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Method for the determination residues of the metabolites of nitrofuran

in pork, beef, chicken, porcine liver and aquatic products—
LC-MS-MS method
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1 BH

ﬂ:ﬁi@fﬂ%TﬁW‘tFW\X‘%ﬁ:]\%B:Fﬂ:‘ﬂﬂ(?tlﬁ(ﬁ?é\m:@;’s*ﬂm?@)EP'@@'E’@E(furaltadone)B‘Jﬁ
WY 5D Bk B OBE-3-4 -2-1E mk ok B R C 3-amino-5-morpholinomethyl-2-oxazolidinone, 4§ 5 X
AMOZ) . BX i P4 #k (nitrofurazone) B A8 35 91 28 B IR (semicarbazide, 455 &y SEM) . Bk Ig % B (nitro-
furantoin) B4R 4 1-435-2- P4 BEBR (1-aminohydantoin, 485 3%y AHD) #i0k i M B (furazolidone) 948
By 3-EE-2- ﬂl@ﬂé{él‘*’g@ﬂ(b’ amino-2-oxazolidinone, ?{E?j@ AOZ) R B B VR A %88 B FR 3% 0 2
Fik.

ngﬁ‘?ﬁﬁﬁﬁ?:ﬁ@ 4P 5 %E?*ﬂﬁfﬁn(ﬁl?’é Nﬁ?@*ﬂﬂ'%@)* 5- [@WH‘EF'ﬁ 3-G Fe-2-VE v

BE AL lR RN | 1B 2- P BEAR L 3-8 BE-2- PR MR At BE R 2R S A 52

2B v T B AR R« 5N ik B B3-S -2 R e I L IR L - - 2- Y BE IR L 3-E 3E-2- ﬂJ@%

e %Eﬂﬂ@%ﬂjﬁﬁi’a% 0.5 pg /kg.

2 iﬂ"ﬁﬁ?lﬁﬁi#

Tﬁb’cﬁwfﬂé@%%’xﬁﬁmﬂ&%%lﬂiﬁﬁﬁ!wzwﬂﬁ%%fb LRI BJ@;BE@%U%IH: ﬁl‘EFﬁfrﬁ
W& SR OR @ﬁ%ﬁﬁéﬂ@ WD) BB TT RIS E I T AR, SR T 5 358 Jal AR 8 A A o 25 0 T 180 4% D B 5
R A R X e S R BB AR A . PR B RS SO B H R AE H TAGE.

GB/T6379:1 MEBFEEHRPNERE(ERESHEEE) S 18 BUNE5EX
(GB/T 6379. 1—2004,ISO 5725-1.1994,IDT) :

‘GB/T 6379.2 MBI ESHERNENE(ERESHEEE) S8 HEFRENB BES
M5 BB B A 7 8 (GB/T 6379. 2—2004,1S0 5725-2:1994,IDT)

GB/T 6682 4}H75250 % Fi K ML R IR J7 B2 (GB/T 6682—1992, neq I1SO 3696 :1987)

3 RE

ﬁﬁ#*%%E@ﬁ%%%"ﬁ%ﬁﬁi%ﬁ%&%#?ﬁl 2-FEE R EENT 4L, i Oasis HLB SR ¥ fBAH %4
By B AR B il . FESE B T L RO - S BRI . FRAMR R R R AR IE R ARk e

4 KRR

Bk 5578 LA A1 B RN 39 8 R R 4, K GB/T 6682 #LE I— 2K .
4.1 HE.@Egd.
4.2 ZJE.Biga,
4.3 ZRMZE. i,
4.4 BRE_=H,K.HPO,,
4.5 Z®.
4.6 _—HITM,

4.7 HE.
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4.8 SELH.

4,9 2-F5EFEF®(2-NBA),C, H;NO; : 5 E>99%.

4.10 BEBRETHIWEW0.1 mol/L, FREK 17.4 g BEMRE 4 (4. O, FIKWEME, EAZE 1 000 mL,

4. 11 #LFRIFW:0.2 mol/L. B 17 mL M 4. DFHKERZE 1000 mL,

4.12 REAHER:1 mol/L, FREX 40 g HAIMA (4. 8), AIKHEMR, EHZE 1 000 mL. :

4.13 4R & 2-F4EFE P EE 0. 05 mol/L, FREX 0.075 g - A HF (4. DB TF 10 mL ZH TN
(4.6), LA .

