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

L™ o Mpsk= 2l 03 4ok ASY A vkl S 2
o

2. WSk R D HRRGATA Y2 TB1S 0 rRAR R 4T B BT 3 R (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS)
AR S-SRIV

2.1. %3 ¢

211, RAp kv e B A TR
2.1.1.1. 33 % 4+ it (electrospray ionization, ESI) °
2112, BH5g - Inertsil® ODS-3 » 5 um > p 7= 2.1 mm x 15 ¢cm >

o A
2.1.2. 3= #(Homogenizer) -
2.1.3. kg (Water bath) @ &t B RKERE L 4+ 1'CUp » 2 7RI
;}ﬁ,’f F °

2.1.4. #.< #(Centrifuge) : #:# ¥ iE 3500 rpm 1} iﬂ‘ °

2.1.5. xR & F(Vortex mixer) °

2.1.6. pH iB| Z_k (pH meter) °

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

2 BE TR L e fai 1o BOR RAR AT 2o A Y
¥ FZ(2-nitrobenzaldehyde) ~ ik & = 49 ~ F i“ 40 ~ 3 3
a s BRAZ BRBERTY FER R
5-methylmorpholino-3-amino-2-oxazolidinone (AMOZ) >
3-amino-2-oxazolidinone (AOZ) -~ 1-aminohydantoin
hydrochloride (AH-HCI) % semicarbazide hydrochloride
(SC-HCD ## e * R % & § AOZ F =% P %1k &
(AOZ-ds) ~ AMOZ IF =% p 304 2% 2. (AMOZ-ds) -

23, BEZ 454

23.1. s g 15mL 2 50mL » PP #4 7 ©

232, g 13472 0.22 2 0.45 pm > Nylon 1 & -

233, Z&£%L :50~100mL > &6 o
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24, @@z ad
24.1.50mM 2-# AL F 7 BEIA R
HB2- A F P EE0.075 g0 117 BB f2% & 10 mL o TR BF
SRR S CLIE A
2.4.2.0.125M B peiz i
EP L 104 mL > e Hr3 ok 2 1000 mL ©
2.43.0.8M & ¥ 450
PG 5 -4 16g> 3 3 -kB 2R 2 500 mL -
244.0.IM BfeE - 50
FLB-pifid - 4 174 g> 113 35 ki3 f27 & 1000 mL -

25 #Egpp i gl
251 BEApinik AL fg o
2.52. # #4075 % B 1 20mM fif plAep R -
TP AL 4%0.39 g0 14 2 g ki3 f3 1 & 1000 mL> 2 0.45 pm
B 0 R BT B AR AR B o

2.6, P FARER 2 fe g
B AOZ-d; 2 AMOZ-ds & 9 5 mg 2. =% p 30L& 5 78
FR o A BT BRI R F 1 S0 mLo iF s R N R
W20CHRRFF AT o ¥ PF A BB B IREE RIRR S
i " AR 100 ng/mL o i 5 IR IR R 0 20-207C
KPTF R * o

2.7. &R R
A 55 AOZ~AMOZ ~SC 3 AH % ¥ S5mg 2 $tpe * £
S M RERLE S A B FRA MRS 25 1 50 mLo T RER
o 20CERRTF R o 4R RRFERIRRE
(6009 AT 100 ng/mL > (7 58 &R R iR 0 40-20°CHF %
PEER Y o R PP R SRR R 0 0 50% T ARG R AR
I 0.2~10.0 ng/mL » 1% 5 %82 7% o

2.8, fprA v RER R AW
2.8.1. #7241
HEEP2 P ERZIHEERRE ImL AW Egpa gy
deon NFRAEEAE S0 UL % 15 A4 o £ 4~ 0.125M H
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faia % 10mL 2 50mM 2-# 2L F 2 fEi3 7% 0.4 mL> > fém
15 Fyts > » 37°C-kig 2 80 rpm -k TR F > @k & Jis 16 -
pE o

2.82. %P
B 281 g hmA i F 2 AHRERR LT R A
SAPS OIME}rkf@.i— A% 1 mL 2 0.8M & % 427 1
mL > ,Mrg,,b 15516 > 102 0.8M & ¥ it 4037 2 0.125M B
FRZRAFEPH B3 7.3+£02> 13 3+ }»‘f;“/m pH P ik 2.
TR IR ERI R o E LI RAFEMH S
20mL o & %]4e » & “40 05g %2 ¢ o fig 12mL > kiR &
1~ 4 > > 3500 rpm 3 5 & 45> BrC fe fin Kk 3 15 mL
oo g o 3 A0C U F F RFC 0 AT Ao~ 50%7 FRIA R
mL > ,u*{igfg;ﬂ@ g%gf;%;ﬁ; v Bdexp ez Ilml B A5
3 %04 3000 rpm B 5 A 450 BT R R S 0.22 um B e
fo 0 i TEfTA VARERA R o

