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HERR PYRESRT 120 MEHRABOFE HiEEH
PR

1 SEE

ASCAFINE T S erdh T 120 A2y (PEARME B LI A JR B MVt - 0 %
JRE 7 & T 1%

AAFER T B &R K i S R ARSI T 120 B 255 B
PEFR AN E, HABZHYIIR & w2 AT .

2 MuMsIAxH

TN FNSCA A P S I ST R R 1 AL A SO AN T R A k. e, VA
(51 A SCA s A% H IR R R AR AR IE T A S s AN H AR 51 S, HBoshioAs (R
FE s e ) 3& A0

GB/T 6682 4 #TSL56 == H /K KUK A1 36 77 v

SN/T 0001-2016  H Tl Aot s BRI 2 T kbR e g 5 I R AR E

3 RESEX
ASCAFBA 3 BT 5E MIAREAE 3o
4 FERE

BURE I8 255 B QG SR, St e, SRR 20 B AR AR U4, R E - v 20
PR O A E -

5 R

BB UEAAN, BRI N Mg, KFFAGB/T 668280 5E 1 —Z K.

Mg (CHCN) = fhithgg.,

HEE (CHOH) = fhilhgg.

Edke (CHp « ik,

HEz (CHO,) : i,

FAbEE (NHF)

F4L8 (NaCl) &

ToKBREREE (MgS0,) o WFEEJS7E 500 CEifdr Mt 5 h, BWHFEUHEIEM, BT T
a, &R

5.8 B%ZMEKIEW: WERIFEEL S5 nl 28 (5.1) , FH/KFEEZE) 100 mL.

5.9 CZIFWAMIECK: BUECK (5.3) , IMAERELN (5.1, #ESEGE, LE
N RERANIE 25t

oo oo oo o
N OO A WON -
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510 0.1 %HR NG MBI L oL HER (5.4 , A (5.1 FkH| 1 000 mL.
5.11 0. I%HERIAEW: AEMFE 1 mL B8 (5.4) , F/KFBZF] 1 000 mL.

5.12 0.5 mmol/L ALK IER : HERMIFRE 0. 0185 g bt (5.5) , RI/KIEMIEMER 1
000 mL.

5.13 fnifEdh: FLEAS LI, B 2Rl BRI, AHFEKIES . SRRk
He Tltfi SRR e G RG2S S PRV R RV TR S . ORI IR PUBRIZGIE. RS R,
PUREERZY . NG R ORE % . SRR, T S BB DA B PR IR R S B A 55
T IS B LM A R AL 1.

5.14 FRfERE&W: RS A PR AL R4, o BIETRAREL 10 mg CRERAE] 0. 1 mg) 120
PR ZibndE i, FERAUET FHERR RS AN e 2, 1920 1. 0 mg/mL 45, BB
SER AL IVRPR AT . P B4, C4. DA, B4, F4. G4, T4, JHAAE-18CLLF
RIF1240H, AH. HARTE-18CLA R RAF 6 I H o

5.15 VRAFRE TAEM : R4 715 0m 2 PR IR EE, R m B A v 5 W (5. 15) iE =,
BRI CREAEIRE . IBEWHE T/ERATTE 4°C FRF 7T Ko

5.16 T /\fidrElita MR (Cy) : 60 H~80 H.

5.17 JEME: 0.22 um AHUAHIER.

6 UFEFFEE

6.1 WAHEIE— S FE A BOA IS E IR (ESD , 2 FFRA/NT 20 000 [ far LE
(m/z) T 200, #2405 (FWHMD 1f].

6.2 SrMT RSP JEaE 0.00001 g A1 0.01 g

6.3 A, FH#En[ik 20 000 r/min.

6.4 EBSOHL: FEEAIA 10 000 r/min.

6.5 HFEWEG-

6.6 IWEIRG Ao

6.7 EWAL.

7 RAEFIRSRE

7.1 AERFIE

7.1 BEW. KM FEVEURGEAES, REBRART R, B AR MERENZ 500 g,
PSR 78 /0 3 REVR AT, S NV TR A B VE N IRRE, B8, FEFRUIARIC .
7.1.2 B0y, . MEGEAE U AR Z 500 g, FRORE), BANFIFESE
JIREE, S, FEFRIIARIC.
7.1.3 A& MNEIGFEMIUE ARERMEAEMZ 500 ¢, 5% /5 AL SN B0 AT,
BN B A REE, %5, Hbrmbric.
7.2 REEE

B2 U AR RE S R 3, VR NI E B, T-18 CHEI T,

Ve (EHIRERORR MR, IR I RE RS Y s R TR B R A5k

8 DHLR
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8.1 RIALIE
8.1.1 #2H

HERIFREL 2 ¢ CRSFAZE 0.01 g) WAET 50 mL MR B ., N 8 mL 2%, T
25 F L 15 000 rpm 35 2 min, BN 1 g NaCl, ¥#EEVE2] 1 min, #H 5 min, 4 000 rpm 5
L»5 min, HUERIEW, %REMH 8 mL ZfEF F#eE, BB —&. &3F FiER, Fisb.

8.1.2 %t

B EIEWER A 50 mg Cg. 900 mg MgSO0, (5. 7) ) 50 mL B0, W HEIR 2 5 min,
4 000 rpm &> 5 min, HUEJEW, 7E40 CLAR/KBHERZET . FRIEH 1 ol 5 %ZLMEK
WA, TN 1 oL ZREWAIRIE Ok, WHERS), 10 000 rpm B0 5 min, HUFZIEWR,
o 0.22 wm AHUAHERE, EHLIE.

