 pm)(3&[# Waters 23 7).
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13 W =200
1.3.1 A% TAR R A= B AT &R R 3G 44 R mmw@)ME?%% E&Tﬁﬁﬁ
FE R 2 AR — e AR A A ) 10 mL Ay S ; AL ﬁﬁm?ywm)
SR, P BSE AR 2, FR AR AR RCIUT) . eI 2 1.0
S Ly
%2 AR TEREIRER STC Rk il ; o
Table2 Preparation of standard working solution and setting of STC %Dé%ﬂﬁ ) 2 1:0
EEmEER Bl TR R R 2 1.0
HE AT STC/nghke) WRYUL iR E/(ug/mL) g oRid 2 1.0
AT IR M 10 1.0 b B 2 1.0
IERGR M 10 1.0 %W(’/"Ea 10 1.0
B ST 10 1.0 AHX 10 L0
(ISP 10 1.0 i@f% 10 1.0
[P S LB =8 R 10 1.0 AR 10 1.0
B T 10 1.0 PUBR 10 10
[E PR 10 1.0 BRI 5 10 100 1.0
S TAEA 10 1.0
FF 2 DR s 10 1.0 F TS 10 1.0
2Rk e 10 100 1.0 AT % 10 1.0
5-FRIE I IR 10 1.0 TEMRER 10 1.0
S 5 T T 10 1.0 FIRWHE 10 1.0
5-FRHLIBE R IGA e 10 1.0 PEA RS 10 1.0
ﬁﬁﬁﬂﬂé 10 1.0 /E?ﬁ%rﬁ 10 1.0
2-B FEFRA TR ML 10 1.0 E%%? 10 Lo
PO kg 10 1.0 Eﬁﬁ% o 1o
. Xt 10 1.0
R DR g 10 1.0 L (LS 10 1.0
FH e 10 1.0 X 10 1.0
2 p ] 7R 10 1.0 YN 10 1.0
B i e 10 100 1.0 B3 s 10 1.0
B fiEgme 10 1.0 TRGLNRS 10 1.0
B 10 1.0 SR P 10 1.0
ELH TR 10 1.0 A 10 1.0
Tk e i 10 1.0 o 10 100 1.0
it e Ak R 10 1.0 SN g 10 1.0
it e g e 10 1.0 WA RS 10 1.0
TR JHe 405 — FFY A s e 10 1.0 W A 10 1.0
it flig R L i 10 1.0 T ZEUE IR 10 1.0
it frle o R 4R M 10 1.0 E3rEquyis 10 1.0
it file — F S mig 10 1.0 FHEHE 10 1.0
i i F e s 10 1.0 VBT 10 1.0
- Th g 10 1.0
@?ﬁﬁ% 10 1.0 %iaﬁ " o
it e FH AUk 1R 10 1.0 A 10 10
Tl g 0 e 10 1.0 S B 10 1.0
e SR M 10 100 1.0 fEx 10 1.0
Tit Jedg 1] — P 48 M5 10 1.0 A REA 10 1.0
Tk e e 10 1.0 3-F LM Rk -2 0 100 Lo
Tl i ) P 4 10 1.0 R '
Tk Jiie 10 1.0 W IR bR -2 2 PR 10 1.0
R ERS 10 1.0 PN 10 1.0
T e s 10 1.0 WARJEH 10 100 10
Tk iz e e 10 1.0 T JE 10 1.0
i g o A mh 10 1.0 AER 10 1.0
it i 19 e 10 1.0 it % 95 2 i 4 1.0
e — S 10 1.0 FH R S AL 4 1.0
it i S S 10 1.0 a-fH i 4 100 10
R S 10 1.0 e e 4 1.0
Y TR 2 1.0 o-F K IR 4 1.0
BT 2 2 100 1.0 - TR IR RE 4 1.0
BRI 2 2 1.0 1 EARGH A JF (screening target concentration, STC).
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132 Hamaraz

