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Method of Test for Veterinary Drug Residues in Foods-
Test of Nitrofuran Metabolites

HEEN Y KRS TR AR F RS EA T GRS
o

2. WPk R CRMEITA YR B R p R AT P BB R R (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS)
A S I

2.1. %% ¢

2.1.1. JeAp B 47 @ m R A T Rk
2.1.1.1. 3=+ = JF 4 1 (electrospray ionization, ESI) o
2.1.1.2. %45 % : Inertsil® ODS-3 > Spum » P /& 2.1 mm % 15 cm

B g o
2.1.2. = #(Homogenizer) ©
2.1.3. -ki#(Water bath) : it 4% K88 £ 4+1C P » 2 ¥ kTR
fﬂ °

2.1.4. 3. 8 (Centrifuge) @ # i 2600 x g 12} 'ﬁ o

2.1.5. *g kR & F(Vortex mixer) °

2.1.6. pH Bl Z_ik (pH meter) °

2.1.7. % # 7% % % (Nitrogen evaporator) °

2. HE IV LR fnk e IR pAp ks 2R A Y
? Az (2-nitrobenzaldehyde) ~ Fifica = 47 ~ % 4 ~ 4 ¥
AN AR BALIOR Y EE R 4 T KO T
»25C v # 18 MQ o+ cm 4 b o)
5-methylmorpholino-3-amino-2-oxazolidinone (AMOZ) -~
3-amino-2-oxazolidinone (AOZ) -~ Il-aminohydantoin
hydrochloride (AH-HCI) % semicarbazide hydrochloride
(SC-HC) #f e * £ % & 5 AOZ F =% N 304§ &
(AOZ-dy) ~ AMOZ I =% p 374 2% 2 (AMOZ-ds) -

23, BEZ L
23.1. e~ F 1 15mL 2 S0mL > PP # -
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2.3.2. Jg® 1 3472022 um > Nylon # & o
233, ZE¥:50mL 2 100mL > 484 o

2.4, A2 AW
2.4.1.50 mM 2-8 L ¥ B R
FB-2-F A F O E0.075g> 117 AR fER & 10 mL - f* pF
A ERS ALY
2.4.2.0.125M Bz %
Az 104 mL 0 4vd g3 -k # & 1000 mL o
243.0.8M & ¥ “ 43 07% ¢
FPEF V40 16g 113 33 KB R £ 500 mL -
2.4.4.0IM BfLE = 490307 ¢
,ﬁg;gxg;fr;g Z 4 174g> 13 g3 KA fER = 1000 mL -

25. BEpnien
251 b ApiniR ALV BR e
252. #0400 % B 1 20 mM fi¥ 43 %
B F4£ 039 g0 114 B ki3 fE € A 1000 mL o S5m0
Wig > Prp TS E AR R B

2.6. P FAREA R 2 fe i
B~ AOZ-dy 2 AMOZ-ds £ % 5 mg 2_ [ =% p 308 52 4 ry
B BT AR 2 F L 50 mLo FL P IEER R
W 20°CH R RT T o Tt BF o A NP B R R RRR &
1T EEAFR D 100 ng/mL o B TE R IRHR AR R

2.7, MR 2 Fe
A 35 AOZ~AMOZ ~SC 2 AH % %) Smg 2 ¥+pe * £
S HAEAL T A WY BRI MRS 25 1 50 mLo TR R
o 20CHRET T o Rt o A BB ERERRIRE L
P AL 100 ng/mL > (FRREHEERR LR ERE
R Rk > 0 50%7 FRp R AFR L 02~10.0 ng/mL » i 7R 28

o
HIR e

-

2.8, A iR BRI 2 Aol
2.8.1. 74 v
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HREP D RFERZEEAZL I mL & %% 50 mL 3
/Q’FVI a%\:)\p\“Kﬁ—},P,lg 50 ulL - #3515 LAs o B oA~
0.125M Bz 7% 10 mL 2 50 mM 2-# A ¥ 7 g3 % 04
mL > SR & 15§58 > » 37°C-kig 2 80 rpm -k T 3R o
#kF L 16 ] -

2.82. X B

B 28 L&A YR 2 AR AT R A E
fer 0.IM Bife & = 473 % 1 mL 2 0.8M & é?:fq?«{;’ 1

PRRRE 15§ M 0.8M & F 4RO i i
;fg ;,z% AR PH B 7302 14 47 kit pH /EJ k2 T
ok E xR E Y L U3 @I RAFHAE T 20mL -
ArElden g b4 05g % L e fig 12mLo SRR £ 1 A4
122600 x g #rew 5 Akl o Peo i gk L 15 mL At F oo
¥ 40°C 1§ %vm"a ARG e r 50%7 Rz R 1 mL o SR
REBE R A r ez ImL R 318 112600 xg 3 5
Ads o BT R R ‘s+;/,§ﬁiﬁ;‘/,§1%§ B TERR A AR R

