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Method of Test for Veterinary Drug Residues in Foods-
Test of Nitrofuran Metabolites
Lag* o] A 2@ W R HRAS T2 57 A Ak N3 2
ek o
2.8 BT E DRGSR AN S FE2 RN NRAAET R BT HR
(liquid chromatograph/tandem mass spectrometer, LC/MS/MS) %~ 7
2. e
2.1 %%
2011 kAR R 47 B BE A 4T R
2.1.1.1. 33 h 0 23 F v ¢ 33+ (Positive ion electrospray ionization,
ESI") -
2.1.12. 47 ¢ + CORTECS C18 » 2.7 um » p j£ 2.1 mm X 10 cm » £ fo S
Ll
2.1.2. 32§ #4(Homogenizer) °
2.1.3. -k ¥ 4 3% F |2F -k i (Horizontal shaking bath) @ *43 p & E R 3B & > §
A BEl°Crip o
2.1.4. 3« 8 (Centrifuge) © ¥ i& 2600 xg 12 4 ©
2.1.5. %R & E(Vortex mixer) °
2.1.6. fadg A& iP] ik (pH meter) ©
2.1.7. % # 7% % % (Nitrogen evaporator) °
22 3% I VR s L L gk I Y AR 2-F AT T FEQ-
nitrobenzaldehyde) ~ Bt & = 47(K,HPO,) ~ & 40 ~ & § 1“4 ~ fif
fade~ PR R BRIGHE T BEE R 0 3 35 RO et 25°C i
18 MQ-cm ™ 1}t ) ; S-methylmorpholino-3-amino-2-oxazolidinone
(AMOZ) -~ 3-amino-2-oxazolidinone (AOZ) -~ 1-aminohydantoin
hydrochloride (AH-HCI) 2 semicarbazide hydrochloride (SC-HCI) ¥t
et 5 AOZ F =% p 3048 2. (AOZ-dy) ~ AMOZ F =% p
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AL 2(AMOZ-ds)
23. BEZ L
23.1. 8~ t15mL 2 50mL > PP 41§ -
2.3.2. g% 1 3445 0.22 pm > Nylon 44 F ©
233. &% :50mL 2 100 mL > 4 ¢ -
23.4. FH 4P % P~ ® (Solid phase extraction cartridge) : Mega Bond Elut
Plexa > 500 mg » 6 mL » & & & % o
24. @A 2 A Y
24.1.50 mM 2-/ FL ¥ 7 AEA R C
B2 A F T PE0075g> MY ARAfER S 1I0mL o fR FAE 0 B
G d ALY o
242.0.125M Bp&i% ik -
@Ak 104 mL > 43 35 -k = 1000 mL o
243.08M & ¥ i“ 43 0%
P35 it 4 16g> ML I KB fER = 500 mL -
244,01 M B & = 4973 7% ¢
PR d - 40 174 g M3 3+ Ki5f2i & 1000 mL -
2.4.5.20%7 g%k
B9 AR 20mL v 4cd 35 oK & 100 mL o
2.4.6.30%7 g% %k
PP AR 30mL v 4vd Sk 2 100 mL o
247. 7 2% Bz Y fRiA R
PP A2 2mL o 4 ¥ % 2 100 mL o
25. B apinie 2 W
251. & Apig e AT Ik
252. #8405 % B 1 5 mM fig frdeip i e
WP EF4e039 g0 1 3 kiR AR & 1000 mL - SRR 0 Bk

A B AR iR R B o
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2.6. P} FRARER R 2 Fe ]
B~ AOZ-ds 2 AMOZ-ds & %) Smg 2. Ip =% P} 38488 5 HEL T A 5
e ﬁ%:‘*ﬁﬁ'ir’ T EF I S0mL 0 fFE P IR R R > 30-20°CHE K PE G o R
B A B RN VR R S 18 0 27 AL 100 ng/mL 0 i 1F
p %"‘4&‘%%@‘}% i
27 R EA R Y
Pipy >t 3 AOZ~AMOZ ~SC %2 AH & 9 5mg2 R * %% 5 > HEf
R A BT R RS R 1 S0mL o (%A HRE R 0 3T -20°CHE K T
FoofRt B A NP R A HRERRERE T BRI 100 ng/mL » iF
BB
28. Wiz
2.8.1."KfE% 7 i
Mt Wm0 2 AT LA HRER2mL 0 B3
S50 mL g F # 9 5 do n N IR IR % SO L > #FE 15 A4 e £ e &
0.125M B3 % 10mL 2 50 mM 2-#9 2L 5 7 i3 % 0.4 mL » >R &
15 %14 » *5 37°C-ki5 1 80 rpm -k T 3= iF > @k F i 16 /] & o
o vvE 2 R uHE 0 SC & 3T 1 ppb BF 0 R Y iR 8 Pk (B I R
Fro BAHBL R OF L B2 AT B350
mL .o *g oo de r 50% 7 BRIk 10 mL o0 g f;}, 30 #)
2600 xg #5440 Bk R &AL T5% 7 fEA e 10mL s ®
AR 10mL 2 2 35 -k SmL €4 F dF 253 - 3 FR o AP
boon IRRIER % SOUL 0 R 1S A4 0 2 281 fTA I A BE
(I W
2.82. X B2 jEiL .
28215 p ~ NHE T
P28l a A ik 2 A e 3R 0 e O MBERL G =
g% lmL 2 08M & 5 4 3% IlmL > % FR & 154 > 108
Ma 3 "3R8 0125MBARKRZZRAFEPHES 73+£02 13 3
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FoRF R AR LRI T RRE > R F Y o L oud g
K3 ERAE D 20mL o YUER & 15§ 0 112600 xg #5440 it
%J%ﬁ’mﬂ#ﬁﬂi$4¢3mLiﬁ§%—i°@ﬁi%ﬁ’
der & VA 05g% e fhe fig 12mL 0 UER & 1A 4 12 2600 xg
oS4 Poofie ik I 15mL e E > 2 40°CIL § F R
AE e r 207 BBidR Ilml S ER EBE £ Ao r ke iz ]
mL > 2 3 {8 > 22600 xg dpe 5 a4 BT KR 0 SIRiER B
Tk o