A HIERFRE(10£0.01) g 4 W5F 50 mL 2.0, [
FEAHFANA 30 mL Z /i X 30 pL A9 BRI, FHimA—4%
FALEE S BT, S BHLLL 1500 r/min 25 1.5 min, 0
A QuECHhERS #£HGE:fJ5, B FREERE 1 min, #IA
i JCEE R, L1500 r/min AYEE IR 2] 3 min J5, BFFENLFE
BEBE.OHL, EEE T L 4000xg 2.0 10 min 18 FiH .
B 6 mL LiEWS 15 mL .04 9, LA QUEChERS ¥k
A, ERBEHLLL 1500 r/min BE RS 3 min, BB E
Bl FEEIR T LA 4000xg #5.0 10 min, B 3 mL _FiF#
F 15 mL WELET, E@0£5) °CREXT, 75 uL HEE
e 30 s J&, FENA 425 uL ZKGER 30 s J&, #8755 3 min, #%
JEHASE 1.5 mL B, 7E4 °C F LA 17000xg 2.0 10 min,
B ISR 2 PRSI A L4 HPLC-MS/MS 4347 .
133 &iEiH

WA A: JK[0.5 mmol/L I EREFN 0.1% (V:V)HR];
oA B: HEE[0.5 mmol/L HERELZ M 0.1% (V:H R,

J&#1:: Waters ACQUITY UPLC BEH Cig (2.1 mmx100 mm,
1.7 um); P#¥"E: UPLC BEH C;g VanGuard (2.1 mmx5 mm,
1.7 pm); HR: 40 °C; MFREAFH: 10 uL; JiE: 0.4 mL/min.

FEA0IR: 7E 0.5~12.0 min 22 [BPRF PRI I D40 28 5 1 AG:
MES, 0.5 min Z FiAT 12.0 min 2Z )5 BEM R VI 28 W .

KBS PR R T : 0~0.5 min, WA A 4EHHTE 95%:;
0.5~2.5 min, A )\ 95%EfIL % 65%; 2.5~10.0 min, A Mk 65%
I ZE 0%; 10.0~12.0 min, A 4EFFFE 0%; 12.0~12.5 min, A M
0%T+ZE 95%; 12.5~16.0 min, A 4E:} 95% A48,
1.3.4  F#&n

HH, 5% 55 B9 1 (electrospray ionization, ESD)¥i: 51k
A2 40 psi, HIBIA: 40 psi, FALARIRIE: 550 °C, A
30 psi, A% L 5000 V, Gk S
4500 V, filf 1S Medium ., F 88X Ny £ 5 R
(multiple reaction monitoring, MRM)#I#i, &1~ MRM R
RETRIE E2h 60 s, FEAEZ509 MRM S50, IR B B )
R il 1 RE B A2 3 FTm

*3 2UEEF. FETRRE. REMEREMRESHEXER
Table 3 Information related to the charge to mass ratio, retention time, and other mass spectrometry parameters of mother and daughter
ions in veterinary drugs

BAZ {4 B4 15} 1] /min Jinfar = EHEREN  AOHENV  BETF FET R FE AE R/ V
) 159 42
PS5k . +
L BASN 5.1 M+H 80 8 316 191 58
268 29
IR 2 M+H 100 8 300
A 7 159 45
300 31
T IR IR 5.4 M+H 100 6 332
A 159 50
234 26
I BN . M+H 1 2
T 2R Tk e 6.3 00 8 66 191 5
s P 133 37
A 2R Tk e -2 - 2 HE R 3.0 M+H 120 10 240 198 2%
o] 24 e ST AR 43 M+H 40 10 282 240 18
‘ 222 25
266 28
] 45 35
T4 35 AR R, 4.6 M+H 80 10 298 . 47
264 29
PR I e 6.1 M+H 85 10 296
CIENU R 105 43
. I 105 34
S 2SR e 4.5 M+H 135 10 238
77 39
, 266 28
532 3 F Rk . +
F2 L H 2R ke 4.5 M+H 80 8 298 4 3
175 35
IBE R Ik I ) M+H 12 1 202
2R IRk e 3.3 0 0 0 131 5
. 191 34
5-FEHEIGE A A A 3.0 M+H 165 10 218
R 147 44
282 28
SR Tk 6.4 M+H 80 10 314
MAIS 123 45
PR 123 36
25 F AR R e 4.7 M+H 120 10 256 05 41
261 25
AR 5.0 M+H 60 10 303
RIS 217 36
X 218 24
N AR DR 5.1 M+H 70 10 250
K 176 46
128 19
i e 2.3 M+H 30 10 172
P 82 30