8.1.3 ERERIIERRK
1% (8. 1. 1) F1 (8. 1. 2) BITidk J7 i Ab BR ) 25 3 728 POV, B dHLbR o AR VAROE ==, F A%
JRZS VA VRO R, ORI B A AR P P R R DT T AR VAT
8.2 M=E
8.2.1 HHEBESEZMN

a) i Cy 2.1 mm () x100 mm (FEK) , Kif% 3.5 pm, BRPEAEAE S
b)  JishAH: A: 0.1 %FERVEWG B: & 0.1 %HFERM NG (ERZD
A: 0.5 mmol/L HALEVEW; B: OB (FED
c)  Yiid: 400 uL/min; BEEPEMRET WK 1, FOUBESANERE BRI SIAHA RSN, R
¥) HHE;
d)  #FEE: 10 pls
e) FE#: 35 °C.

*®1 BERREFR

BREERFIR] (min) TRENAR A % TENAH B
0.0 98 2
1.0 98 2
9.0 2 98
12.5 2 98
13.0 98 2
15.0 98 2

8.2.2 RiESEEMH

a) EFUR: FEmEZ EST

b) AT EEFEL, fE PR

c) AR SRR HERA/NT 20 000 [Fif L (m/2) ST 200, #2065 (FWHMD 11];
d) - HoAt 5 2% 1 LR SR B

8.3 THIAWK

BRAIIEE SN, 3% B A b B AT .
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8.4 WOHIBUEER

BN 120 FAE SN, CAS 5 Je ko, by 20 0 0 P A A T AR B R A
WER IR T EE, SREE 120 M8 2505 7 8 7 181, 3RS —Z0E K, SHNAL GG
B E] . RSB BB (. HIECRFR. CAS T AT aNEHE BASCER, SE s E R
WS B LM A PR A1 D3R B HR B. 1,

8.5 TEMNH

W — R AR AR A S TR T RE 05BN 446D, 5
WA VBRIV 53 5 ORI ST ST B, SRR v e € R e 199 £ B BT[] 5 A ot — 20 (R
ZEAE 2. 5%JE N, ANEEIE 0.5 min), B E S RERRLL S/N=3,  HER I E iR K 2%
INFETIZ (S5 ppm), R B FREHA R R AU A R 2 B 5y 2 (<10 ppm),
)R] AR5 FIWORFE R & A AP0 XT38 R S TR A, A e S )
fEMEEL S/N=3, HERR S KW 2 /N T H J 2 10 (<5 ppm) » ] LAAIS FIWHAAE &
EAEAE Y. FESH H AR SRR B KT 55T 05 7 0 A BRI ) A PR R AL,
FAAEZ S o T8 BT B A B AR AR IR 2 BTk

*®2 EMSWEFIEKRE

EPERT I TE KR H/
ke fik=A S/N=3 i
R B B [ Al 22 -2.5%~2. 5% ANt 0.5 min
SRS T
lggng SETLRG o0 . AN G R TG T T
] R - 3 T B AGT I ) B R
ﬁ;;;;? <EFHZ (10 pon) JS23H A2 SN 0001-2016 Pff5% B 1. 1.3 Jo iR Il fr) 5K
8.6 EENH

T HIANEAE R B 2550 B, BER ) HAt € Spm 7 ik B -
9 FEHER

ARTTIERT 120 Fh 25100 759207 2 IR LB sk B. 1o
10 fREAMER

ARTTENB 3 < 5%,
11 fREAMEZR

ARTTIERIER P R < 15%.
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FIsR A
(FERMEHR)
120M L EMBI 4R PEIER. FFR. CASS. DALUAREHFF
A1 120 L EPIRISE. RRILEIR. FFR. CAS S S HELUAREFLEF
120 FAL S0 2 h3esC AR 237l CAS 5. Zr S BARIEHIVA I WA A. 1.
RAN 120 FLAPRINE. RREIEBR. TR CAS S FEURFHIAF

