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Determination of residues of nitrofuran metabolites in foodstuffs of
animal origin—HPLC-MS/MS method
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hEERETHERMER DR Y
%EER N E
BABEE R/ RERREE

.

AHRERETHYRER S PREm A5 HRBY 3-8 HK-2-% ™8 (3-amino-2-oxalidinone,
AOZ) . 5-10 wk H1 EE-3-2 3t -2- 7 b 4% 3 9§ (5-morpholinomethyl-3-amino-2-oxalidinone, AMOZ) . 1-%&
-7, W B (1-amino-hydantoin, AHD) HIE( Z R (semicarbazide, SEM) B E R B R A G/ BB
HEMERE.

EAHEEERTIR AR AR B D.SEMBXPHERBESDREY - EE2- L8,
S-IMk R E-3-HE-2- T EN . - EE- CARRAESEREERN EERIENEENE.

2 MEWSIAXH

THCHTRRFTEL A FEN G AR AR AK. LEEABYIIAXH . KREHE
M3 R (PEERRNARBITIY T ERTA4HE, BT, BRI RERFEX RN KE TR
RETEAXEXHHRSIEE. LEATEB BRI, KBHRAER T RIR%E.

GB/T 6682 4r#racie = AR LI H#: (GB/T 6682—1992, neq ISO 3696.:1987)

3 RE

HasdBkR SHREXTRARNGE,. A pHE 7.4 5 . AZBZEER, EC K. 249
SR FH W OHAH B3/ R R TR HE 2 VR R M L R TR B R AR R A TT E B E .

4 WHAnsE

BAe 5 A, Br A S b 44, Kb GB/T 6682 BEM—Z K.
41 HM.BRBHGHER.
4.2 ZIE-BBHHAEE.
4.3 ZBZE-RBEAEAHES.
4.4 ECk-HUBHOBIEE.
4.5 MHiE.
4.6 SHEAMN.
4,7 HRR -BERAHOHE.
4.8 PEEETRE.
4.9 =/KBEMA.
4.10 Z.ME.
4.11 0.2 mol/L &t BeB M - MW B 17 mL KM 5) . FAKEEZ1L.
4.12 2.0 mol/L HEHABER - ERHP 80 g EFRANUL. 6. FAKERIIHFEEE1L,
413 0.l mol/LAMEXEFREBU-ERHEM LS s SHMEXFRUL O . AVEERIFEERE
100 mL,
4.14 0.3 mol/L BERREPHCH - MERIBRIN 79. 893 g =/KBEMM (4. 9) , FIKBERILEFELL,
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4,15 ZBEHBAMMED L. RBRIEC % 80 mL F 100 mL 4B . MAZBERZEE, BARE 54
E¥HE . FERZEENE.

4.16 0.1%H KB (& 0.000 5 mol/L ZMRE) R EM 1 mL FER(4. DB 0.038 6 g Z MR
&U.10F 1 LERKRP . HAKEEELL.

417 WHEDFR.EE-EWEE. S-UMEFEEE2-ERAER. I EEZAKR. 5%
MR, EEEE= 99%.

418 HEDR.-EE2-EMFEAEY.D-AOZ; -Gk E-3-HE-2-ERREERMY AREY,
Ds-AMOZ; 1-8 -2 Bt R M bR, C-AHD; ME R R 47 4, C°N-SEM, S >99 0.

419 REMER - ANERFRERFESCERZE0.000 1 o, AZHEER, REHREEN
100 mg/LEYR R & B, —18CRGBARE . FXH 3 TH.

4.20 BAhERERBE - EREUREMERA. 19D% 1 nlL F 100 L /KT . HZHBEEEFEA
BELRBREE N 1 mg/L BiRA PR R ACHEEALRE, FEH 1 1A,

4.21 BESHEBETIEBR BRER0. 1 mL BAFEFERFB(4.200F 10 nL FREFT , AZEER
R, RAREKEN0.01 mg/L HIRARETAEFB AT ERLRE R 1A.

4.22 HIEMEAR . ERFIZERAFRYHROERZ 0.0001 o) AR, RH RMEE R 100 mg/L
RSN, — 18 CHR B ERE . AR I A.

4,23 SHEAGFEERK ERBR 1 oL AFREESK 4. 22)F 100 nL FEKY HCHEEFERNE,
MR REEN 1 mg/L BhENFRERR ACEERMLRE FEH 1 1TA.