4,14 BEREAEW .10 mL 25 4. 2),0.3 mL Z# 4. 5, KBS 100 mL,

415 DO A Lk o X, A b v R« vk S R A AR A4 5 Mk R - 3G - 2- W e A5 2 i (3-amino-5-
morpholinomethyl-2-oxazolidinone, 455 33 AMOZ) . ik i 75 Ak Ay 43, 5 4 & ZE Bk (semicarbazide, 45K
SEM) . Bk 2 [ 5 £ 38 4 1-4 2-2- 4 BE IR (1-aminohydantoin, 455 Yy AHD) Fil wk i i I & £ 3 4
3-4E 3 -2-1E M 4% 2 B (3-amino-2-oxazolidinone, %55k AOZ) 7 ¥k ¥ &t » 14 47 v 4 J 9 46 B 35
=99%, '

4.16 PR A Bk AR 5T P AR AR YA R « 5-PE Bk B E-3- 4K - 2- VB M A BE B Y AR 4, Ds-AMOZ; B
BRI AR, C° N-SEM; 1-2 3-2- P4 BE IR B9 AR 4 ©° Cs-AHD; 3-48 2-2-1% M Joe 2 B B9 A A5 40 »
D,-AOZ. I AIRIRMEY RSB =>99%,

4,17 PUFEE Lk AR RS A VS W 1. 0 mg/mL. FRIEUE B i 70 o B 5wk v 4% 3 W R v R
(4.15), 4y BURFF BE (4. DB 1. 0 mg/mL WAREM W, BBRAETF — 18CHES, IEAA
A,

4.18 VOFPAYELoEM IS Y IR S PRES 0. 1 pg/mL., WREGE B 70 b i 22 ook g 4R 385 4 A0 A v B B 0
W17, IR BHR B 0. 1 pg/mL RIBAIRERR BERET - 18CHIER, THEA=TA.

4.19  PURPES Bk A S P ARARYEGE B VAW - 1. 0 mg/mL, BRIBUE B i IO Fh il 2 ok g AR U 4 P9 B A
MR (4. 16), 435 FI B RS AR, 1. O mg/mL MIARMERE AW . BBRET —18CHkIER , AIERATA .
4.20 PUFRHES LR B PARARVERS R 0. 1 pg/mL. B IOE 2 A 70 b 2 k4R 80 40 PO A A E B
KW (L19), HFBERBER 0.1 pg/mL WIEA WIRIRER T, #BRAFEF —18CHKER AT EH=
A, '

4.21 Oasis HLB BB R Y .60 mg,3 mL, AR5 mL PEEM 10 mL KA H,
BEEERE.

4,22 0.2 pm JRER,

5 {U#F

5.1 WA @S- B IARF TSN A EHER TR,
5.2 AHEXFJREO0.1mgfM0.01 g/ —F.

- 5.3 WEESIE.

5.4 RBEMEBEE.

5.5 ASKWTIL,

5.6 BRI KA.

5.7 ExnE.HSEMNIAT 80 kPa,
5.8 MHEMESAS:25 uL,100 uL,

5.9 HFEAZEELE:25 ml ,50 mL,
5.10 pH it WEFFE +0.02 pH 47,
5.11 RZ¥#%:50 mL,

5.12 BE.OHL: B 4 000 r/min DA L.
2
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6 RENEES5RE

6.1 ﬁtﬁﬁ’]%ﬂ%l
IR ERR R SR BN, A 0.5 kg fENIREE,
6.2 HERE
AR T — 18'CIKIE, BLRTE.
7 WESE
7.1 REERVGAEREREHHE
7.1 S ERENA B A

FREL 5 A BIHRE S 2 gORBIE 0. 01 g), 4 BIE T 50 mL AR B 0 (5. 9) 1, A 10 mL B RE-7k
BABBRCHD,HFK 1 min, FA 5 mL FE-KIEARBREENFERTI%, —F 4 4000 r/min Hi