OTRS vl ESEUER N P& HFR CAS & 2oy sl
1 fleensk Malachite green C23H2N, 510-13-4 2R gupL g
2 A i 8 FLAE 1 2% Leucomalachite green Ca3HaeN> 129-73-7 ARGkl ot
3 TR Clenbuterol C12HisCLN>O 37148-27-9 B-SZ AR AN ) R i
4 3 2 % Ractopamine CisH2sNO;3 97825-25-7 B-SZ AR AN 7 R i
5 W g Salbutamol C13H21NO; 18559-94-9 B-SZ AR AN 7 R i
6 AR A Phenylethanolamine A CioH24N204 1346746-81-3 B-SZ A A ) FA i
7 AT AR Terbutaline C12H1sNO; 23031-25-6 B-SZ AR AN 7 R i
8 ZATRE S Tulobuterol C12Hi5sCINO 41570-61-0 B-SZ AR AN R i
9 s SR Zilpaterol C14H15N302 117827-79-9 B-SZ AR 7 FH
10 BAis® Mabuterol Ci3H5CIF;N2O 54240-36-7 B-3Z AN 7 P
11 (ISt Cimaterol Ci2Hi7N;0 54239-37-1 B-3Z AN 7 PR
12 R Clorprenaline C11HisCINO 3811-25-4 B-SZ AR BN 7 FH
13 AR Brombuterol Ci2H5Br:N>O 41937-02-4 B-Z A EN FH i
14 PR Cimbuterol CoH13NO, 54239-39-3 B-Z A EN FH i
15 WKFFZ Salmeterol CasH37NO4 94749-08-3 B-SZ AR AN 7 R i
16 YA S Bambuterol CisH2oN30s 81732-65-2 B-SZ AR AN R i
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OTRS | ESL/EZR S P HFR CAS % 2oy sl
17 Clenhexerol Clenhexerol C14H2CN,O 37158-48-8 B-SZ AR Bh ) FH i
18 BHETRRY Hydroxymethylclenbuterol C12HisCLN>O, 38339-18-3 B-SZ AR 7 FA
19 ke Clenproperol C1iH16CLN>O 38339-11-6 B-Z A EN FH i
20 i R R % Bromchlorbuterol C12H;sBrCIN,O 37153-52-9 B-SZ AR BN FR
21 AR RS Clenpenterol Ci3H,0CLN,O 37158-47-7 B-SZ AR BN FH
22 F AR S Clenisopenterol Ci3H21CN0 1435935-00-4 B-Z A R i
23 il P HE b 25 R Megestrol acetate C21H300;3 3562-63-8 MR FH 2
24 170-F2 211 17a-Hydroxyprogesterone C25H3,04 604-09-1 W P i
25 EARZ Melengestrol CisH19NaOsS 2919-66-6 W FH
26 FH R 2 Medroxyprogesterone C22H3005 12126-59-9 Wk i
27 SV T Norethindrone C20H260> 68-22-4 WE F
28 e e 2 Levonorgestrel C21H250: 1961-77-9 6 P
29 Tl 7 S b 7 i Chlormadinone acetate C23H29Cl0O4 797-63-7 WE R
30 ¢ 2 B = ) e Trenbolone C1sH»0, 10161-33-8 MR FF
31 19-2: H 2l Nandrolone C1sH2602 434-22-0 W R
32 FH 2 22 il 17-Methyltestosterone C20H3002 58-18-4 WE H g
33 FEE Boldenone C19H260; 846-48-0 W FA T
34 T ey Diethylstilbestrol CisH200: 56-53-1 WE FA i
35 ChJe W Ty Hexestrol C1sH20; 84-16-2 R FH I
36 O T METy Dienestrol CisHi502 84-17-3 R FH 5
37 FF i e Metronidazole C6HoN3O; 443-48-1 TiF e IR e A
38 D Z R R Dimetridazole CsHiN30; 551-92-8 R A R i
39 ST A Ronidazole CsHsN4O4 7681-76-7 R R R i
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2R Y4 T CAS % ULy e sl
P e Ipronidazole C7/Hi1N;0; 14885-29-1 i i Iof 1A FR

B i Tinidazole CsH13N3048 19387-91-8 T4 BL e FA it

BT IR Oxfendazole C1sH13N3058 53716-50-0 AR IF R FR

R IRIL M Fenbendazole C15sH13N3028 43210-67-9 IR FF Ik e FH
BAZF IR AR Oxfendazole sulfone C1sH13N3048 54029-20-8 AR IF R FR

i s s Albendazole Ci2H15N30,8 54965-21-8 R IR R i

[ 2 5k A -2 - 2, FE AN Albendazole-2-aminosulfone C10H13N3028 80983-34-2 IR FF Ik I i
[o] =2 35 WA S A, Albendazole-sulfoxide C12H15N;038 54029-12-8 IR FF Ik I P i

R 25 15 A B, Albendazole-sulfone C12HisN3048 75184-71-3 FRIF IR i

FF 2R DK e Mebendazole C16Hi13N305 31431-39-7 TR IR e FH I
G4 T R IR Mebendazole amine C1sH11N;0 52329-60-9 IR F i
5-FR 5L R ORI e 5-Hydroxymebendazole Ci6H1sN303 60254-95-7 FEIER e P
SRR Flubendazole CisH12FN303 31430-15-6 R IEIR R

I A Ik e Thiabendazole C1oH7N3S 148-79-8 I e FH i

PR IE M Cambendazole C14H14N4O2S 26097-80-3 AR IR i

2 LR R 2-Aminoflubendazole C14H10FN;0 82050-13-3 IR FH i
5§ B IE Z A e 5-Hydroxythiabendazole C10H/N30S 948-71-0 R IR B
PR AE R K Oxibendazole Ci2H1sN303 20559-55-1 IR R i

Tk e ne Sulfapyridine C11H11N;0,8 144-83-2 Tk iz A

i fiz v ST Sulfaquinoxaline C14H12N402S 59-40-5 Tk FA

Tk e Sk R Sulfachloropyridazine C10HoCIN4O2S 8-32-0 Ttk iz i

Tt e 4% — P AR g Sulfadoxine C12H1aN404S 2447-57-6 Ttk iz i
it fi2 ) — F e s e Sulfadimethoxine C12H14N4048 122-11-2 fifhfii F
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T AL R0 FLEMHINE, PEXZR. 2FX. CAS 5. FRUKREHIFF (40

paxi| ESL/EZR S P HFR CAS % 2oy sl
it fl 4R M Sulfameter CiiH12N4038 651-06-9 fith i F