29. #ir2AY
29.1. w4 iv .
Mete R imr o UISTRBET G RN 2 g0 MR
B ,\,?a(),ﬁ;\p\ AL MR % S0ul > B 15 44 o
4er 0.125M BAA R 10 mL 2 50mM 2-8 5 % 7 BEA R
0.4 mL> > FiR & 15 5 t5 » 3 37°C ki 2 80 rpm -k T 3= 3
¥k F 16 /] pF oo
G0tk 4 SC At 1 ppb BF 0 3t e MR (8 H e ik
Fro Ak L MRy WIBFHEBTL o R
H2 g HRAT - B E Y o b 50%T R R
10 mL > *F R £ 30 ) > > 3500 rpm &t~ 5 4 46 0 B
LBk kB T75%7 FR% % 10mL~ P fE 10mL 2 2
B3k 5 mL £4F ¢ it ,-)g'-,,bﬁ;,% Bk e de ~ O RRAE
WioaZ50ul FE 15 448 m’ﬁg'lliFffﬁT*lL%},%zg-ﬁ
F R e
292, =B
201 84 i F R AT 08 4o 0.1IM B
fad 473 1mL 2 08M & ¥ 4377 | mL- kR &
15 #5%5 > 2 0.8M & § 1 4037k 2 0.125M B &% % 3 % pH
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2.10.
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B2 73+£02 3 45 ke pH R LR TR > Tk
%ﬁiﬁ%wﬁﬂ’#ué@+yaﬁWf;2mm,{ﬁ
BE 1S Fyi -3 3500 rpm & 5 A4 b ER 4
N? ¢ L"L&##"jé%ﬁ'* k3 mLﬁK’f-—p-B"" o &b
Ao e 1 05g% e e fig 12mL > Kk 282 &
TP TR

£z #iF
HAE PR R G20 R > 229 8AWKR L
FRTAFEEERAP AT BT HA T %%ﬁﬂ'f{!}v#vé i
Brg g IR S R Y B LA Ak CHH
ER o AW iTHRER
/ﬁw%+%€%éﬁ%9¢%ﬁ 2_E
BEARIAR CARE BRILS55:145(vIV)Z W HIR EITR B
iﬁﬁﬁ‘}%‘\h ’ IE-F"”\’}'? °
#Fd4p ik 0.2 mL/min -
Pt A T E 140l o
B LR TR 1Y I 35 (positive ion electrospray
ionization, EST") ©
* ' T B (Capillary voltage) : 2.8 kV -
%’ﬁ-—? 7% & (Ion source temperature) : 120°C -
% B4R B (Desolvation temperature) © 350°C o

'ET BIHCSY 1 % £ F & 4P| (multiple reaction monitoring,
MRM) - 3+ ¥+ ~ & $48 7 /& (cone voltage) &2
2 #iné E (colhslon energy)4c ™ %
) =+ 4 EHRATR  HEELE
AT o s
B o (m/Z) >+ B+ (m/z) V) (eV)
209 > 192
SC 209 > 166 25 12
209 > 134
236> 134
AOZ 236> 104 25 15
236 > 149
AH 249 > 104 25 20
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249 > 134
249> 178
335> 291
AMOZ 335>262 25 15
335> 128
AOZ-dy4 240> 134 25 15
AMOZ-ds 340 > 296 25 15

T+ SC 5 miz192 A0OZ 5 m/z 134> AH 5 m/z 104 »
AMOZ % m/z 291 -
pERAEE 2 D SC ~ AOZ 2 AH 58 * AOZ-ds ;s AMOZ # *

AMOZ-ds -

PRI RAER AT A E R > T RATR Y 2 KRB 0 K T & 2R
RE o

211, FWRE%E 7 2Rl

ﬁr%%ﬁ&&ﬁ wﬁ$$ﬁ§4mm’¢Wﬁ%ﬁw%ﬁ
BEE AT R 0 SR 2.10 SR TE a7 A 4T %%ﬁ/fé
gpmA CRER R E R L FTREE LR R AP
s R T Emlz > X R T AR N RO L et
7 8 2 7 (ppb)

CxV

A Y LA feken N2 7 E (ppb) = M

C:d fesmREHRRY & ek 534 2k & (ng/mL)
V:ite®E S TF 2 MHF(mL)
M: Btz € (g

AR R AEd 2 & 2 % G fa e @ {#(<100%) -
5@??@-{1\?7 :
AP % B (%) % 7 # F(%)
> 50 + 20
> 20~ 50 + 25
> 10~20 + 30
=10 + 50
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l. Foctaim2 F Y Arkemapdode * 22 H (N SBHd 2 45 0p)
373 B M 4 & R (minimum required performance limit,
MRPL)> >~ #4996 E 3" 26 P %% 8 F % 0960402011
L4

2. a5 FRBRFLSSFZSFFTE Bp T8