4.24 BANGHRERR - BERBRPEAREERRA.23)40. 1ol F1lo oL ZR&EF . HLEE
BEEAE, RHEREEN 0.01 mg/L BRANIRGEERFBACEERLRE.AZH1H.

4.25 TEFLIERE.0. 20 pm,HHLH.

4,26 ESHEE>99.999%,

4.27 HER.HEEE>99.999%.

5 fLEMaE

WA i/ B . AR EE TFH(ESD,
H I .

S REY EE 0.0001 g,0.01 g,
ﬂﬁ#:lo 000 r/min,

iR,

HiEsE.

pH it . MEBWE 0. 02pH Hff,
.41 .10 000 r/min,

ki

10 RERESH.

Z®|M.11,100 mL,10 mL,
AEBEHE.LE 50 mL,
HER%.10 mL.

14 #¥# .5 mL,1 mL,100 gL,

6 RERESKE

6.1 HA.AM.&HNIF
MEHEERBULF R RERR L 500 ¢, FAABBNA LI BERST, A RFG, FRHBRAWGFA

W o0 N O U W N -

-
N

L IR B R
—
w
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MEREEE, B HFFRUFRS. BREEBET-18CHRHERAEE.
6.2 &

MRS a U A AR AR R 29 100 ¢, FIBY I BV B3 <56 mm 897 8, WA E B4 A 4, 4 81
RAESBEMMENRE, B 4 5HRE. BEEERT - 18CA KR REE.
6.3 H

MERERBEERRERMA 500 g, ZRFHHARBHIEE T ES . HFBRFE,. S HEA
WP ERENRRE, FH,.FEURT. SEBETACRERLEE.
6.4 %K

MRBH B A R R RLY 500 g, HERBBILEIRS. MR FE . HEAESRESE
R, FEH L IERIRE. BEEBRT ACREREE.

L EWRNRELET NGRS RRRE WA R R LTI,

7 BRL4E

7.1 KBHMETEL
7.1 MA.AM.& GiEK

A2 g AEMEHZE 0.0l @ F 50 mL WHE.LBP.MA 10 mL HEE-KRSHERA+H1, 4R
K, #¥% 10 min J5, LA 4 000 r/min 8.0 5 min, FEEEK. BREHPMA 10 mL 0.2 mol/L R, ity
B#%LL 10 000 r/min #K 1 min J5, BERKMAR S AREERFR (4. 200100 L, SR EEFEERARK
(4.13)100 pL,RHE S 30 s JF, BIKY 30 min, B I7CHEBE PR 6 HEMN.
7.1.2 B.pPReEE

B2 g HHECERZE0.01 @) F 50 mL BN E.LEH,MA 10 mL~20 mL 0. 2 mol/L £ (I
BRELBENE, XKLL 10 000 r/min 3 1 min /5, BEKMAR S NRHER R 20)
100 pL,4PFEE 2 M W (4. 13)100 pL, WM AE 30 s j5, BiR% 30 min, B 3I7CEBMAPIHE
(16 h) Bz jii .
7.2 REMREL