2.82.2. 54+ ¢
2815w M E R AT R 0 e 01 MAERRLE =
% ImL2 08MZ § 437k ImL > kR & 154 > 0.8

MZF 43R0 0125MBRARAEPHEL 7302 14 3¢
FoRF R RR TLRL T RRE > R F Y o L oud g
K3 ERA D 20mL o YUER & 15§ 0 112600 xg #5440 it
B mpks R g ok 3mL EAF - S0 LB FR
A NFEA M TR SmL 2 2 SR SmL Bk HApEEw > g3
Bk 3mL 2 30%° fRi3 R 3mL bk > AR o B F B R
ZRICE M E 2% 2 TEARImML AR R EF KR N
40°C-RiFE 1 ¥ F R¥FLIC AT F L 20%" FpRizfar LF 11
mL S Ym0 HITHRIR o
29. k& M2 BT

B vtk o A w4 2 RS 20~100 pL 3 p O IRAR A s 50 L o i

28. 8B WRERPR > T RTIFEERETRPEATE BF HFAS T )j‘

A Fkrkem (N G ) PR S E G R 0 SR LA Hrk s B3R R

B oo & w8 1F2~10ng/mL ¥ & & -

iR R AR L e e

BEZR CAREBRMNTIEEESTRAT
P & (min) A (%) B (%)
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0.0—2.0 80 — 80 20— 20
2.0—9.0 80 — 50 20 — 50
9.0—10.0 50—-0 50 — 100
10.0 — 13.0 0—0 100 — 100
13.0 — 14.0 0— 80 100 — 20
13.0 - 17.0 80 — 80 20 — 20

# & 4p ik 0 0.3 mL/min e

A~ B 120l o

B+ it fo3Y CESI e

£ o g % & (Capillary voltage) : 5.5kV o

#r+ J#E & (Ion source temperature) - 100°C o

% 42478 & (Desolvation temperature) : 550°C -

7% it % H(Nebulizer gas, GS1) : 30 psi °

# B4 4v £ 5 §8 (Heated gas, GS2) © 55 psi ©

MR 0 %2 £ & & 8 R (multiple reaction monitoring, MRM) » 8 jp| &+
¥~ 2 B # T & (declustering potential) £2 7 52 it & (collision

energy)dc ™ % :

BEE O dpR omE L
A ™ SRAF (miz)> TR it & e rpr:
AP I (m/z) V) (eV)

209 > 192* 15

SC 209 > 166 66 11 AOZ-d,
209> 134 12
236 > 134* 15

AOZ 236> 104 60 30 AOZ-d,
236> 149 15
249 > 134* 20

AH 249 > 104 80 30 AOZ-d,

249 > 178 22
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335> 128* 26

AMOZ 335>262 60 20 AMOZ-ds
335>291 14
AOZ-d, 240> 134 60 15
AMOZ-ds 340 > 296 60 15

2.10. FRFE% 2 7 BRI R
HREFHRRZ R ERZRL 20Ul > A B~ Z4p & 47 2 BT 3 A 47 &
6’&29$@ﬁéﬁﬁﬁ’ﬁﬁﬁﬁﬁiﬁ%ﬁ%@%%iﬁ?ﬁﬁﬁ
SEF BRI AP R TER 2 > RTINS NG 2
B g rkve (3 27 E (ppb)

CxXV

M

C:d RERLEFRKR R LA Artvm f 31 2 k& (ng/mL)

Ve tE (e 27 2 A (mL)

M: ATtz £ 2(g)

LAPHET R LRI HE LB IR ES A @
(£100%) « % 37 45 Fl4eT

g v %, ,g;d'ii{_\qu AN ;&ﬂ% Z_ /g\ ;‘E(ppb) =

AP 3+ 2 & (%) 7 7 8 F(%)
> 50 + 20
> 20~50 + 25
> 10~20 + 30
= 10 + 50

pirc 1 A 22 T EH&'T > AMOZ ~ AOZ ~ AH %2 SC#5% 1ppb
2. ¥ R ERBRSEFZPVTE > R T4

3.7 B2 Y ARG AR E LR L2 SCo ¥ H A K ep rE gy
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SESEE GRS R el R
4. f Ekvfev %7 % 4 2. N S semicarbazide COL R Eigr 2 Y
oo R .2 4c 1 3 & #| azodicarbonamide ‘@\lr‘é X FEARY o T
gAASC o MAF TN RN T R L AERY T E
A2 g SCe
P [EJ% :
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