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National food safety standard—

Determination of nitroimidazole residues in animal derived food
by liquid chromatography— tandem mass spectrometric method
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1

2 ZJ(CH;CN) . 2

.3 HIEE(CH;OH) : fo 35

A IFCE(CoHy < ikl
5 HR(HCOOH) : {4l
6 Z/K(NH; - H,O),
7

oron oo oo o
NN T N LI

o

MR (HCD
52 BEH

5.2.1 0.1 mol/L EhFRVAW : BOKELIR 8. 3 mL, MIZKFREE 1 L, IR,
5.2.2 2% %KW UK 2 mL, KA RS 100 mL, 1R85, BUHBLRC
5.2.3 YRS - B A% 80 mL, HiizK 15 mL.2{/K 5 mL, 5], BLHIBLIC .
5.2.4 0.1% W ER/KEW :BUK 500 mL, JITH R 500 pL, B4,

5.2.5 0. 1% W RRZIEHW BN 500 mL, JTH R 500 pL, B,

5.3 trEmM
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WE-Dy, B =95 % , HAKWLHE A,
5.4 FRERBH &
O AT R A VA IOUFTY e 5 e 20 TS I 5 S S A A 3 e R T 48 A AR S
10 me) KPR  FHTHH R PR B 25 T 10 mL 550 WO M B2 1 mg/miLL 5 FP Y I8 b 2
WA S P A B S AR R 40 . — 18 "C LA R ARA7, 5800 6 4
5. 4.2 PIBRAHA L T RIAE-D, | MDD | FR I - DD, 6158 35 b 26 D, s o it 2 A MY T
FARULST 10 me) KEHHE P B MRIERREE AT 10 mL 2500 BRI R 1 me/mL 1 5 R
MR-, | 3t S Dy | 6 I R e, A0 B 5 1 - D, AR BB W . — 18 °C PUR PR A58 6 N H .
5.4.3 10 pg/mL IRAHRUE LAEW 53 RS 35 BEBRMERS 46045 0. 1 mL T 10 mL 25 BeR ) R A
BRI WU B BE N 10 pg/mL MIRAFRME TR . —18 “CLAFRAE G305 6 4~ A
5. 4.4 1 pg/mL RAHRME LAEWARGHEIL 10 pg/mL B AFRME LAER 1 mL F 10 mL 50, Fij i
R 2L IO R E R 1 g/ L BOIRAARME LR . —18 CLLFRAE 500 3 A
54.5 0.1 pg/mL IRAFRUE AWM B EI 1 pg/mL B AFFME LAER 1 mL F 10 mL 250 , Fi B
PR 2 20 BE B IR HE A 0. 1 pg/mL (KR AHRME TAEW . —18 C LU FARAE AN 1 4 .
5.4.6 10 pg/mL IRA WFR AR : 53 IR 35 IR AAR 446045 0. 1 mL F 10 mL 25 B ) R R
FRE FEHRAEHE N 10 pg/mL BIRA IFR LA . —18 “CLAFAE. 205 6 4~ H .
547 1 pg/mLIRA AR AR A% B H 10 pg/mL AR TAEW 1 mL F 10 mL ZAE R R A
FERZIBE MR EE R 1 pg/ml (IR AR TR —18 CLAFRAE A2800 3 A
5.5 ##y
0.9 1 IRA TSI BH 8 1A 460 S5 A A A€ LR - 60 mg/3 mlL, 5iAH 24 3%,
5.5.2 FHHALIEME 0. 2 pm, KA,

6 {uBEFiR&

6.1 VRO (A0 3 R R R 1% AL . T Pl I 35 B T UL
6.2 MR8 0.000 01 g fi10.01 g,
6.3 ZMAX.

6.4 RIERAR.

6.5 B0

6.6 LS.

6.7 [FAHAEHCEE,
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a) B UE B PERE i VR AR 5
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PRIUAAE 2 g (iR 22 0. 05 @), T 50 mL ¥IRHES.CAE I 1 pg/mL IR A AR LA 10 pL, 30 30 s
{21, ##E 10 min, LR MG 15 mL, i€ 2 min, 10 000 r/min .0 5 min, BEER TS — 50 mL 2
CE L ERIE I ZRR TR 15 mL, TR RI—W, A 2 WHREOK . T 25 CRIBRSKT .