Tief i ) R 4 e Sulfamonomethoxine CiiH12N4038 1220-83-3 T R

PN AT Sulfabenzamide Ci3H12N203S 127-71-9 Tt i

gt fléz — FR i e Sulfamethazine C12H14N40,8 57-68-1 fiffi i

T il — PP e s Sulfisomidine C12H1aN4O,S 151-64-0 i i i

i s g Sulfadiazine C10H10N402S 68-35-9 T el

F st fié F ez g Sulfamerazine C11H12N402S 127-79-7 Tz FH i
Tig i g s Sulfathiazole CoHoN30,82 72-14-0 Tk I

i e FP ST Sulfamethoxazole C1oH11N3058 723-46-6 Tt iz FH I

= ER A s Trimethoprim CisH1sN4O3 738-70-5 ik iz FH i

Eﬁ Jiiz FE I e Sulfamethizole CoH10N40:S, 144-82-1 Ttk iz F i

i = R S Sulfamoxole C11H1:N;058 729-99-7 T iz FH

Tl e — PR S Sulfisoxazole C11H3N3;058 127-69-5 T iz FA T

IR Norfloxacin Ci6H1sFN30;3 70458-96-7 S A s R

=KV Ofloxacin C1sH20FN304 82419-36-1 SR A5 T 0 e 5 T FH i

Bigib A Enrofloxacin CioH2FN;0;3 93106-60-6 SR A5 T 0 e 5 T R

WA Ciprofloxacin Ci7H1sFN;03 85721-33-1 e T i AR e FA

BHEIE Danofloxacin C19H20FN30;3 112398-08-0 0 VA T T T i

¢ VETRL Sarafloxacin CaoH17F2N30;3 98105-99-8 0 VA T T T i
WEID Difloxacin Ca1H15F2N30;3 98106-17-3 S0 VA I T T i

W R Oxolinic acid Ci:HiiNOs 14698-29-4 0 VA T T T FH

G5 I Flumequine CisH12FNO3 42835-25-6 o T T R v T R i

RIS B2 Marbofloxacin C17H19FN4O4 115550-35-1 0 VA I T T i




T/XMSSAL 0070—2023

T AL 20 USRS E,. PRIXBIR FFRN CAS 5. FEUREHAEF (8

OTRS P! 3L UEN YA HFR CAS % 2oy sl
86 BRDE Lomefloxacin C17H1oF2N30;3 98079-51-7 2 T AT e F
87 G ZENETR Nalidixic acid C12H12N203 389-08-2 S T AT e T R
88 KRR Pefloxacin C17H20FN303 70458-92-3 2 T AT e i
89 A E &R Lincomycin CisH34N,206S 154-21-2 KIF A i FR
90 WRER Clindamycin CisH33CIN>OsS 18323-44-9 KIF A i FR
91 AHER Erythromycin C37He7NO13 114-07-8 KIFN g i
92 " BAEE Tilmicosin CasHsoN2013 108050-54-0 KI B R i
93 RIRH R Tylosin CssH77NO17 1401-69-0 KA F
94 BEER Spiramycin C4oHe7NO 14 1392-21-8 KNI FA i
95 Azt Clopidol C7H,CLLNO 2971-90-6 BLEk 2 FA i
96 PN Halofuginone Ci6H,7BrCIN;Os 64924-67-0 PrER 2 FA i
97 It T ke Levamisole hydrochloride CiHiNS 16595-80-5 PrEk 24 FH
98 EE i Robenidine CisHi:CLNs 25875-50-7 Pk Ry i
99 OMER Maduramycin C47Hg3NOy7 84878-61-5 PrEk 24 FH
100 FE i ERA Toltrazuril C1sH14F3N3048 69004-03-1 PiEkhzy i
101 I FE i ER R TR Toltrazuril sulfoxide Ci1sH14F3N305S 69004-15-5 PrERH 2 FA T
102 F il 2R F K Toltrazuril sulfone Ci13H14F3N306S 69004-04-2 PrERH 2y FA T
103 Hh v B Diclazuril C17HsCL3N402 101831-37-2 ek iz R i
104 B EER S 3 Dinitolmide CsH7N3Os 148-01-6 Pk el
105 PUTRE A0 i Rafoxanide Ci9H11CLINO;s 22662-39-1 PrEk iz R i
106 SRR fre Closantel C2H14CLILNO) 57808-65-8 Bk el
107 44 " RE R R IR 4'4'-Dinitrocarbanilide Ci13H10N4Os 587-90-6 PrEk iz el
108 J HhZEK AR Dexamethasone C22H2oFOs 50-002-2 P R R i

10




T AL 20 USRS E,. PRIXBIR FFRN CAS 5. FEUREHAEF (8
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OTRS x ik /B Y4 7 FaR CAS % 2oy sl
109 IR Dapsone C12H12N2028 80-08-0 SN B 7 FH
110 N-Z & AR N-Dcetylphenyl dapsone C14H14N>038 565-20-8 TSI T 771 F g
111 b Diazepam Ci6Hi3CIN2O 439-14-5 BFT i
112 SN Chlorpromazine Ci7H19CIN2S 50-53-3 HEE F
113 Z R Methaqualone Ci6H14aN20 72-44-6 BFT i
114 FRIER Carazolol CisH2N>0, 57775-29-8 B R i
115 & NIkE Amantadine CioHiN 768-94-5 SN e ] R i
116 SR % Rinamtadine Ci2HaN 1501-84-4 PUREEZ R i
117 HNE R Thiamphenicol C12H;sCLNOsS 56-75-7 ik i R i
118 BAEE Florfenicol C12H1sCLFNO4S 73231-34-2 T e Pt R i
119 TS RN Sodium pentachlorophenol C¢HCsNaO 87-86-5 I FH
120 I e 2 s T Sodium nifurstylenate C13HsNNaOs 54992-23-3 RN i

