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National food safety standard—

Determination of nitrofuran metabolites residues in aquatic products

by liquid chromatography—tandem mass spectrometry method
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EmZEeERRE
K7 RAHE R T KA 2 R B R E
R BIE- BB

1 SeE
AR RLE T K7 it v i i ok g 6 A ) 3~ k- 2-BE M 58 B I (3-amino-2-oxazolidinone, AOZ) | 5-
Nl bk k- 3- 5 k- 2 -k 45 BL i (5-morpholinomethyl-3-amino-2-oxazolidinone, AMOZ) | 1-4 3&-2- 4 it Ik
(1-aminohydantoin, AHD) 1 & £ I§ (semicarbazide , SEM) 5% B8 £ 1) Hill 1 FIVROFH €2 335 - £ 556 Sl 1% 0 28 5 5.
A SCPEE ST 16 5 B 5 K 7= T £ 41 0 o B SE 0 WS 2 A B AOZ. AMOZ. AHD 1 SEM 5
BA S I L LA B R R S T S s T Al b AOZLAMOZ il AHD 35 .

2 MEsIAXH

T FN SO A PN 253 e S AR 5 T A AR SO AR TT A Ak, Hed i BRSSO AL
T2 H R ) RRASSE T A SCOF s N H 8 51 ISP B A CEL48 BT A7 48 o) 38 T A SO A

GB/T 6682 43 b7 5% 5 2 FH /K BLAS Al 40 5 ¥

GB/T 308912014 7K~ Al kE TG

3 REBEBMEX
RSO A 5 B E AR TR FIE L,
4 R

R B B Yl R I 2 2R 1 4 A S AU TR RV AR T OK L & - R T AR AL T 2R
T T T A B g 0 A o RO (5 33 - R IR B U S L N B i

S WFHE##

Bk 55 A3 KL A BT AT 0 38 S e i 4l K R A5 A GB/T 6682 BLRE A9 — 4K .
5.1 &#H
5.1.1 HE(CH,OH) . il
5.1.2 Z % (CH,;COONH,) i i4li,
5. 1.3 ZBRZHER(C,H0,)  foihali,
5.1.4 ZHFEML(CH,),SO].: (aig%4l,
5 1.5 2-ffEFEHFEE(C, H,NOy) - a4,
5.1.6 Jo/AKBERE —H (K, HPO,).,
5. 1.7 #HERHCD,
5.2 RiKEF
5.2.1 0.5 mol/L hFRVE - BUEL R 42 mL, F/KFRiBEZE 1 000 mL,iR%A],
5.2.2 0.002 mol/L ZFREH W I LR %L 0. 15 g, AIK I IFMiBE 2 1 000 mL,iR%] .
5.2.3 0.05 mol/L 2-fiff 3 2% FF 7 W - B 2~ JE R T BE 0. 076 g, JH RO i JE 46 B2 2 10 mL, iR
A1, B BRIC .
5.2.4 1.0 mol/L B2 A VAW - UG /KBERR R 8 87. 1 g, HI/KIE MM B2 500 mL, R4,
5.2.5 5% WM P EE 5 mL, KB ZE 100 mL,IR%),
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5.3 REM

5.3.1  A4ELmR M2 : AOZ,AMOZ ,AHD » HCl #1 SEM « HCl, & #419>>99. 0% , BAA N 2 WL 5% A,
5.3.2 W¥r:AOZD, . AMOZ-D; ,AHD-"C, fl SEM « HCI-®C," N, , & & ¥ >=>99. 0% , HAK N 25 WKt
A

5.4 FRAEBREES

5.4.1 ARAEREATE B AOZ.AMOZ . AHD « HCI,SEM « HCI 5 i i %5 38 = B 24 T YE 2 10 mg) .
R BT 0 P I3 o (V5 7 0T E A 2 10 mL A 60 25 s B B MK BE M 1.0 me/mL b fE 6K 5
—18 “CHOGIRAE, AR 6 1,

5.4.2 TR ARME A - 43 500 A e ERORR VA A% VRE A O R R LTI ALV BN 1.0 pg/mL iR
A AER R . 2 'C~8 TR . AR 14 H .

5.4.3 RAGARUE TR 4300 6 i BUR A 45 E P R % 1 mL F 10 mL Hl 100 mL A7 8 25 &2, H H
P R 25 20 P L T T B M 100 g/ L A1 10 pg/ L R A AR E TAER . B BLEC .

5.4. 4  [Gf E NFRARMEREA W L AOZ-D, \ AMOZ-D; \ AHD-"C, 1 SEM « HCI-"*C, " N, b5 1 it & 18
CRH2Y TG PR 53 10 mg) K B FRE o I st 125 (0 8 A 0T M B E 25 2 10 mL A3 (245 500 15 i ok 52
1.0 mg/mL WARPRER &R . —18 “CHOGIRAE, AR 6 ),

5. 4.5 IRAG WFRARIE T AR - 53 500 YA d2t B[R] A0 23R N B s TR 45 W00 2, ) Y o 0 R T o) i ok J32 h
100 pg/L IRA WFRARE T AER . —18 CREOLMAT A% 3 4N A .