BEHAER, BHETEE, MA 1 mL~2 mL 0.3 mol/L BRI (1 mL £ RPEBM 0. 1 mL BERRIE
¥, 2.0 mol/L E A LGN pH7. 4(£ 0.2)J5 ., MA 10 mL~20 mL ZMZEE(ZBRZEBEMA KR
S5HMEREKE -3, BYEE 10 min 5,1 10 000 r/min .0 10 min, KEZRZEE. ZEWH
10 mL~20 mL ZBMZEHE—K. AHZRZEE. WERAE WOCTAHN: KF,%#EH 1 mL
O 1INHMARKU. 1O . A I nL ZHFEHNES KW IDSFHKBERSR, ZBREBH. T2
KA 0. 20 pm SEFLIEIRJE , I 10 pL HEUIFNE.
7.3 RAEREERENHE
7.3.1 .M. .f CHEX

FESHY2e HEHRECGERE0.01 @) F50mL BEELED,MA 10 mL FE-KBSER
(A+1, KB HK), %% 10 min 5, 4 000 r/min B.{> 5 min, FE W&, BEPHMA 10 mL
0.2 mol/LEER, FIXHERLL 10 000 r/min BE 1 min 5, R EA ESEKE.1.5.10.50,100 ng/mL,
AHMABASFRARERK L. 20RBEFEETAEBRR A 2D, EMARASARTERB M. 24)
100 pL, &= F#HER7.1.1 7.2,
7.3.2 E.(W%E

FRSHA2 g WASEREME®RZE 0.0l o T 50 mL BHELHFF,MA 10 mL~20 mL
0.2 mol/LERR (MBS LB M, A KR LA 10 000 r/min HK 1 min J5, HEBRAETERE.
1,5,10,50,100 ng/mL, 4 M AR S P EFERR L. 2ORBARETAERRA. 2D, BNAREA
WARERR(4.24)100 pL, & F#RIER 7. 1.2 /1 7. 2,

3
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8 ME

8.1 mHEGHMEH
a) {8k . XTerra MS Cy,150 mmX 2.1 mm (H#),3.5 pm, BHHHE;
by HH&.30TC;
¢) W :0.2 mL/min;
d FHE.10 pL;
e) MEMHRBREMHRE 1.
21 KIEEBREEBRES
B ] /min WIHA (W) WEHHB (4.16)
0 10% 90%
7.00 0% 10%

10. 00 90% 10%

10. 01 10% 90%
20. 00 10% 90%

8.2 BEREM&H

ZRER A,
8.3 BMHGHE/ERAMNE
8.3.1 EMME

R EREHMESGARAERFERE. ORERNAREARGREN A SRGEREERN
BB BT AN EESRERYHRAERFERR N FE BN FEMES L
F2HAE,NTAKERFEEHNABENEY. BEERFERRNBEAGE/SERHECHEASZL
EB.1,

£2 ERNENANETFEIENBALVRE

M AT E B >50% >20%~50% >10%~20% <10%
S MR E +20% +25% +30% +50%
8.3.2 EERME

ERAREHETERITE.
8.4 FTRR

R BB Bl — R R TR RN E .
8.5 ZARR

BRABRBURAS , B DL I BRGET

9 HRUK
BEX(DH#THHE.

_RXc XV e
X="gn (1)

A
X —EZRP NS R, B AMEETH (pe/ke) s

R—EBP TS Ain e m R LE
BEAERGEFRRTITHOEE, RN K EETT (ng/mL);

[
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V—HBERZEFEH, RO REF (ml);
R—REEFHEFRBFNSHTH SN Y EEmHLLLE;

m—— BN R, B R (D).
E: HRASRATEEQMEmRK.

10 MWEERLOQ

A J7 8 69 M IE B (LOQ) : AOZ,AMOZ.SEM . AHD, ¥ 3% 0.5 pg/ke.
N EEENNEE

Z2R%EC.1.
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M ® A
(FEPHEMR)
RECHR# R4

EHERE:3.5 kV;
BTREE.120C;
F BB BE . 350C;
HE LA - EA, W 100 L/h;
TS S, HLHE 600 L/h;
WS -5, HESE 2.60X107* Pa;
A EEFEE;
REHX LR MEM(MRM), iS4 RE A 1.
A1 ZTEREEMMRM)BES

BET | TET
AL ] HEatE/s ERBE/V RHER/ eV
(m/z) (m/z)

262 0.1 60 13

AMOZ 335
291 0.1 60 9
D;-AMOZ 340 296 0,1 60 9
166 0.1 50 8

SEM 209
192 0.1 50 8
13 CYN-SEM 212 168 0.1 50 8
104 0.1 80 15

AHD 249
134 0.1 80 10
BC-AHD 252 134 0.1 80 10
104 0,1 77 14

AOZ 236
134 0.1 77 10
D,-AQZ 240 134 0.1 77 10

» Hrek.