11



B.1 B #EIENEH

1
1
1
1

w w w w

B.1.5 MiZHi[E: 2.8kV(IEFL), -2.8kV (fifizl) ;

B.1.6 < ti#: 0.6 L/min;

B.1.7 B AE: 0.6 L/min;

B.1.8 #EHHEE: 55V;

Mk B
(EREMIR)

Sher e

A FEEHET: Full MS -dd MS® (data—dependent MS*) Hizl, HIWEZ IFE 7434 (ESI) , H
2 RlEES . FAERMTERASINER

3 BRI 350°C;

4 BYNERE: 325°C;

B.1.9 —ZRJRi%KAEXRH MS &AM 29K R=70000, FHH7EHE (m/z): 80~1200;

B.1.10 il R K H ddMS? (data-dependent MS?) il 73#F4% R=17500;
B.1.11 HEZHINE B.1.

A

. S

ZFHME TS (BST)

T/XMSSAL 0070—2023

©OARRDEIEA T R B KR B SIS R A F R AE Thermo QE BT (X _E5g i, BEALH sl AL S CONRME S, JEAW Lk H A, SUmbrEi A A A

] R BRSNS -

B.2 120 #HEAKRIBRIE-SAWRIETITEH

*B. 1 120 HMELNRERIE-SHBRRESTSH

T A R
i P! AR BEL LR (wa/ke) SEAREE KA (min) & s T ER BEBS TR T2 T T BT
ug/ kg
1 LEfst Malachite Green 0.5 7.0 [M+H]* 329.2012 313.1695,208.1130
A
2 FataflEr st Leucomalachite green 0.5 7.6 [M+H]* 311.2169 239.1544,315.1856

12




Fz B.1 120 MEAWNREGIE-SOWRIE TS E (8D

T/XMSSAL 0070—2023

s Pagi! AR YR JIES AR (ng/kg) 2 H {4 B 1 [F] (min) IR 7 BB PR T i SR TR T
3 AR Clenbuterol 0.5 43 [M+H]* 277.0869 203.0137,132.0684
4 E el Ractopamine 0.5 41 [M+H]* 302.1751 107.0491164.1072
5 W T Salbutamol 0.5 32 [M+HT* 240.1594 148.0755,222.1486
6 KOG A Phenylethanolamine A 0.5 52 [M+HT* 345.1809 327.1703,150.0913
7 i fh Ak Terbutaline 0.5 3.1 [M+H]* 226.1438 107.0492,152.0708
8 ZAiRE D Tulobuterol 0.5 43 [M+H]* 228.1150 172.0524,154.0413
9 FrRe 2 Zilpaterol 0.5 3.1 [M+H]* 262.1550 244.1437,202.0963
10 A% Mabuterol 0.5 4.7 [M+H]* 311.1133 217.0341,37.0403
11 [iEETs 2 Cimaterol 0.5 3.1 [M-H,O+H]* 202.1339 160.0869,43.0604
12 SRR Clorprenaline 0.5 4.1 [M+H]* 214.0993 154.0421,196.0891
13 s IR Brombuterol 0.5 45 [M+H]* 364.9859 132.0682,183.9763
14 g Cimbuterol 0.5 3.5 [M+H]* 234.1601 143.0604,160.0870
15 WS Salmeterol 0.5 45 [M+H]* 416.2795 137.0596,281.1127
16 YA % Bambuterol 0.5 46 [M+H]* 368.2180 294.1441,72.0445
17 Clenhexerol Clenhexerol 0.5 5.0 [M+H]* 305.1182 148.0992
18 TR Hydroxymethylclenbuterol 0.5 4.1 [M+H]* 293.0818 203.0134,132.0681
19 oA Clenproperol 0.5 4.1 [M+H]* 263.0713 203.0134,132.0680
20 RARTEA T Bromchlorbuterol 0.5 44 [M+H]* 321.0364 168.0447,132.0681
21 AR R D Clenpenterol 0.5 47 [M+H]* 291.1026 132.0675,203.0124
22 SR EREY Clenisopenterol 0.5 49 [M+H]* 291.1026 132.0675,203.0124
23 FiF T2 Y b 27 i Megestrol acetate 1 7.9 [M+H]* 385.2373 267.1740,325.2539
24 ¢ 170-F2 2410 17a-Hydroxyprogesterone 1 7.1 [M+H]* 331.2268 97.0605,109.0649
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# B.1 120 fhe