34 1% A T R A AR
=34
B ZR 14+ £4 Bt A1) /min i Jr =X LR/ AOHRENV  BET FET T R H/V
_— 96 22
T 2.5 M+H 40 10 142
81 32
" 140 16
Z Tir 2.4 M+H 10 10 201
55 27
202 19
firm 2.9 M+H 50 10 248
i 121 21
128 22
L T el 3.5 M+H 70 10 220
BT 82 40
) 156 16
p:S itk i 4.0 M+H 20 6 2
R H Pt 77 9 3
i e s 15 2.0 M+H 20 10 215 156 14
92 30
il e S mk R 3.5 M+H 40 4 285 19526 ié
156 20
it Iz 13 g 24 M+H 1 251
i g I 50 0 5 108 20
N . 156 24
it e 48 — Y AL g 3.7 M+H 60 10 311
108 31
156 23
it FHemrnE 2. M+H 1 2
Jiig Y 9 60 0 65 108 3
, , 156 24
i i o) 4 g e 3.1 M+H 90 6 281
Jiig o Y S ik i 108 1
186 23
il e — F Sk e 33 M+H 90 6 279
B R 124 30
ik e F g — e 3.2 M+H 30 6 271 136 20
92 35
156 20
it S
ik e FY S 3.6 M+H 40 6 254 108 30
it e FF 4RIk 3.3 M+H 80 6 281 136 23
108 33
156 20
Y )
itk i G e 3.1 M+H 60 5 268 13 i
156 20
FE N
it e Ak R 43 M+H 40 4 285 108 I
ik e ) — Y A g 4.4 M+H 90 6 311 156 27
108 33
I 156 16
itk e Jok 1.0 M+H 30 4 215 0 30
S 156 25
i f 1) FFY 4 i 3.7 M+H 80 10 281
108 32
93 30
ik Jiie 1.1 M+H 60 6 174
. 92 25
. 156 16
itk P i 2R 5.6 M+H 80 10 336
IR IEES 108 32
108 36
it i A i e 4.2 M+H 70 6 315
92 35
. 156 21
itk iz e e 2.8 M+H 40 11 250
R 108 30
156 23
it g e A o 47 M+H 60 6 301
eI 108 33
156 20
it g 1B s 2.6 M+H 40 10 256
o 108 28
. 124 27
itk e — P SR g e 24 M+H 100 6 279
Jie — W SR 136 3
156 19
i g S e 3.7 M+H 50 5 268
113 20
230 32
AR 3.1 M+H 100 8 291
AR 2 9 123 3




%524 W PIVEAR, S5 EACRORR €03 - £ I By [R) s P A s A A= 05 H 106 A2k BY 35
R3E)