8.2 &k

BRAIH N 0. 1 mol/L YW 5 mL, I HE 1 min F84MAME, MIIE O &2 5 mL, #E4% 1 min,5 000 r/min
B0 5 min, FEIEC K. FREFMIECE 5 mL EEBRIE—K, FIECEE, & .

W AHAS ORI FH B 2 mL 1 0. 1 mol/L MRV WK 2 mL 3% , B4 F Wt A, AR W 0. 1 mol/L
SRRV 2 mL I EE 1 mL FI 200%0K 1 mL ok, FHVEBEM 2 mL YEBE. BRI, 35 “C /KB SR
T BRARYHINIK 0.5 mIL WRJHE 1 min, JEAE 38 , BEIBORE (5335 R I BRI 552
8.3 EJRITHEAR A i 2k Yl &

B2 BRI 23 1 URHA B, I AGE BEATR A AR UE LAEWAN 1 pg/mL R4 WAR TR 10 pl,
35 CORHFRTIKA Ik 0.5 mL JHE 1 min, BB N 2 g/ L4 pg/1.20 pg/1.40 pg/1.200 pg/L
A1 400 g/ L PR VE BCAR VA W 5 28 085 AR AH €00 1% - H I SRl 5 o LA 00453 A s 5 o ek 24 245 5 441 o
PR R ARPAIE 15 DA AT B 2 L R SN AR B oV RV B8 DR AR A » 2RI o i IR 0051 0 R AR 6 2R 8k
8.4 ME
8.4 1 WHEBILESELEMG

a) AR Cs Ak A (50 mmX2. 1 mm, 1. 7 pm) B4 %

by WBIAH A 0. 161 B R KA. B R 0. 196 FI AR 215 VA W o B T IO I 0L 36 15

c) 0.3 mL/min;

& 30 C;

e) R 10 pl,

x1 BEERBRER

M ] , min 0. 1% P ERK W » % 0. 1% H R 2w » %6
0 95 5
0.5 95 5
2.0 85 15
3.0 0 100
3.1 95 5
4.5 95 5

8.4.2 RiksE&H
a) B S (ESD 27 ;
b) 1 RS TR
o) A 75 = 22 S W 5
d) WEFHE:3 000 V;
e)  ZALIREE:350 °C;
D Pl 100 C;
g)  HEFLWH 30 L/h;
h) - AL 600 L/h;
D REIN 25 e P X R X L R R B R S (L 2,
R2 HFUNAYEMEBRTFY EEE T HLBEMMEEENS 2E

™ . B P B X A ) HEFLHL flf 475 fi 1k
feriy s m/z m/z \Y% eV
172. 1>82. 1 20
g : . 15
e 172.1>128. 2 e lomlip.g - 15
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8.4.3 ME*
8.4.3.1 Mg

X b K 2 5 A T
A R W LMK 4 L

A HE TR VE AR U P AR e A 5

Co ST VT AR META IR P v S K e S 245 ) o B2 FR B800E B A e BT (g /1) 5
Cis — Btk b PRI BE I BUE, B R O R T (g /1) 5

Vo AR i 2 A AR B S A 2 T () 5
A PRI bR I TR A 5

A T VG PRV R A S R I A 245 ) P g A 5
C’ o S JRVC AR AEVA R rh AR B2 (B0 2R R e A T (g /1) 5
m AR R YRR R 5 ()

1

F2 (&)

2 e 5 Bt al K =

AT T %) 2 LT HEFL L il 552 i it
m/z m/z v eV
R M-, 175.0>>131.0 175.0>>131.0 15 15
188.2>>123. 2 15
TR 188. 2>>126. 2 L 1 15
PRI -1, 190. 0>>125. 2 190. 0>>125. 2 15 15
142.0>81. 2 20
SR 142.0>>96. 0 M =96l 19 15
HbE A -1, 145.0>>99. 0 10 15
Fo e 15 iz
FEIEH E A ME-D, 10

PN N e BT v (g / k) 5

(70 i K i e 24
5 VL FCAR MV
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10.1 REE