HRERE-SORRES TS (8D

T/XMSSAL 0070—2023

5 paxiil A4 RR PR LS BR (ug/kg) Z % B N} 6 (min) IR 75 BB PR T i SR T BT
25 FALZATR Melengestrol 1 8.0 [M+H]* 397.2373 279.1739,337.2162
26 2 27 B Medroxyprogesterone 1 9.1 [M+H]* 345.2424 97.0649,123.0805
27 Szl Norethindrone 1 6.8 [M+H]* 299.2006 109.0108
28 e i 2 i Levonorgestrel 1 7.6 [M+H]* 313.2162 295.2051,204.5117
29 it P e 2 Chlormadinone acetate 1 8.0 [M+H]* 405.1827 345.1636,309.1876
30 2% HE I =) I Trenbolone 1 6.2 [M+H]* 271.1693 199.1119,253.1603
31 ¢ 19-25 H1 22 i Nandrolone 1 6.5 [M+H]* 275.2006 257.1916,109.0651
32 FH L 2 TR 17-Methyltestosterone 1 7.0 [M+H]* 303.2319 109.0651,97.0650
33 KR Boldenone 1 6.3 [M+H]* 287.2006 121.0650,135.1169
34 [ X Diethylstilbestrol 0.5 7.1 [M-H] 267.1391 250.9490,236.863
35 bR Hexestrol 0.5 7.3 [M-HJ 269.1547 133.0657,119.0504
36 O e Py Dienestrol 0.5 72 [M-H] 265.1234 249.0934,93.035
37 FH R e Metronidazole 1 33 [M+H]* 172.0717 128.0455,82.0525
38 IR e Dimetridazole 1 3.6 [M+H]* 142.0611 96.0682,81.0447
39 D T Ronidazole 1 3.7 [M+H]* 201.0618 110.0475,82.0525
40 S TR A P Ipronidazole 1 52 [M+H]* 170.0924 140.0944,123.0919
41 By Tinidazole 1 43 [M+H]* 248.0700 154.0611,110.0838
42 BITIEM: Oxfendazole 10 5.0 [M+H]* 316.0750 159.0425,191.0685
43 IS HIE M Fenbendazole 10 6.3 [M+H]* 300.0801 268.0535,159.0425
44 E BRI IA R Oxfendazole sulfone 10 5.7 [M+H]* 332.0700 300.0434,159.0425
45 ] 2k e Albendazole 10 5.6 [M+H]* 266.0958 191.0144,234.0692
46 [o] 5 T - 2 - AR, Albendazole-2-aminosulfone 10 3.7 [M+H]* 240.0801 198.0332,165.0533
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# B.1 120 fhe

HRERE-SORRES TS (8D

T/XMSSAL 0070—2023

ETRs Pagi! AR BEL AR LS BR (ug/kg) Z % B N} 6 (min) IR 75 BB PR T i SR T BT
47 A 245 A ST B Albendazole-sulfoxide 10 44 [M+H]* 282.0907 266.5938,224.1243
48 i 21 R Albendazole-sulfone 10 5.1 [M+H]* 298.0856 159.0427,224.0124
49 PR Ik Mebendazole 10 5.7 [M+H]* 296.1030 105.0334,264.0761
50 S HE IR IR Mebendazole amine 10 46 [M+H]* 238.0975 105.0335,133.0622
51 5-55 B R ke 5-Hydroxymebendazole 10 4.6 [M+H] 298.1186 266.0919 ,160.0504
52 E TR IR e Flubendazole 10 5.9 [M+H]* 314.0936 282.0666,123.0239
53 T TR I Thiabendazole 10 4.0 [M+H]* 202.0433 131.0602,175.0322
54 IR IAME Cambendazole 10 4.7 [M+H]* 303.0910 217.0540,261.0436
55 2- 5 FEFRIK M 2-Aminoflubendazole 10 47 [M+H]* 256.0881 123.0245,95.0860
56 5-F5 R ME R R 5-Hydroxythiabendazole 10 3.6 [M+H]* 218.0383 191.0270,147.0550
57 PR IR Oxibendazole 10 52 [M+H]* 250.1186 218.0921,176.0452
58 it it e Sulfapyridine 10 4.1 [M+H]* 250.0645 156.115,108.0445
59 Tigh fc e S b Sulfaquinoxaline 10 5.8 [M+H]* 301.0754 108.0446,156.0116
60 ik i S A 1 Sulfachloropyridazine 10 49 [M+H]* 285.0208 108.0444,156.0116
61 T fi AT — F S ms e Sulfadoxine 10 5.1 [M+H]* 311.0809 156.0114,108.0445
62 Tl fiz ) — R 4 e Sulfadimethoxine 10 5.6 [M+H]* 311.0809 156.0114,108.0445
63 r Tl i %of R e e Sulfameter 10 5.0 [M+H]* 281.0703 215.0932,156.0115
64 i e 1) P A s e Sulfamonomethoxine 10 45 [M+H]* 281.0703 215.0932,156.0115
65 BN Sulfabenzamide 10 5.7 [M+H]* 277.0641 156.0114,108.0444
66 T e — R ks e Sulfamethazine 10 3.7 [M+H]* 279.0910 204.0434,156.0111
67 Tt fl — H SR g Sulfisomidine 10 4.5 [M+H]* 279.0910 204.0435,156.0113
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# B.1 120 ME A REEIE-SHERIE SIS (8D
: 2N N Z: R B I [6] N N N
'S A LARE S JEL AR Ji R A B (ng/kg) (i) & e BERS FHEH T WA T BT
min
68 ik e e Sulfadiazine 10 3.7 [M+H]* 251.0597 92.0496,156.0116
69 it fiz R L e e Sulfamerazine 10 42 [M+H]* 265.0754 156.0116,172.0180
70 i g Sulfathiazole 10 4.0 [M+H]* 256.0209 156.0115,108.0445
71 it fig F S e Sulfamethoxazole 10 5.1 [M+H]* 254.0594 156.0118,92.0497
F

