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

Metabolites
ENEF I ESTE S SR E AT SR BN N ¥
g % 4+ ¢ 3-amino-5-methylmorpholino-2-oxazolidinone
57 A Fhrkvm (N B 2 RSk o
2. B E HRMERE S FTADL S ZBR M R K ATE B
B ## & (liquid chromatograph/tandem mass spectrometer,
LC-MS/MS) & 472 3 % o
21 %% ¢
211 Ripkire BEE S TR
2.1.1.1. 3=k ¢ % JF 4+ i (electrospray ionization, ESI) o
2112 %k+47¢ : CORTECSCI18:2.7um:> p £2.1mmx10cm > &
fF % 5 o
2.1.2. =7 #(Homogenizer) -
2.1.3. -k T 3= F 1508 -k s (Horizontal shaking bath) @ *t3 p # 8 &
BE o BAEEICHUp o
2.1.4. #r 48 (Centrifuge) © ¥ 22600 xgrs + 5 o
2.1.5. >R £ F(Vortex mixer)
2.1.6. fadk & P Tk (pH meter) -
2.1.7. ¥ § %5 ¥ (Nitrogen evaporator)

22. FRE IV S o e figk I e RIDERY AR KT - 7 AT
(dimethylsulfoxide, DMSO) ~ 2- o & % 7 fF (2-
nitrobenzaldehyde) ~ #ips & = 47 (KoHPOy) ~ % 140 ~ 4 §
g FERLACE BERIOR Y BE M 3 k(e et
25°C+ # 18 MQ-cm 2 }) ; 3-amino-5-methylmorpholino-2-
oxazolidinone (AMOZ) ~ 3-amino-2-oxazolidinone (AOZ) -
1-aminohydantoin  hydrochloride  (AH-HCI) -~  3,5-
dinitrosalicylic acid hydrazide (DNSAH) % semicarbazide
hydrochloride (SC-HCI) # & * & #®& &% ; 3-amino-2-
oxazolidinone-d4 (AOZ-d,) ~ 3-amino-5-methylmorpholino-2-
oxazolidinone-ds (AMOZ-ds) - 1-aminohydantoin-3C; (AH-



13C,) ~ 3,5-dinitrosalicylic acid hydrazide-°N, (DNSAH-°N,)
% semicarbazide-*C*®N, hydrochloride (SC-*C™®N, HCI)
fdy LY - SR
23. BEZ #HfLC
231 Z~g 2 15mL% 50 mL > PP o
232. F&£¥:50mL - %3 o
2.3.3. F4p % B~® (Solid phase extraction cartridge) : Mega Bond Elut
Plexa > 500 mg > 6 mL > & fr & & o
2.34. Jp% 1 34j20.22 um > PVDF41 -
2.4, FEHZz. AW
2.4.1.50 MM 2-# &L F 7 BEIA R C
FB-2-p0 L ¥ 7 {0.0759 0 12 7 fRAfER 2 10mL s B 3R HY
Yoot ER R e
2.4.2.0.125 M B 2% % -
B-ApL104mL o kA4 » 4 33 oR500mLY o o 4ed B kR
= 1000 mL -
243.08 M 3 it 450k
FP~4 3 1440160 13 3+ KB R 2500 mL -
244 .01 Mgipaa = 4973 7% ©
HPmipad - 017490 3 3+ k05 i3 = 1000 mL -
2.4.5.20% 7 figi3 % -
B2 AE20mL v 4c2 g+ -k 2100 mL -
2.4.6.30%% f%i% % :
B2 A30mL v 4c2 g3 ki 2100 mL o
25 HEappiel AW
25.1. #d4pBRA
FP-pEFede0.39 g 0 2 3T k3 3 21000 mL v 5 B
Ja 0 Bl RS EARIA RA
25.2. ##4pia kB 7 fg o
26. pFREER R 2 pe il
P~4p § **AOZ-ds» AMOZ-ds ~ AH-"C3 ~ DNSAH-"*N, 2 SC-"*C*N,
£5mgz b ik R R R A BT BRI R D T
FAIS0mML > iFL pIRIRE R > AR ERETT o TR R E
&P RN R & 0 00T ER AR 2100 ng/ML > i TE R R