AT 0.5 pe/ke, R 1 pg/kg.
10.2

ATTEAE 1 pg/kg~10 pg/kg B KF_EI AR 6096~120%
10.3 WHEE
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M % A
(FRHE)
THERK MR Y R RERRR UESFRICAS &

AREIDRIE 25 1) v B ST T 4 B AL 53 720 CAS 5 L3R AL 1,
KA HERMEAYHRELEBAGR MLESTFRICAS S

Hh 3G I 44 B YO FH AR 20y 7 CAS &
ok g Hydroxy Metronidazole CeHyN; O, 4812-40-2
FRAL Rl mME-D, Hydroxy Metronidazole-D, CeH; D, N; O, —
o0 b, I g e Hydroxy Dimetridazole CH,N; O; 936-05-0
FE b I g - D, Hydroxy Dimetridazole-D; G H, DN, Oy 1015855-78-3
F i s Metronidazole Cs HyN; O, 443-48-1
A -, Metronidazole-D, Cs Hi D; N; O, 83413-09-6
b A e Dimetridazole CH;N; O, 551-92-8
b IRy Dimetridazole-D; C:H,D;N; O, 64678-69-9
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% 8: MRM of 1 Channels ES+
1.32 145>99(DMZ-D3)

= E ' /\w 2.2365
0 L 1 1 1 1 L 1 1 1 L t3 1 il 1 1 Il L L

. L ) J ot
0.60 0.70 0.80 0.90 1.00 1.10 1.20 1.30 1.40 1.50 1.60 1.70 I.S(fmm

% 7: MRM of 2 Channels ES+
1.34 142>96(DMZ)
100
E /\ 4.26e4
0 PP ! 1 1 Il ol - L | 1 1 L L 1 \QM . L - I 1 L Il J t,min
0.60 0.70 0.80 0.90 1.00 1.10 1.20 1.30 1.40 1.50 1.60 1.70 1.80
% 6: MRM of 1 Channels ES+
100 1.22 175>131(MNZ-D3)
E 1.14e5
0 1 Il 1 saly 1 Loy 1 1 | al 1 sdasaald lag 1 1 1 1 1 aal 1 L ltmin
0.60 0.70 0.80 0.90 1.00 1.10 1.20 1.30 1.40 1.50 1.60 1.70 1.80
% 5: MRM of 2 Channels ES+
100 1.22 172.1>128.2(MNZ)
E /\ 3.78e4
0 ! 1 i | 1 1 1 1 1 | 1 1 1 . ke ] | 1 L I 1 bl L J t,min
0.60 0.70 0.80 0.90 1.00 1.10 1.20 1.30 1.40 1.50 1.60 1.70 1.80
% 4: MRM of 1 Channels ES+
100 1.24 161>143(HMMNI-D3)
E /\\ 9.78¢4
0 L 1 1 1 1 L 1 P e | 1 1 lagaal 1 1 1 1 . 1 1 I Il J t,min
0.60 0.70 0.80 0.90 1.00 1.10 1.20 1.30 1.40 1.50 1.60 1.70 1.80
% 3: MRM of 2 Channels ES+
100 1.25 158>140.3(HMMNI)
LM 1.41e4
0 0,66 0724__ R 199 A %‘ L '.—.LHI»I‘_A 1 \¥4 L L?L&\. L L /1]%6\,,4 1.73 | t,min
0.60 0.70 0.80 0.90 1.00 1.10 1.20 1.30 1.40 1.50 1.60 1.70 1.80
% 2: MRM of 1 Channels ES+
100 - 1.03 190>125.2(MNZOH-D2)
3.87e4
0 1 ! 1 K 1 L 1 1 I L 1 L 1 1 1 1 I} 1 L L 1 . J t,min
0.60 0.70 0.80 0.90 1.00 1.10 1.20 1.30 1.40 1.50 1.60 1.70 1.80
% 1: MRM of 2 Channels ES+
100 - 1.04 188.2>123.2(MNZOH)
/\\ 6.22¢3
P | | L L. L | | 1 1 1 | o ! 1 1 | 1 L Il 1 2
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0 : : ' t,m
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