72 = HER R Trimethoprim 10 3.9 [M+HT* 291.1452 261.0982,230.1160
73 i e e — e Sulfamethizole 10 45 [M+H]* 271.0318 156.0116,108.0446
74 Tiffflie — F e Sulfamoxole 10 5.3 [M+H]* 268.0750 113.0712,156.012
75 Tt fl — H S e Sulfisoxazole 10 43 [M+H]* 268.0750 113.0712,156.012
76 R Norfloxacin 1 4.0 [M+H]* 320.1405 302.129,276.1507
77 I B Ofloxacin 1 4.0 [M+H]* 362.1511 261.1027,318.1616
78 Bk 2 Enrofloxacin 1 42 [M+H]* 360.1718 316.1829,343.1308
79 WH R Ciprofloxacin 1 4.1 [M+H]* 332.1405 245.1092,288.1524
80 BRI E Danofloxacin 1 4.1 [M+H]* 358.1562 314.1678,340.2605
81 Wi R Sarafloxacin 1 4.4 [M+H]* 386.1311 342.1435

82 G KD B Difloxacin 1 45 [M+H]* 400.1467 356.1592,383.1483
83 ENERR Oxolinic acid 1 5.3 [M+H]* 262.0710 244.0610,216.0658
84 S F Flumequine 1 6.2 [M+H]* 262.0874 244.0768,220.0405
85 AP B Marbofloxacin 1 3.9 [M+H]* 363.1463 320.1023,276.1163
86 EEWE Lomefloxacin 1 4.1 [M+H]* 352.1467 265.1151,308.1570
87 ZENE R Nalidixic acid 1 6.0 [M+H]* 233.0921 187.0502,215.0813
88 D R Pefloxacin 1 6.0 [M+H]* 334.1542 233.1102,290.1663
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% B.1 120 TEANREEIL-SWRIESHESH (8D

s Pagi! AR PR TIE AR (ug/kg) 2K A4 B 1 [F] (min) s BEES TR M 0y T 5 SR TR T
89 NGRS Lincomycin 5 43 [M+H]*" 407.2210 126.1279,359.2177
90 TEMER Clindamycin 5 47 [M+H]* 425.1872 377.1834,126.1279
91 AR=SN Erythromycin 5 6.6 [M+H]* 734.4685 576.3735,158.1178
92 " BAER Tilmicosin 5 438 [M+HT 869.5733 174.1137
93 IR & Tylosin 5 5.4 [M+H]* 916.5264 174.1130,772.4473
94 1 iEE Spiramycin 5 4.5 [M+H]* 843.5213 558.3243,174.1112
95 SR Clopidol 10 3.8 [M+H]* 192.1078 87.0000,101.0156
96 1L Halofuginone 10 438 [M+H]* 414.0215 138.0909,100.0753
97 I JrE K Levamisole hydrochloride 10 3.7 [M+H]* 205.0794 178.0704

98 SURAT Robenidine 10 6.2 [M+H]*" 334.0621 155.0374

99 OHER Maduramycin 10 11.8 [M+H]* 934.5734 629.4032

100 FRAERF Ttoltrazuril 10 8.1 [M-HJ 424.0584,425.0618 -

101 I T s ER AR Toltrazuril sulfoxide 10 6.9 [M-H] 440.0534,441.0567 -

102 FE A ERFIR Toltrazuril sulfone 10 7.5 [M-HT 456.0483,457.0516 -

103 b 5w 2R Diclazuril 10 7.8 [M-HJ 404.9718 333.9703

104 CIHTERR Dinitolmide 10 5.1 [M-H] 224.0313 151.027,181.0248
105 TR AN i Rafoxanide 10 10.3 [M-H] 623.8133 126.9044

106 SURI I Closantel 10 9.9 [M-HT 660.8489 126.9279

107 44 R R R 4'4"-Dinitrocarbanilide 10 7.4 [M-HJ 301.0578 137.0357,107.0377
108 HbFEKAA Dexamethasone 1 6.0 [M+H]*" 393.2072 373.1975,355.1880
109 ! R Dapsone 1 4.8 [M+H]* 249.0692 156.0117,108.0445
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# B.1 120 fhe

HRERE-SORRES TS (8D

T/XMSSAL 0070—2023

ETRs Pagi! AR BELAAFR THESH TR (ug/kg) 2K {4 B 1 F] (min) & EFIEaR BEES TR M0y T SR TR T
110 N-ZBEE R N-Dcetylphenyl dapsone 1 5.1 [M+H]* 291.0798 198.0212,156.0114
111 Hh PP Diazepam 1 7.0 [M+H]* 285.0789 222.1159,154.0422
112 S Chlorpromazine 1 5.9 [M+H]* 319.1030 86.0966,246.0143
113 2 R Methaqualone 1 6.4 [M+H]* 251.1179 91.0530,131.7501
114 RHIEIR Carazolol 5 53 [M+H]* 299.1754 116.1072,222.0907
115 SRR Amantadine 1 53 [M+HT* 152.1434 135.1167,93.06980
116 ! SN2 Rinamtadine 1 6.0 [M+H]* 180.1747 163.14780 ,121.1012
117 NG = Thiamphenicol 1 44 [M-HJ 353.9975 194.0448,152.0388
118 BAEH Florfenicol 1 52 [M-HJ 355.9932 228.2275,185.0276