YRR {5 54 15} [ /min I gy = EFERIEN O AOHIENV BT FEF Tl g /v
s 255 50
KT A 3.5 M+H 110 6 358 583 3
316 26
587 U 3.4 M+H 100 6 360 245 37
o 299 38
WU 3.6 M+H 100 6 400 356 26
. 244 20
35 P 5.8 M+H 90 6 262 00 5
e ey 265 32
KEDA 3.5 M+H 80 6 352 537 15
i A 3.3 M+H 80 6 320 Zi ii
AP 318 25
AT B 3.2 M+H 100 6 362 6l 35
IR 4.6 M-+H 62 10 262 ;?g ‘3‘2
¥ U 3.2 M+H 80 6 334 ;gg §:
TR A 3.7 M+H 80 6 386 izg ;i
B A 3.2 M-+H 80 10 363 ;ég §2
NS A 3.4 M-+H 104 5 332 ;}é if
LIRR 6.2 M+H 100 10 734 ;E ;2
LVER 6.8 M+H 70 10 828 Z;‘ jg
FAER 6.2 M+H 60 13 772 ;(1)2 35
BUBHE 7.1 M-+H 160 13 837 f?g 431(1)
[y S 4.4 M+H 40 13 422 }‘7“2‘ ‘3‘3
BAKH A 52 M+H 40 11 870 fgg zg
FIHR 6.0 M+H 143 9 494 }?; §§
AR 3.1 M+H 117 10 407 ;?g ;i
TR 5.3 M+H 100 10 425 ;33 ;i
RREER 6.2 M+H 113 12 916 ;;‘3‘ ‘3‘;
YEAi % 43 M+H 150 10 368 i?g ?g
IRATFRS 4.1 M+H 55 10 365 iz; ?2
[EESES 4 2.1 M+H 22 8 220 122 ﬁ
160 19
[LEEEES 2.6 M+H 30 6 234 143 3
SLAE RS 3.7 M+H 30 10 277 203 22
132 37
FIARTRRE 4.7 M+H 30 10 291 188 29
217 23
203 23
SR 33 M+H 20 10 263 13 3
SAPIABMR 3.7 M+H 30 10 214 ﬁg i
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R3E)

HIRFR P B2 B [ /min s 77 = EFEBE/NV O AOBENV  BET FEF R g HE/V
I e 2.7 M+H 60 10 304 1(3)2 i;
TR 3.8 M+H 60 5 345 1‘2‘? ii
AN 3.4 M+H 70 9 302 ig‘l‘ ;g
AR % 4.2 M+H 60 9 311 ;?; ig
DRSS 4.7 M+H 50 7 325 ;?; ii
ST 1.6 M+H 30 10 212 12‘2‘ ;
B A R 2 6.8 M+H 100 10 292 igf 5;
RO A 3.8 M+H 80 10 345 1‘2‘? ig
25K IR 5.1 M+H 80 10 260 } ég ;‘21
Je v 2 B 3.4 M+H 60 10 302 }2471 ;g
FIFEHE 2.8 M+H 43 9 288 ii(l) ;2
T R 2.3 M+H 25 8 240 1‘6‘2 ?2
, 398 20
WERRY 6.9 M+H 90 5 416 380 55
152 21
ERUKILES 22 M+H 33 10 226 107 20
o 154 21
ZATFE 4.1 M+H 30 8 228 17 i
202 24
FEMARZ 2.3 M+H 40 11 262 185 20
e~ 3.7 M+H 40 10 263 29301 ;Z
BEREZ 52 M+H 60 10 231 izg ;g
3-FH L I bR -2 - 2 TR 4.0 M+H 20 10 189 i:z ?;
s IR -2 - 32 TR 3.8 M-+H 35 10 175 i?g ?i
iR 3.1 M+H 80 10 356 ;gi ig
. 336 -12
WA EE 3.7 M-H -30 -10 356 185 4
-~ 230 15
AR F 1.0 M+H 20 12 248 130 30
AR 4.5 M-H 20 -10 321 ?2; :;3
it % 2 2 i 8.3 M+H 60 10 397 ;% éi
FH 5 S AL il 7.8 M+H 80 10 303 29875 ;g
o~k 7.1 M-+H 60 6 271 f;g 3;
R 6.8 M+H 90 10 271 f;g i;
s e 8 277 -30
o-E KA EEBE 73 M-H -30 -8 321 203 s
B KT 6.7 M-H -30 -8 321 ig; jg
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1.3.5 W7 xiiE £ 5h%