5 min, IREEEWFEE. 17 5 A B0 R4 DA E B2 V0 R ok AR R A PR VR (4. 18 ) L

b vk g AR A B R M B VR EAY B R 0. 5 ng/mL. 1. 0 ng/mL. 2. 0 ng/mL. 4. 0 ng/mL.
10.0 ng/mL, B FEGANE OB PIAE BIRE ATHRERR (4. 20) , {5 g i 7 5k ok W A 0 R AR ) B
KWEWRE R 2.0 ng/mL,
7.1.2 *ﬂﬂﬁim

mtﬁﬁﬁ\%@%rﬁlmA 10 mL 0. 2 mol/L #:BR¥ W (4. 11D & 1 min, F§ 10 mL 0. 2 mol/L £
@ﬁ%@ﬂﬁ%ﬂ%méﬁA#FMAo3mLﬁ¢ﬂN¢B)ﬁ@%@ﬁ%@ﬁi&?wcmﬁﬁ%
K% (5. 6)%&%%)&2[“ 16 h,
7.1.3 &4

J:ztﬁii/’"i@ﬁkﬁ%iﬁi‘ JJHA 5 mL 0.1 mol/L B¥BRE —H W (4. 10), H 1 mol/L F& LG
W4 1D FFEW pH 4125 7. 4,4 000 r/min B4 10 min, FERCGEFUESSTBRZL, FEBRN
S mL IET%E, #k¥ 2 min,4 000 r/min B.Lr 10 min I 4 0E B 5% A F 4% Oasis HLB [ 4 % B
EMJD%%W%@JD¢WE@N$W%E@A&b@#WH¢?2mumm%mﬁﬁﬁXhm}mB
ML ARERSTELEAAREEA 10 mL KSR EMERE, FE2BRHEK. FESEG.DE
65 kPa i 8 T #i F Oasis HLB E % HUAE 15 min, I 5 mL Z R Z B (4. 3) BEBB MM TF 25 mL i 5
%u%*ﬁﬁﬁ%w$uws>Ewc*&*w?m#m%ﬁﬁmu1@ﬁ%#ﬁﬁ§10mu
IRAIE T 0. 2 pom JRAE (4, 22) F WM 48,388 - 58 6 R0 5
7.2 ﬁm]ﬁnn;g;ﬁﬁ'Jﬁlﬁ

PREUIR DAL G 2 O #9%) 0.01 @, BT 50 mL A EEBLEG. OF, A 10 mL BE-KES
WHC+D,HFE 1 min, BA 5 mL FE-KBSBR MRS FERTIL, #4834 000 t/min B.L
5 min, W EFBEFE. OELEPMAZEIRS NIRIRUERR, 6 00 BS Ekm A5 AR B4
WREWBER N 2.0 ng/mL, #7.1.2 1 7.1. 3 4k,

7.3 BPMHESERZRRBNGE

‘ PRI 2 g 742 0.01 @, BT 50 mL S EBAEB.LEG. OF, A 10 mL FE-KES
W 2+1), 45 1 min, BA 5 mL P B-KR &R MBERI BTk, ZH 43 4 000 r/min B &
5 min, WE LRI, #7.1.2 F 7. 1. 3 #4E.
7.4 WE
7.4.1 Wigmilgs

a) @ﬁaﬁﬁgAtlantis-Clg »3.5 pum, 150 mmX 2., 1 mm(PR) B Y H;

b) #iR.35C;
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C) 3&#%:40 #L;
& FBhERRERLE 1
£ BEGESERDRG

B ] /min Wik /(L /min) 0. 3% ZEBAKEW/(%) | 0. 3% ZBMTIEER/ ()
0. 00 200 80 ‘ 20
3.00 ' 200 50 : 50
8.00 | 200 ‘ 50 50
8.01 200 80 20
16. 00 200 0o 2
7.4.2 RS

a) BTIRE: EEI&%‘}%?AE(ESD,

by HAHFR.ERTFEE;

o Ky R . £ RMENMRM ;

d) HBBEEHEJS) 5000 V;

o BB (AUX P 7 L/min;

f) HWEISIBE(TEM) . 480°C;

g) REHEFEP):150 V; .

h) i OB ECXP):11:V;

) EHEBEEDP) 45 V;

» mﬁaﬁ%%uﬁﬁwﬁm%ﬂm%m&%&m%%%m‘ ERETX, %%Hﬂﬁj&m%ﬁ REEFEI%S

B2,
F 2 ﬂﬁfﬁ%&ﬁﬁﬁ%ﬂﬁﬁ?ﬁi%ﬂ‘]ﬁf&%ﬂ
WS REEREASYE | ERETH ERETX |
. » Bt \%
R A4 TR | oewn | SRR fome TR/

R bk Y - 3 k- 2- W et o TR ) Y A 335/291 sassset | 100 18
¥ (2-NP-AMOZ) - . 335/128 16

SUELIR B9 A5 4 9 (2-NP-SEMD o 200/192 209/166 150 w7

209/166 . 4 15
1= -2 P TR I 40 795 2. 40 (2-NP- AHD). 249/134 249/134 200‘ ‘ 19
- , 249/178 Coe : 22 .