264.8368,262.8397
119 G RN Sodium pentachlorophenol 1 8.3 [M-HJ -
266.8338
120 I e 4% A7 PR 4 Sodium nifurstylenate 1 6.6 [M-H] 258.0408 221.8419,184.0763
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	供厦食品 动物源食品中120种兽药残留量的筛查 液相色谱-高分辨质谱法
	1　范围
	2　规范性引用文件
	3　术语与定义
	本文件没有需要界定的术语和定义。
	4　方法提要
	5　试剂材料
	5.1　乙腈（CH3CN）：色谱级。
	5.2　甲醇（CH3OH）：色谱级。
	5.3　正己烷（C6H14）：色谱级。
	5.4　甲酸（CH2O2）：色谱级。
	5.5　氟化铵（NH4F）。
	5.6　氯化钠（NaCl）。
	5.7　无水硫酸镁（MgSO4）。研磨后在500 ℃马弗炉内烘5 h，冷却后取出装瓶，贮于干燥器中，备用。
	5.8　5%乙腈水溶液：准确移取5 mL乙腈（5.1），用水稀释到100 mL。
	5.9　乙腈饱和的正己烷：取正己烷（5.3），加入适量乙腈（5.1），静置分层后，上层即为乙腈饱和正己烷。
	5.10　含0.1 %甲酸的乙腈：准确移取1 mL甲酸（5.4），用乙腈（5.1）稀释到1 000 mL。
	5.11　0.1%甲酸溶液：准确移取1 mL甲酸（5.4），用水稀释到1 000 mL。
	5.12　0.5 mmol/L氟化铵水溶液：准确称取0.0185 g氟化铵（5.5），用水溶解并稀释到1 00
	5.13　标准品：孔雀石绿及其代谢物、β受体激动剂类、激素类、硝基咪唑类、苯并咪唑类类、磺胺及磺胺增效剂类、喹
	5.14　标准储备液：按附录A中表A.1的分组，分别准确称取10 mg (精确到0.1 mg)120种兽药标准
	5.15　混合标准工作液：根据方法筛查限量的浓度，准确量取各组标准储备液（5.15）适量，用甲醇稀释并定容至合
	5.16　十八烷基硅烷键合相粉末（C18）：60目～80目。
	5.17　滤膜：0.22 μm有机相滤膜。

	6　仪器和设备
	6.1　液相色谱-高分辨质谱仪：配有电喷雾离子源（ESI），分辨率不小于20 000[质荷比（m/z）等于2
	6.2　分析天平：感量 0.00001 g和 0.01 g。
	6.3　均质器。转速可达20 000 r/min。
	6.4　离心机：转速可达10 000 r/min。
	6.5　超声波震荡器。
	6.6　涡旋振荡器。
	6.7　氮吹仪。

	7　试样制备与保存
	7.1　试样的制备
	7.1.1　畜禽肉、水产品：随机取原始样品，去除不可食部分，取出有代表性样品约500 g。用组织捣碎机充分捣碎混
	7.1.2　牛奶、蜂蜜：从原始样品取出有代表性样品约500 g，充分混匀，装入洁净容器作为试样，密封，并标明标记
	7.1.3　鸡蛋：从原始样品取出有代表性样品约500 g，去壳后用组织捣碎机搅拌充分混匀，装入洁净容器作为试样，
	7.2　试样贮存
	注：在制样的操作过程中，应防止样品污染或发生残留物含量的变化。

	8　分析步骤
	8.1　前处理
	8.1.1　提取
	准确称取2 g（精确至0.01 g）试样于50 mL塑料离心管中，加入 8 mL 乙腈，于均质器上以
	8.1.2　净化
	将上清液转移至装有50 mg C18、900 mg MgSO4（5.7）的50 mL 离心管中，涡旋
	8.1.3　基质匹配工作溶液
	按(8.1.1)和(8.1.2)所述方法处理制备基质空白溶液，取各组标准工作溶液适量，用基质空白溶液
	8.2　测定
	8.2.1　液相色谱参考条件
	8.2.2　质谱参考条件
	8.3　空白试验
	除不加试样外，均按上述操作步骤进行。
	8.4　高分辨质谱库建立

	输入120种化合物的英文、CAS号及化学式，由高分辨质谱谱库构建软件计算得到每个化合物的理论质量数，
	8.5　定性分析

	通过一级质谱全扫描得到化合物碎片离子的精确分子质量（精确到小数点后4位），与化合物理论分子量的精确质
	8.6　定量分析

	9　方法筛查限
	本方法对120种兽药的方法筛查限见附录表B.1。
	10　假阴性率
	本方法的假阴性率≤5%。
	11　假阳性率
	本方法的假阳性率≤15%。
	A.1　120种化合物的分组、中英文名称、分子式、CAS号、分类以及配制溶剂

	120种化合物的分组、中英文名称、分子式、CAS号、分类以及配制溶剂见表A.1。

	高分辨质谱仪参数*
	B.1 高分辨质谱仪参数
	*  非商业性声明：附录B及表B.1所列参考质谱条件是在Thermo QE 质谱仪上完成的，此处列出
	B.2 120种兽药的液相色谱-高分辨质谱分析参数
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