S T[] —ANEE AL 2 BURREL 3 B - WAE b, — 1R
AR, CfES AREM . — 2R Uinks 1 f589 STC, id
fE 1xSTC. 1 r2-0nds 2 fi56% STC, i8fE 2xSTC., Hff
PAZHI STC {HANFE 2 Fin. 3 MARAL A BIFE IR 1.3.3 #647
FEARATAL R, LA R 25 158 — AT 3 i AR E
Wl AT IR A . A AL . QMR EA K
25 A 8 LY AR (Rspys 1) FHANBRIA R LG AR (Rs1/52) o

Rspys1 =25 FIAFE 8- 24 (AW B A/ L xSTC A a2y

£ 0 7 41 M
Rs1ysy=1xSTC it 425 9 B {E/2xSTC it o
24 fy ) I @)

S K Rsprsi A Rsysy RYEL5 5256 v 5 2 /Y 1808
Vewod AT LB, HHER T Roysr<Verom %A1
IXSTC H it PR HE B BIE (FN); AR Rpjs) =
Veuroft, ATUAZRAEZS FURE S AL E IR BHM:(FP) . &%
ZHTBIBFSE T, AB IS R Y B ERE N 0.2 A ST EHL 28 4
A GE R IEA T IR RIEY, KRR 2R B A
BIUEREFE ) DIk MEREE AR S HONE, FP 1 FN [RIE i /)
F 5%, WINERA 703 HF S 25 7 4 05 p i A H A
1.3.6 & FFEkiE £ %

[l 1.3.5 FESAFREUMALEE 73X, 258 5oR F— SR
WEIMMAE VTR, B 1xSTC B IARRE S g IR EE A,
FH 2xSTC #Efh a2 & 1xSTC FESH &2 E W, 3
B 3):

Area i
Wi= unspiked x Concygged (3)

(Areagyyq — Area

unspiked

i J37 588 S /cps

Fig.1

Horb, wi A ZAE 1xSTC FE i 1 W 2 (ng/kg);
Areayngpikea A 1XSTC HE iy o8 24 52 B 1 B 7 B W 1T AR
Areagied A 2xSTC Ff 5 v #2528 1 1 88 1 10 W 1A Y
Concyqgqea A 2XSTC il B2 B IAR AR (ng/kg)
RIGRAXQG)THHEMRENN 1xSTC FE i &~ E 251
e BE R A BRE (B 3 [BISCR Bdis . 275 SANTE/12682/2019
( Analytical Quality Control and Method Validation
Procedures for Pesticide Residues Analysis in Food and

Feed ) A< 24 5% B4 5 o5 06 F 20K, 4 24 i [l g 3%
70%~120%, SLH =R EIEA KT 20%H, A Rib# 2y
A DLy R T o

2 ZHR5SH

2.1 STC HI&E

WE HFRE251E GB 31650—2019 (24 F
#HE BB R KRR IRE ) & GB 31650.1—2022 (&
S A EFAE R 41 P2 KRR PR ) A
KH% BE FR 12 (maximum residue limit, MRL)ZESR, MA#F5E
S E 2R STC /DT 8% T MRL, WURAWFF &
244 MRL 23R, 0| STC Zi— % & 4 10 pg/ke.
22 EMFE

106 P24 1Y BB F I S A 1 R, BEdh 2y
AR DA SR A 2o 3 BT €8 3 1] v g -5 245 ) % B B T T 25 %
S, S5 4, 100 B2 i e MR A R, o
JE TR SN T 0 B BH P A 28 (F P) A B 1 M 6 (F N #F
RARWE L IGUEZESR, EEE TR B2 4T STC T,
S AR, AT REAIS B B, 28 A
THAGWAAAE, I FP Al FN #A M L IE Tk, #

LR B B[] /min
1 A W i e B 2 8 B T s R

Total ion chromatogram of veterinary drugs in spiked milk samples
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B dn 2 4 R R I A 4R

