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Draft Method of Test for Veterinary Drug Residues in Foods-
Test of Nitrofuran Metabolites
DR ARSI R G kA ST A A R 2
E
W E R AR A 4T P BRE A 4772 (liquid chromatography/tandem
mass spectrometry, LC/MS/MS) o
2.1. %% ¢
2.1.1. % 4p K 45 8 B4 B ¥ 4 47 & (Liquid chromatograph/tandem
mass spectrometer, LC/MS/MS) :
2.1.1.1. 3k @ 2 R4 1~ (electrospray ionization, ESI) -
2.1.1.2. 474 : Inertsil® ODS-3 > Spm > A /& 2.1 mm x 15 cm
PR o
2.1.2. #=7F #(Homogenizer) -
2.1.3. -ki#(Water bath) : it a3 -KEE £ AL 1CUp » ¥ 7-KT
R
2.1.4. #r 48 (Centrifuge) * #:& ¥ i£ 3500 rpm 12+ # -
2.1.5. R £ F(Vortex mixer)
2.1.6. pH Bl % & (pH meter) °
2.1.7. % # 7% % ¥ (Nitrogen evaporator) °

22, FE IV N LR fink e I AR R AT 2R A F
¥ A% (2-nitrobenzaldehyde) ~ #4fc d = 49 ~ F Y40 ~ 3 ¥
L4~ Rpidex BRLIOE T B EF
3-amino-2-oxazolidinone (AOZ) ~
5-methylmorpholino-3-amino-2-oxazolidinone (AMOZ) ~
semicarbazide hydrochloride (SC-HCI) #
1-aminohydantoin hydrochloride (AH-HCI) %+ fg * & &
&5 AOZ I =2 p 308 2(AOZ-dy) ~ AMOZ | =% p
A2 R (AMOZ-ds) »

23 BE 2 L
2.3.1. ’g :15mL 2 50mL > PP 44 % -
2.3.2. JgM 13442022 2 0.45 um > Nylon # -
233, FE¥:50~100mL  ibd
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24, #EH2 DU
24.1.50 mM 2-# 2L F 7 FRA R
P~ 2-R A7 B 0.075 g 10 7 R fAiE & 10 mL - fo* P&
A Bk Y o
2.42.0.125M #pEA R
EPAA 104 mL > 43 3 -k i€ 2 1000 mL -
243.08M & ¥ it4p3 R
HPEF 4 16g0 13 3F KB fER L 500mL
244.01M Bifitd = 45 0% ¢
FBmifcd -4 174g> M2 33 R 2R & 1000 mL -

25 #EApin 2 el
251 BEApnik AL T fg o
252, #4075 7% B 1 20 mM fiS e 4% ik -
ﬁ;gxﬁﬁﬁ;@_ogg g3 AS KA fE€ = 1000 mL> 12 0.45 um
TSR PR B TR EARATR B o

2.6. P FAREA R 2 fR
B~ AOZ-ds 2 AMOZ-ds £ 51 5 mg 2 I =% p 304E8 5. g
fLe o A w0 YRR fES 2 F 2 50 mL o 1F G N IRERE R
BRI 20CEFFH Y o @ % pFo o BB B P IEERRRS
6007 BRAFEL 100 ng/mL o 17 5 P 304RE 3 % > 8 k3020
FEER S

27 RBB Rl
Bodpd 4t 5 AOZ~AMOZ~SC 2 AH & § 5mg 2 ¥ @ * L
B MREAL A A BT JRR RS F 250 mL o 7 G R
R W 20CREHE Y o @ B AU REER RS
009 EAFE D 100 ng/mL o (%50 &R RR 0 @ %3020
prTE A F o TR B B0 AR RUR 0 1L 50%7 ARG % AR
3 0.2~10.0ng/mL > ¥ 5 %% % o

2.8 rd M HRER R AE
2.8.1. jFa v
e FRRZEEZRE ImL> » B E 508 g P o
deor BRIRAEEA SOl #E 15 A4 E 4 0.125M B
faid i 10 mL 2 50 mM 2-80 &L ¥ 7 f£i3 7% 0.4 mL > R
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2.8.2.