348 252V W 5 2 9 77 2k 9 (2-NP- 236/134 ' seniae e 19
AOZ) 236/192 17

S-ABUARR -3 -2 WML 3 B 340/296 340/296 | 100 | 18
{75 4 ¥ (2-NP-D; -AMOZ)

SR P A 4 6 7 2 (Z-NP-E CIS,N' 212/168 212/168 100 ; 15
SEM) _

LRE-CRBRA YRR EY CNE o g, 252/134 | 100 32
1 C,-AHD)

SEAZHUREERMARANREN ) ), 240/134 100 22
NP-D,-AOZ) v

4
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7.4.3 RASE-BRREENE
7.4.3.1 THENE
FMEMASEE 1A EETF.2AULEFEF, EHELBREHT, #nn“l”ﬁd]%)ﬁ*ﬂljﬁﬁ%% _
%%ﬁ@Z%mﬂ%ﬁﬁﬁ%Wﬂﬁ@Aﬁﬁﬁ@ﬁ@ﬁﬁ¢ﬁf%ﬁﬁﬁ%ﬁ@ﬁ%ﬁ+2m/
2R 5 ELRE TR T P 45 40 S 2 e T A MO B B VRS 5 R VS Y VA VR P e B
ﬁ%?%ﬁﬁ$ﬁﬁﬁ%ﬁﬁﬁ%Kﬁﬁ%Bﬂ%%ﬁ@MT%%%#m*ﬁEﬁf%ﬁM%

£33 EMNEBINENEFEENRAALATRE %
MAxEFEE >50 >20~50 >10~20 <10
AHFHBRRME £20 +25 +30 : +50

} 7.4.3.2 ERWE |

PR G B« P OCER R o B AT SE TR R

ST R 7R DR B R TR SR DU 2 k40 1 YRR B R A A R 0 YRR 52 1A
VBB T VRS VT VR B S AR , LA T B G\ AT » 2 ATV TP i %, A o A b 2 % A
T VAT S 0 R T T v U W T 7 (S UM S R BT P D S e R A A
FR A0S H 0 B M IR 25 O W (MIRMD) €5, 36 11 5 IR AL, 1, O 3k 88 2 0 8 0 9 B T 34
1 B R AR R B E S % B 1.
7.5 TIFRE

WU EBE X R — R E T TR R
7.6 B iR

W U 89 A o A VR P A v ARV T S B 7. 1. 2P0 7. 1.3 AT YR 78 BIAR L e
B {03 A AR VAT A VRO PO BT AR ME AT A T . P RS 7. ) T R L 0 VR BE O AR ME BV M
P 8 8 R AR ME VRO, e 7. 2 Bffe, U SEJR R B 0 0 0 D

8 WRIE
LR (D AHE
.V 1000
X——c><m><—-1000 (1)
R

X —— SRR 44 TR B B BT TR (e )

V —RGEBRELESER, BANEHA (mL);

m —RRBEBRFTARERLRENRE, B8R,
0 WEHE , .

ATy K 25 B BOHE R 4R IR GB/T 6379. 1 F1 GB/T 6379. 2 # ¥ B & B9 » B 42 vk A0 75 B0 ok 9 {8
BL 95 % BRI 45 BE R
9.1 mEH

TEE B AR 3078 0 T U 37 00 3R 48 R A 46 X 2 e R AR A M PR Y S vk e AR
KEBWNEEREEETRIE 4,

IR R B PER, N TR I A R I BT S8 AR A IR R T
9.2 B

Eﬁﬂﬁ%WFﬁ%mmhﬂ¢Wﬁ & SR 2 3 25 (B R T PRI R R A T kAR M
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HeERGERERETEIE 4.
4 SREERESHEMBIRESE
' /
Tk R T A R R EEHR - BFHER R