FH15E

TPEAI U SRV A2 Y FP R BB B e 25K, 2R NN A
L 23 P R T A JER HP A A TS T R 2, DR T A B
0 HH B R Jh o R 42 e ARG A1 7 27 R RESE i FN 46 TR
LR, BRI T PR B 2T G 00T A4 5T i
PO (A8

A R e TR EER U X 2 24 IR T B RUPR T A
. FEUEH TS AR RLE AR, LR
PR H] 1xSTC 2 2xSTC Il N BT b A,
11 3 A5G 1T A5 R EE I P A BE T AL B IE 25K, P sk 6 5 24
e B HBEVE NS5, BB TS ML T . AT T
A 7 i — U REA DN LR e+ LA G 8525, 05 ik T L
MEN AR 74 FhE2Y, ROCHRIE ERdm TAIACE .

®4 FMFEHERFMEERIELR

Table 4 Veterinary drug residues qualification and quantification results in milk

HAZFR STC/(ng/kg) FP/%  FN/% REXRFARY/N)  EE% EEM% IR E HAR(Y/N)
BIF R mE 10 0 0 Y 119 10 Y
P> ol 10 21 25 N —69 -1122 N
AN PN LY ) 10 0 0 Y 116 7 Y
2 3k s 10 0 0 Y 115 19 Y
] 4% 3k 1 -2 - 4 FE A, 10 0 0 Y 107 20 Y
o] 24 35 A I 10 0 0 Y 120 19 Y
] 24 5 A A, 10 0 0 Y 118 18 Y
FR 2R s 10 0 0 Y 116 9 Y
I FR R ke 10 0 0 Y 115 16 Y
5-FR 5L H R R 10 0 0 Y 152 26 N
WIE R I s 10 0 0 Y 118 14 Y
5-F5 HEHEIR A 10 0 0 Y 110 15 Y
FR s 10 0 0 Y 116 18 Y
2- TR B 10 0 0 Y 120 20 Y
Yoo ik ms 10 0 0 Y 120 12 Y
PR DR 10 0 0 Y 118 20 Y
F figg e 10 0 0 Y 120 17 Y
- F Rk 10 4 0 Y 112 10 Y
% firg e 10 0 0 Y 110 10 Y
PR me 10 12 0 N 138 29 N
ST 10 0 0 Y 138 26 N
7% F kit e 10 0 0 Y 184 34 N
i J i 7k 10 0 0 Y 180 30 N
Tk i S8 Ik 18 10 0 0 Y 149 43 N
it g g 10 0 0 Y 120 18 Y
it iz 408 — H 4 s 10 0 0 Y 148 25 N
i e FR i e 10 0 0 Y 117 20 Y
it e X FFY 4R 10 0 11 N -59 -852 N
it e — PP B s g 10 0 0 Y 143 25 N
i g F g e 10 0 0 Y 120 15 Y
ik e FY S 10 0 0 Y 186 34 N
it e FFY 4R Ik 10 0 0 Y 158 25 N
it e 2 e 10 0 0 Y 110 20 Y
T Jie Sk R 10 0 0 Y 130 112 N
i J ) — Y 4 10 0 0 Y 114 19 Y
it e B 10 0 0 Y 115 10 Y
it f (i) FHY 4 5 i 10 0 0 Y 115 10 Y
T 10 0 0 Y 120 18 Y
TERAAR 10 0 0 Y 113 12 Y
it e R it nee 10 0 0 Y 154 27 N
it g i g 10 0 0 Y 176 40 N
i g o A oh 10 0 0 Y 144 22 N
ik e g e 10 0 0 Y 242 61 N
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BAZIR STC/(ug/kg) FP/%  FN/% BB HARNYN)  FRCR% % B IAFH HAR(Y/N)
T e — Y S e 10 0 0 Y 160 44 N
i e S e 10 0 0 Y 157 24 N
Sk A 10 0 0 Y 138 25 N
R R 2 0 0 Y 102 12 Y
Ratvh AL 2 0 0 Y 106 14 Y
MR D A 2 0 0 Y 112 12 Y
e FF g 2 0 0 Y 106 10 Y
KRR 2 0 0 Y 106 12 Y
WD AL 2 25 0 N 0 0 N
AR 2 0 0 Y 0 0 N
R 2 0 4 Y 106 8 Y
HEw R 2 0 0 Y 101 15 Y
YUz ORUD 2 0 0 Y 111 9 Y
b A 2 100 7 N 132 2502 N
WHTE 10 0 0 Y 107 12 Y
AR 10 0 0 Y 113 14 Y
RIWHR 10 0 0 Y 110 20 Y
HbER 10 0 0 Y 110 18 Y
BUBHE 10 0 0 Y 99 18 Y
IBERE R 10 0 0 Y 113 18 Y
Pk A 10 0 0 Y 85 15 Y
BWHER 10 0 0 Y 85 16 Y
MRAT R 10 4 0 Y 118 20 N
MR 10 0 0 Y 120 19 Y
BRWE 10 0 0 Y 113 22 N
PEA RS 10 0 0 Y 119 9 Y
IR RS 10 0 0 Y 110 17 Y
[EEE 10 0 0 Y 118 19 Y
[LiEEE 10 0 0 Y 193 42 N
LR RES 10 0 0 Y 119 10 Y
S (r LS 10 0 0 Y 116 18 Y
R (e 10 0 0 Y 120 19 Y
N 17N 10 0 0 Y 116 6 Y
BBy 10 0 0 Y 140 30 N
LR 10 0 0 Y 120 14 Y
RN 10 0 0 Y 119 14 Y
Yy 10 0 0 Y 118 15 Y
HEtREy 10 0 0 Y 113 13 Y
S PIi T 10 0 0 Y 113 15 Y
WA RS 10 0 14 N 100 37 N
KW A 10 0 0 Y 120 12 Y
KR 10 8 4 Y 148 158 N
ESEAuy 10 0 0 Y 118 11 Y
FIFGHE 10 0 0 Y 120 19 Y
W R 10 0 0 Y 120 11 Y
[UES e 10 0 4 Y 106 20 Y
FEA AR 10 0 0 Y 115 7 Y
ZATRES 10 0 0 Y 118 20 Y
FEIAFES 10 0 0 Y 114 8 Y
R SEA 10 0 0 Y 158 28 N
BEREZ 10 0 0 Y 119 18 Y
3-FRE bk -2 SR 1R 10 0 0 Y 110 6 Y
g IR -2 -3 iR 10 0 0 Y 102 11 Y