D FFIBBRTE Waters Quattro Ultima™ PT X ESER M, bt P AR A B SWRES T RESE,3H
AEEHL BN . SEREAEEZRARARE FRESHNA,
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M = B
(REHEHR)
GEEREREREEE
100, . 6. 01 340 >296

T T T T T T 1 T T T T T T T g T T T T Y T Y

1 2 6.03 335>291
” J\ |

235 >262
100; 2 6.08
% ‘J\
100 6. 94 212>168
3
%
(13 T T T T TrveeT T T * T T Trev e T r T T Y Y T T T v
100, 6. 98 209>192
4
%
o T T T T T T T T T T T t v T y T T T T T T T T
100, 6.98 209 >166
4
% A

252>>134

190, 7 249 >134
%7 6
06

<
]

[ , S ——
100 7. 249>104
% 6
100, 7.38 240>134
7
%

7.39 236>134

10
* ’ L

10 S 7,39 235>104
% 8 H

1——Ds-AMOZ; ' 5—C-AHD;

2——AMOZ; 6——AHD;

3—"*C'*N-SEM; 7 D.-AOZ;

4-——8EM; 8—AOZ,

. ERZEHT,AM0OZ.SEM,AHD,ADZ f1{3 B Bt 6] 5314 6. 03.6.96.7. 06 H 7. 39 min,
B.1 WXnkmfild HPLC-MS/MS R &% MH
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M ® C
(R R
EmE g E
RC SHIMEMLARITHERMANDOBEMEIRE(R=10)
Bimk e/ REMEE/ EcRHH/ MR/
REER et (pg/ke) (pg/keg) % %
0.5 0.51 97.0~107.9 3.9
AQZ 1.0 0. 98 95.8~100.0 2.1
10 9.92 96.8~102. 8 3.3
0.5 0.50 94.3~102.6 3.4
AMOZ 1.0 1. 00 96.9~102. 4 2.3
10 10. 27 100. 4~105.3 2.2
p T
0.5 0. 48 88.7~99.9 4.4
AHD 1.0 0.98 92,1~103. 9 4.9
10 10. 09 97.2~105.3 3.3
0.5 0.51 94.1~107, 4 5.3
SEM 1.0 1.01 98.6~104.0 6.7
10 10.10 98.7~105.7 6.9
0.5 0.49 96.8~~101. 2 5.9
AOZ 1.0 1.01 98.4~103.1 6.8
10 9.96 95.4~103.95 3.1
0.5 0.51 99 8~105.2 7.9
AMOZ 1.0 0. 9% 96.0~101.7 5.2
10 10. 02 96.8~105.1 6.8
¥ HF
0.5 0, 47 89.3~98.7 5.0
AHD 1,0 0. 98 94.5~101.9 6.1
10 10.11 96.0~105. 3 8.4
0.5 0.49 96.6~100.7 3.7
SEM 1.0 1.03 102.6~103.7 7.4
10 9, 96 97.1~104.7 7.2
0.5 0.52 95, 9~107.7 4.5
AQZ 1.0 0.58 94, 7~101. 7 3.4
10 9,98 85,3~105.4 4.3
B
0.5 0.50 94.8~105.0 4,3
AMOZ 1.0 0.98 96.0~102. 6 2.7
10 9,79 96. 2~100. 6 2.0
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£ C1(
AREZK AW wimekge/ -2 3 E R/ 5] i 2 7S B/ HAMiEERE/
(ng/kg) (pg/kgd % Y
0.5 0.49 89.5~101.9 4.7
AHD 1.0 0.97 92, 3~104. 6 5.1
e 10 10. 10 97.5~105, 1 3.4
0.5 0.52 96. 2~108. 7 5.4
SEM 1.0 0. 99 97.2~100.7 6.7
10 10. 06 97. 9~106. 2 5.4
0.5 0.50 95. 2~105. 4 4.3
AOZ 1.0 0. 99 94.5~102. 4 3.2
10 10,11 96,7~105,7 4.0
0.5 0,49 94.2~101. 6 3.3
AMOZ 1.0 1.00 96. 8~102. 1 2.1
10 10. 14 98.3~105. 8 3.4
o 0.5 0.48 88.9~101.9 5.6
AHD 1.0 0.97 93.0~104.5 4.6
10 10.19 97. 2~104. 4 2.6
0.5 0.52 100. 4~107. 7 8.9
SEM 1.0 1.00 97.7~103. 8 5.3
10 10.17 97.8~105. 4 5.2
0.5 0.52 98.8~107. 4 3.6
AOZ 1.0 1.00 97.0~103.9 3.2
10 10. 26 95. 3~106. 8 4.6
0.5 0.50 94.4~103.8 3.4
AMOZ 1.0 1.00 96. 6~103. 1 2.4
10 10. 22 100.0~103.4 1.3
f 0.5 0.48 88.5~101. 6 5.0
AHD 1.0 0.97 92.6~103.5 4.4
10 10. 09 97.3~103.8 4.7
0.5 0.51 97. 2~106.7 4.0
SEM 1.0 1.00 97.5~103.9 7.8
10 9.99 97.6~~103.5 5.2
0.5 0.50 95.5~107.9 8.9
BE AOZ 1.0 0.99 95.9~102. 3 5.9
10 10. 36 99. 9~106. 4 4.4