(ng/ke)
SIS - RE-ZIEMIRERN | ) 0 |r—0.096 6 m-0.004 8 lg R=1.170 7 lg m—0. 660 0
wEY
EERNTEY 0.2~2.0 |lgr=1.05121lgm—0.9801 |lgR=1.0002lgm—0.8848 v
1-E&-2-HBRAGEY 0.5~5.0" |lgr=1.03491gm—0.9565. |lg R=1,0083 lgm—0.894 9
3-SR0 VENB B BL R M AT AR 0.2~2.0 |lgr=0.99191gm—0.9195 |lg R=0.827 8 1g m—0.843 1

Hom AWKRWELROEARFHME.
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B O® A
, M I 3
P R O 0 T AR T S W B0 B A M (MIRMD £ 8 /)

Vo 4 0 T A 0 0 2 0 10 26 2 8 W 9 CMRMD €6, 38 18, T IR AL 1,

1. 2604
1. 00e4

ty,cps

81

5 000. 00

Inten:

w

o
5~ M0 - 3~ 3k -2 - M M AT

0.00

1. 26e4
1. 00e4 4

l!y,CpS

5 000. 00

Intensi

7 8 9 10 1 12 13 14 15 t/min

o
2]
o

BERHFEY

0.00"%

3 666
3 000

2 000

Intensity,cps

7 8 9 10 11 12 18 14 16 f/min

8. 52

-3 - 2- ABEIRIAT A

i2 13 14 15 ¢/ min

3-HE -2 - MR B AT AN

Intensity,cps

10 11 12 13 14 15 f/min

2. 4e4
2. 0e4
1. 6e4
1. 0e4
5000.0

Intensity,cps

o 11 12 13 14 15 t/min

8.29

BER PSRN EY

0.0

9 358
8000
6 000
4000
2000

Intensity,cps

7 8 9 0 11 12 13 14 15 /min

8.48

1-E-2- WEBRR B iR AT A

3. 0e4
2. 0e4

Intensity,cps

1. 0e4 |

>2.52

0 11 1z 13 14 15 ¢/min

9,11 © 1

3~ - 2 - MM A IR AT R

5

0.0M

1 2 3 4 5 6

7 8 9 10 11 i2 13 14 15 ¢/ min

B A1 PR R R B AR T A WA & OB M (MRMD 2 i
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W % B
(FRER R
B g #

I e AR T 2 TR I R (=100, B3R B 1.
B POFREHE BRI E M EE R (=10

PO R A EE R M | YR B/ 7R TR 3 e Ol ek R 38 40 B0 7 B9 IR R / (260
mayaR (ve/ke) | 3% W | & W | B W | E F | WA i3 Bl
0.2 | 882 90.1 91.2 85. 4 89.5 82.3 84.5
0.5 90. 3 88.2 92.3 83.2 87.9 84.1 87.8
2NP-AMOZ v
.o | 856 85. 5 88. 6 82.4 90,1 85. 2 88.2
2.0 87.8 90. 6 85.9 84.1 85. 6 83.1 85.6
0.2 89.1 88.9 89.7 82.4 88.9 81.2 82.3
, 0.5 87. 6 87.5 88. 6 86. 6 87.8 86. 6 84.5
2NP-SEM
1.0 86. 8 86. 8 86.9 82.1 85. 6 85. 8 86.2
2.0 85. 4 85.4 85.8 | 83.5 87.2 82.6 82.1
0.5 84.2 83.2 88.9 82.3 88.2 82.1 82.1
1.0 87.8 85.9 89. 6 81.6 85.7 83.2 82.8
2NP-AHD -
2.0 88.1 87.1 87.5 84.6 84.6 84.2 83.6
5.0 83.6 82.6 86.8 84.7 82.8 | 81.6 84,2
0.2 91.2 90.2 92.1 88.2 90.2 88.2 88.2
0.5 90. 3 91.0 90.5 87.3 85. 3 87.9 89.1
2NP-AOZ .
1.0 88. 6 88.9 89.6 85.6 91.2 86.2 85. 4
2.0 86. 2 85. 6 88.2 84.8 88. 6 85. 4 83.2

2006

GB/T 20752-