40 B i R A R 2 F15E
R4
SRR STC/(ng/kg) FP/%  FN/% ERREAAR(YN) /% EEMH% R IRE HAR(Y/N)
AR % 10 0 0 Y 153 47 N
BAEH 10 0 0 Y 112 10 Y
A JE 10 0 0 Y 110 15 Y
RER 10 0 0 Y 97 8 Y
it 2 26 2 2 1] 4 0 0 Y 99 22 N
FH 3 52 L 4 0 0 Y 111 12 Y
o-fEEN Ik 4 0 0 Y 120 20 Y
ek 4 0 0 Y 113 18 Y
o-F KT 4 0 0 Y 115 25 Y
B-ERIEEE 4 0 0 Y 111 10 Y
N 45(21): 169-176.
3 & (6] T, BBEFE, WIS, 4. ShMIIRKE e 25 B ATt

ARWFFTIAE T A5 106 FiE 24 52 1 A0 5 ) B 4G
DU 35 o 5 M A R F 28 FUREASRT 1xSTC {55 M By b %
FUWE, TR T TR B AN 4 TR, U T BE A R R
PERIRER , M FE M STC 44T, 100 FhE2yEsd T
FE MR R . R R R F B SRR M A O 2R
74 FREZR T T ONERAERER . b 16 P25
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