GB/T 21311—2007

£2C1MED
A B/ M EE/ ElRBE/ MR REEE/
EAE® L (ng/kg) (ug/kg) % %
0.5 0.50 96, 4~105, 6 3.7
AMOZ 10 0.99 96.4~101.7 5.3
10 9. 98 96. 6~104. 4 2.8
0.5 0.47 91.9~97. 3 12.1
mE AHD Lo 0. 97 92. 6~104. 5 10.5
10 9. 80 95.1~102. 1 8.4
0.5 0. 50 94.6~109. 4 10.1
SEM 1.0 0.99 98.0~102.5 10.9
10 10. 20 98.2~105.3 8.7
0.5 0.52 103, 0~108. 5 3.5
AOZ 1.0 1.00 96.6~103.6 2.8
10 10. 34 100. 1~106. 2 2.3
0.5 0.50 94.5~103. 6 4.4
AMOZ 1.0 1.00 97.5~103.3 2.4
10 9.93 96. 5~102. 3 2.2
-2
0.5 0. 46 89, 7~95.0 5.1
AHD 1.0 0.98 94.4~102.0 3.2
10 10.05 94.1~105, 2 4.0
0.5 0.52 97.2~108.9 5.3
SEM 1.0 1.01 99.4~104.8 5.1
10 10.18 98, 3~106.0 3.0
0.5 0. 50 94.1~105. 6 12.6
AOQZ 1.0 1. 00 97.2~102. 7 7.1
10 10.17 99. 2~106. 7 9.9
0.5 0.51 100. 6~105. 6 2.2
AMOZ 1.0 0.98 96.8~101. 0 1.5
10 10. 07 97. 2~105.7 12,1
g
0.5 0.46 88.3~96.7 11.5
AHD 1.0 0.98 93.9~100, 7 12.7
10 10.18 95. 7~105.7 9.5
0.5 0.52 96.2~108. 6 12.3
SEM 1o 1. 02 99.7~104, 5 12.2
10 10, 49 103. 3~106, 4 11.3

10
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