R

15 458 » 2 37°C ki 12 80 rpm -k T IR F > @k 5 i 16
P o

P

P 281 Sgjmd iR 2 FARFRR O AT R 0 A
fer 0.1 MPipd = 4973% 1 mL 2 0.8 M4 § 4307 1
mL > % ERE 1541 > 1108 M § it43%% 0125 M
M RAEPH B2 73+0.20 13 43 -kiF ik pH R 2R
2R e Hjr i Rae g o £ E S ok FHA
# 20mL e & Wj4e » & 1440 05g % ¢ i 2 fig 12 mL > >R
&1 448> 3500 rpm 3w 5 A48 P~2 fee fink 1 15mL
Yoo F o3 A0C I FE FoREC AT e~ 50%7 Wi 1
mL > MGRR E BRFFE LA Imbl R g5
3 142 3000 rpm Fes 5 A 480 BT OB R A5 0.22 pm R B R
fo » iEfTA (VR BR R o

2.9. ’Fﬁw’f B %—I\l

2.9.1.

2.9.2.

g e

Mt M o UBFIBE G > PR 2 g MR

Bovagea d d O ge o0 N IRE A SO L B R 15 A4k o

LA r 0125M B ELZ % 10mL 2 50 mM 2-/0 4L ¥ 7 FEi3 %

04mL> *GRR & 15§18 3> 37°C-kip 12 80 rpm -k T 3= iF -

Wk F s 16 ] P e

1§ SC <3 1 ppb PF o >t e B30 18 3 4o ik
oo B iRl o ST 0 Bk
K2 g MR BNHCE Y o b r S0%T AR R
10 mL » *g k= & 30 45 > 3+ 3500 rpm & 5 4 48 > P~
PR R B T5% fRA% 10mL~ T B 10mL 2 2
ok S mL E£4F PR 3R o B b 2 P IR
Bipie S0pL #3815 A4 ikt imd - hFe i
F R o

3B

291 &ghmA VK 2R AP R e 0.1 M

Fed - 493 ImL % 08M & § 403 % I mL» >R &

154)i6>1 08M & ¥ 1“4 3% % 0.125M B pki3 % 3 & pH

B3 73+£02 385 ke pH Rl k2 T4 0 Tk



e ’#"ié%’ﬁt%'wﬂ%—*é 20 mL - %
15 #yt¢ » »> 3500 rpm & 5 &4 0 o f R R
%ﬁlu? ¢z ik o0 B ok 3 mL fi_Z'}E—H*E"" X o £
Firodr F 4 05gE e e fi 12mL - H k282

2.10. & M2 HiF:

g B ,,Qﬁj‘ e Y > R 29 N HKKR T

FRTAEEREERAp AT BT HA AT A’I&%Eﬂ Ak v

B g R SO 6 A L R ke &

R AT AR

AR T B TR A iR E R

BEAAR CAREBRMUSS A5V HIRE T HBE

BB R BT AT e

#FoAponiE ¢ 0.2 mL/min o

P 7 E 40l o

B4 HCsY D R E AL 1 35 (positive ion electrospray

ionization, ESI") ©

L g % /& (Capillary voltage) : 2.8 kV -

E}'ﬁ.—? /78 B (Ion source temperature) : 120°C o

AR B (Desolvatlon temperature) : 350°C -

N,i BlHcs ¢ 5 £ & & P (multiple reaction monitoring,
MRM) - 33 ¥ ~ 2448 7 /B (cone voltage) & i &
it & (collision energy)4-™ %

LT ¥ AT AN E

*EFMz)> F s+ (mz) B (V) (eV)
209 >192

SC 209 > 166 25 12
209 > 134
236> 134

AOZ 236> 104 25 15
236 > 149
249 > 104

AH 249 > 134 25 20
249> 178

5 i
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335>291

AMOZ 335>262 25 15
335> 128

AOZ-d, 240 > 134 25 15

AMOZ-d;s 340> 296 25 15

e+ SC 2 miz192> A0Z 2 m/z134> AH 2 m/z104 >
AMOZ & m/z291 -
pERARE D SC~ AOZ 2 AH 38 * AOZ-ds ; AMOZ #*
AMOZ-ds -

211, Fwskz 7 Rl
ﬁr Bk 2 A Lﬂﬁm&*4mm’ﬁﬁu e AR A 17
g%gﬂﬁﬁhxﬁ’$%2JO%WLI%P¢WQW%VﬁﬁW
gUEA R R TR L FYEE R S EF BRI A
Was s T gua s X kT AR E N L LA
i (N2 72 (ppb)
CxV

Y Al ek RBHF 2. 2 & (ppb) = M

C:d BERKTHRY & A Arked 83 2 kA& (ng/mL)
ViRt 2% 2 A (ml)
M: #4572 £ E(g)

2R B R Y 2 mAT {2 % G A A F(<100%) -

?gﬁﬁ[ﬁﬁr’fi
AR $H3 % 5 (%) 3 4 B (%)
> 50 +20
> 20~50 +25
> 10~20 +30
<10 + 50
L ST SRR R LT R T