29. iRz AW
29.1. w4 v
-4 58 ‘m*?;k’l%‘r,g, B2 g H AR FERE T 0 B0 50 mL o
F s g NIRRT SO UL R 15 A4 o F o
0.125M #azA% 10 mL 2 50 mM 2-# A ¥ °? A5i3 7% 0.4
mL > %ER & 15§58 > > 37°C-kip 2 80 rpm -k T 3R F -
SRR R 16 ] P o
L F e d SC <2t 1 ppb FF o e WIS 18 H S ik
B L RS B 2 g HAEH
,i, B0 50mL g F ¢ 0 e~ 50%° 53R 10 mL o
SRR E 3045 0 2600 x g Eres 504 0 Bk L
B4 75%" fEAG% 10mL -~ T % 10mL % 2 33 K 5
mL EA4F RSB o AL R 0 AR e s IR
Wi 50 uL > # 8 15 ~ 48 > & 2.9.1.5 /74 1+ ¥ 3
TR o
292, %P
P20l 5mmA i F 2k A e 3R be x 0.IM ER
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fad —4m37% 1lmL 2 0.8M & ¥ “4037% 1l mL> g FiR &

154512 0.8M & § f- 403 0% & 0.125M BELA 7R & pH &
T 73+£02° 13 1431-3' ’]i/}g e pH B L'i-»?’]‘ﬁ—& v SRR EH O~
s g P o L3 B kA AL 20mL - SRR & 15
Fyo 122600 x g s 5 A48 o B iR o L 2
Fok3mLEFFI- Ko AE P FR A I 05g 2
o et fig 12mL > ik 28288 FE BB > HIFRIR o

2.10. %8 sz 47
HFEE P 100 ng/mL R & &% Rz 5~100 uL 2 p 3R4E8 72 7%
50 pL o> Frte>rz @ AP > R 298 WKR 0 T kT A0E
& E—f”ni’*ﬁ% 17 8 BZP?T?HA\*"T ’ IIVL{E-H 25 vk v (N 2B BT 2R
Tl s o fit o B R LA Avkvm R R R 0 A E)
Witk £ &

/IQ*B%#%S%?P&/\%‘?/P ik =
BEARRAR CARE BRI S5:45 (V)2 BIRE o

#Fd4piniE 0 0.2 mL/min o

it~ 8 140 L -

£ o g % & (Capillary voltage) : 2.8 kV o

# 3 7% A& (Ion source temperature) : 120°C o

7% B4R & (Desolvation temperature) : 350°C -

Bop Y ¢ %2 £ F R R (multiple reaction monitoring,
MRM) o I Bl HE S ¥ B 44 7 /B (cone voltage)

#1742 i £ (collision energy)4r™ 4 :

i ol A R mFn
it # SR 3 (miz)> TR g Gl

A F 3+ (m/z) V) (eV)
209 > 192*

SC 209 > 166 25 12 AOZ-d,
209 > 134
236 > 134*

AOZ 236> 104 25 15 AOZ-d,
236 > 149

AH 249 > 104* 25 20 AOZ-d,
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249 > 134
249> 178

335>291*
AMOZ 335> 1262 25 15 AMOZ-d;s
335>128

AOZ-d, 240> 134 25 15

AMOZ-d;s 340> 296 25 15

*E E A ¢
o P AEPIEIEE AT A GERE 0 T RATR Y 2 RE > KT & 2R
T AL o
211, #wlRs% 2 5 Rl
AL RE 74 *ﬂ"?’:/\:’ iR & A0 pL o A BlE O~ R *Eé] 17
PESE AT RY 0 ik 2.10.8 0 F (T AT fﬂ‘ﬁni’ L g
CERERRTEAE 2 FTRERTZ LR R R g
55 B () W2 FRTAZEE N RIS L p A ek ()
27 £(ppb) :
WAL & ek S 2§ R (ppb) =

C:d BREBERKREFHK R 2 A Ardva (X3 2k B (ng/mL)
ViR B (S 2 F 2 M H (mL)
M: A4tz £ (9

EARHAES SRR WS HE RS H 2 G
A 17 (<100%) o B 37 & Fl4oT

9 5 A (%) B g B

> 50 + 20

> 20~50 + 25

> 10~20 + 30

= 10 +50

L

Lﬁﬁq%ﬁﬁﬁﬁgﬁﬂ@ﬁﬁfﬁwﬁ*&Mﬁiii
(minimum required performance limit, MRPL) < PR

FrclafEt 906 £3 7 26 FF 9 F % 0960402011 gLh o
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