6 UF/FMEH

VRO 2 - ER IR BTN« T M B P B R
M R B 0..01 g A1 0,000 01 g,
B0 AL:6 000 r/min,

B B AL 14 000 r/min,
WHEIR A .

TE R IR 4%

RAWAL,

o o oo oo o
~N o O~ W N -

~

KB HESRE

~

N I i Y= o

¥ GB/T 30891—2014 3% B B Z R HlAE,

a) MO A A aORE L 1R R Uk

b) BT ZS RS AE S ROk

o) MUY A EURE S S I OE LR R 0 bR A U R O A S R
7.2 ABHRE
—18 CLLF R FF.

8 MESR

8.1 KBEHITEN
WO R 2 gORE i 2 0. 01 @) » T 50 mL RN B0 T #ERINAR & AR R E TR 50 pL. IRIER &
1 min, MIERFRIA L 5 mL . 2- A SR W 0. 15 mL, IWHEIR A1 min, & FHIRIRG 41,37 CROEHRY 16 h,
8.2 RESWK
BB OSSN ERR, IR E MERM pH £ 7.0~7.5. M2 2B 8 mL. Mgk 30 s,
6 000 r/min B> 5 min, ;L EIH W R 10 mL BRS040 CRAR T, S0 520 B 1. 0 mL 3% i 5%
2
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Y AR E 15 mL B0 H, LI 14 000 r/min Y5 EC 10 min, BUFBOT 0. 22 pm JEIE, A
Y AH 2 3% ER R TS 4 AT
8.3 tREMEMHEE

S BIMER L H 10 pg/L M 100 pg/L R AFRE TAER 45 0. 05 mL.,0. 1 mL.0.2 mL F 6 4~ 50 mL &
OET BRI R b 3% 701 7.2 D BRERAE AT R AW 3 O 0.5 pg/L 1.0 pg/L.2.0 pg/L,
5.0 pg/L.10 png/L. 20 pg/L 4% 7.4 M . LA AS R5AF 25 F 0 o €0 35 0 1 A PN s i 1D R BG 1 Sk 90 2
B o R IO7 40 s VA R A 85 Ay e AR A 22 s o il £ SR [ U D7 R R RH G FR B
8.4 WMzE
8.4.1 WmHBESELHY

a) (A3 Ce (%A (100 mm X 2.1 mm, 3.5 pm),BiAH 4%,

b) AR 35 C

o R 10 pl;

d)  Hi# 0. 35 mL/min;

e) VB AN 0.002 mol/L LMW .B R s, BhREBEN SR ILFR 1,

x1 mohEHERBREHE

5} [ A B
min % %
0. 50 90 10
4. 00 5 95
5.50 5 95
6.00 90 10
7.00 90 10
8.4.2 RBIESELH

a) TR R TR
[EORE B = W S i e S K
o KN T7 R 22 BN R I (MRMD
d) BRI R L RIE A O A e SR R At AR
e) WIS Al AEAF S RO AL = e L R U
D HEWETSEAER I 2.
R2 WHERBERGUHEBSTFSERERG

a P X B B X R R ilf 48 fig
L]
m/z m/z \% eV
236>>104 80 29
AOZ 236>134
236>134 80 15
AOZ-D, 240>134 240>134 80 16
335>262 80 15
AMOZ 335>291
335>291 80 15
AMOZ-D; 340>>296 340>296 80 15
249>104 80 29
AHD 249>134
249>134 80 16
AHD-"C, 252>>134 252>134 80 16
209>166 80 15
SEM 209>166
209>192 80 15
SEM-"C," N, 212>>168 212>>168 80 13
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8.5 WME*
8.5.1 EMME
TE TR AR R A PE T 1ORh I W v v 25 ke e 2 A 0 1) £ P IRF ] -5 o o 9 T b g 5 POk T 24 05 0 ) £
BRI IA) 22 BE i 28 72 2 2. 500 LLIA . ELAS I 21 A0 A X 85 2 2, 7 24 5 e J32 AH 214 B9 8 L s o 1 0RO = B —
B, AV 2 RIS R 3 INEDKR
®3 EUWERNBEANBSFFEFENRRAATIRE

Hfi R H S
AR B B TRV 22
=50 +20
20~50 +25
10~20 +30
<10 +50

8.5.2 EEME

SRV 00 R A IO ) s v 3 9 A1 P R 22 R T L3 WA T BUE L 5 PR R T s v R S
SV O ) S A VA T 2 05 A0 W 7 {42 7 7 A A T ) Ze MV TR Y o A B R WO (- B AR AT L i
M e 218 A 0 T 5 TR0 ) TR0 € 3 T 0 1] DL % B,
8.6 z=HIKE

s FUR BRASINAR HE S AT R FHAH ) B0 0 22 SR OE A7 P A7 484

9 FRItHEMKE

R HH il 3R K R 2 AR B W B AR B AR T I 2R R s A (D TR
A, XA s XCs XCis XV

X =
A XAsg X Clis Xm

e (D)

SVl A

X 1Rk i 5 ke e 218 A 0 1 B R 1 R B O RO B T 5 (e k) 5
Crs —10RHA IR i 22 0k g 288 A0 P A TR 2 0 B B 52 8 Bl e B T (e /L) 5
Cs X BRI 0 v v i ke ol 216 A 0 e 8 ) 510 RS DA s B T (g /1) 5

C s %ok HRA VR0 v i i vk e 288 AR 00 1A s e A B5CHEL L B A BOE B T g/ L) 5
Ay ORI R i 2 ko i S A 1 0 T

Ais TV TR A A PR T S I 0 oA s i e T A

As — R RETR r ing 22 wk meg R Al 1 0 v L

A i X BV VR i vk g 285 A 35 P e 0 TR AL 5

Vo EAERBEUE, A Z T (m)

R B R fE L B B () o

m
10 BMAFENREE ERENBEE

10,1 REgE

AJik AOZ . SEM.AMOZ  AHD BRI BR ¥4 0.5 pg/kg, EwBRIIA 1.0 pg/kg.
10.2 HHE

AFEAE L0 pg/kg~10 pg/kg WIS 1 MR 7026 ~120 %,
10.3 HBEE

AR T 15 B At PN A X B v D 22 <15 %6 L TR) AR X B o 22 <15 %0,
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FAD ATBEERBRRBYRAFRPRELZR MALESFLMCAS S
rh 3CHE 4 B LA R b2 53 = CAS &
3-G - 2-WEme fot Sk TR . .
3-Amino-2-oxazolidinone C,Hs N, O, 80-65-9
(AO2)
5-Neh bk Y -3 - 5-Morpholi thyl-3-amino-
A CrPROTROmETyFoTamme C Hie N, O, 43056-63-9
2-WEe ft S R ( AMOZ) 2-oxazolidinone
12 4 R e
1-Aminohydantoin hydrochloride C,;H;N; O, « HCI 2827-56-7
(AHD « HCD
RNk
aER CH;N; O « HCI 563-41-7

(SEM « HCD

Semicarbazide hydrochloride

3% - 2-WEM 5 KL - D,
(AOZ-Dy»)

3-Amino-2-oxazolidinone-

D,

C;H, Dy N; O,

1188331-23-8

5N bk F - 3- 4 k- 2-BE s
f2 JE B -D; (AMOZ-D,)

3-Amino-5-morpholinomethyl-

2-oxazolidinone-D;

Gy HinDsN; Oy

1017793-94-0

- -2- R C
(AHD-"C))

1-Aminohydantoin-"* C,

“CyHs N, O,

957509-31-8

RAEEREERREE-C.ON,
(SEM + HCI-"C,"N,)

Semicarbazide hydrochloride-
YCLEN,

“CH;N"N, O « HCI

1173020-16-0
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Mt & B
(FRME)
BIEEFfFREAEHR

i 2 ke i S A s v YRR I B 1 A S P UL B 1

M 7 (.
ML | 372007 1.4e6 370r0z-,
2.095J 1.0 6'. [\
| Vel
A

00705 T0 15 20 25 3.0 3.5 40 4.5 5.0 5.5 60 65 tain “0.0 05 10 15 20 2.5 3.0 3.5 40 45 50 55 60 6.5 tmin
U {E 3.74 SEM W

1.00e5 { ‘ 2(2)92
| Oe
0.0 ‘ L

3.74

A SEM-1C, 1N,

. : 0.0

0.0 0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0 45 5.0 5.5 6.0 6.5 t,min 0.0 0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 5.0 5.5 6.0 6.5 t.min

W 3 W

3.64
4.9¢4 '| AAHD 42¢5 J ]L AHD-"C,
0. i

0.0
.0 0.5 1.0 1.5 20 2.5 3.0 3.5 40 45 50 55 6.0 6.5 t,min 0.0 0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0 45 5.0 5.5 6.0 6.5 t,min

WA 4.04 ”ﬂ‘—‘ééﬁ 403
5.0e5 AAMOZ J ﬂ AMOZ-D,
0.0

0.0 0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0 45 5.0 55 6.0 6.5 t,min 0'((}).0 0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0 45 5.0 5.5 6.0 6.5 t.min

BB 1 WMEKMBERHDIRESRBEEFREGIEE(2 0 pg/L)
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