iR e
2.7, A k2 ped]
Bdp g > 5 AOZ ~ AMOZ ~ SC2 AH % 5 mg2 % g * &% &%
AR AR Y RRET T 250 mL s TSR RR 4
ok Ry o P-DNSAHH R * R 5 95 mg > Faf € 4+
DMSO2mLi3 % » £ 27 f 2 % 250mL » 17 5 4% 5% R - 40k
FhpTi: o TRt R R LEFRRRE LT BRI 100
ng/mL > iF 5 &% 37% o
28 ez AW
2.8.1. Kfzz ji=a i .
Bevep 2N BRI e 38R B N200 AL T MR
2B BR 2R R g B 290 MR R
wER 5 > 1‘%4‘:’“% B2mbL > 50 mLge g ¢ ()5 4o 0 PR
R 250 UL > #5154 48 o L 40 » 0.125 M f& 73 ;% 10 mL
250mM 2-p AL ¥ 7 g5 i 0.4mL > SR £ 164 » *37°Ck
i 280 rpm-k T 3R T 0 wEk F R 16 P o
FLLF VR 2 N RRHe J1SC A 0.5 ppbpF o BT H RE PR 18 3 4
e a s AL Bl 0 B N29 0 R
f_ 0 B50mLaEs F ¢ o 4o ~50%7 fiEi iR 10 mL o Y
iffR £30F) » 112600 xQ#r.<54 48 0 b FiR 0 AKS R
% B 1 75%" f3iael0mLs P fEl0mLE 4 33 ok5mLE
ARG IR o B R 0 ARBRP Ae  NFRR A % 50
UL > # B 154 4 > 28L& 74 it HFE(TF i
2.8.2. Z Bz x i
2.8.2.1. FUp v MBS RAEE BT
-2.8.1. é‘f"‘j{./{ﬂ"‘ “E R L 2R 4 > 0.1 Mz
Fid - 493 1mL2 0.8M4 § 43 rlmbL > *UFR £15
)0 1108 Mz 3 40377 20125 MBER s R A FpHE D
7.3+0.2 3 g5k 7 TR ROR] LR TR RRE A
Rgre Fd o 13 3 ks A I20mL - MUER £15
0 112600 xgaw 54 48 0 B FR 0 P £ 03 S
K3MLEAFF B - o B @ R 4o r & L4005 02 ¢
fee fnl2ml > R R & 14 48 > 112600 xgd <54 48 > B~}
Bik(e pee fak)x 15 mLgrw § > »040°C-Kig # 1§ § ik



‘fﬁ_L ﬁ' L ) X ?5]["" v »20%° ﬁ?/p #1mL > ZF\(I%J’/W v ‘F’ )LF ’
FAerdezimb R &353 > 112600 xgds54 48 > BT
B SR R -

2.8.2.2. 34+ ¢

P28l pmd v F 2 R A 4rE 28 0 4o 0.1 Maik
fed - 473 21mL2 0.8ME § 40 3% 1mL > % kR £ 15
#0108 Mz ¥ 1“1 40372240125 MARZ R A KPHE L
7.3+02 > 3 g3k <7 FiEfadk BPl TR TR KRR E
Rpsge o g rid ok F%?‘fﬂ?ﬁ?f 20mL - iR £15
#5 > 112600 xgaf =54 45 >];c§: g R £ 2 B
K3MLEAF EBo— = o &8 R o L~ TR T BREmL
2333 kS mLERZ FApEE® > Hondip o U3 3
+-k3 mL% 30%7 A5 3 mLitie - Rk AR o BHEE
Bwm B i 0 0T EE6 mLv 4k o e B R 0 3140°C
RigY UFF ‘Jézﬂ”ﬁi Wlgz > 2% F 5 1120%7 fga %1l mLia
f2 0 SpiriBig 0 TR -

29. &Mz e

Bev o A 4o~ 2% 10~100 PLZE P SRR %50
UL > %28 & B W EARPR > T RTAEERERApA T
B 47 o b A ok S A ik )RR S L
At B2 B A heked SRR 0 4 B L IF1~10 ng/mL ik
B o
/Ifi’*ﬁ]é]*frg %?&F‘E/’J\’H/? F_pE )
R 47§ : CORTECSC18 > 2.7 pm > p j£2.1 mmx 10 cm o
FHEARAR CAREBR T AEEEFHRE A

& B (min) A (%) B (%)
0.0 — 1.0 80 — 80 20 — 20
1.0 — 9.0 80 — 0 20 — 100
9.0 - 12.0 00 100 — 100
12.0 — 13.0 0 — 80 100 — 20
13.0 — 17.0 80 — 80 20 — 20

# # Aot ¢ 0.3 mL/min o
A~ g 120 pL o
-+ #5 JE % & (lon spray voltage) :



I #F 74T v (ESIM)4E * 55KV -
Boaps 7 R4S i (ESI)4% * 4.5kV -
4o # ¢ 8 & (Turbo heater temperature) : 550°C -
7% 1 % % (Nebulizer gas, GS1) : 30 psi °
#if B4 4o £ 5 48 (Heated gas, GS2) @ 55 psi ©
F J # %8 (Curtain gas) : 20 psi °
Fidg # %8 (Collision gas) : High -
R EcsY 0 2 £ & & 18 Rl (multiple reaction monitoring, MRM) -
plaES ¥ 2 B A% 7 R (declustering potential) £ zii.
4 it £ (collision energy)4-™ £ :
A 2 EA&E ORRE

,, L :

A4 o TOETMD)> TR i
Ay d+miz) (V) (V)

200 > 192* o 16

sC ESI* 209 > 166 15

209 > 134 16

236 > 134* 17

AOZ ESI* 236 > 104 60 30

236 > 149 20

249 > 134* 18

AH ESI* 249 > 104 80 30

249 > 178 21

335 > 128* 30

AMOZ ESI* 335 > 262 60 16
335 > 291 23

374 > 182 -28

DNSAH ESI 374 > 226 70 -28
374 > 183 -28

SC-13CN, (1.5.)  ESI* 212 > 168 65 15
AOZ-d; (1S)  ESI* 240 > 134 60 18
AH-8C5(1.S)  ESI* 252 > 134 80 20
AMOZ-ds (1.S.)  ESI* 340 > 296 60 17
DNSAH-15N, (1.S) ESI 376 > 183 70 -36

TEEYSH TS HE AT RE RG22 -

%5F » 8%



s 5 o
o PIMPITIER A AP T R Y ZRF R TPE LE2
B EIEE o
2.10. #FWREHRE 7 2Rl T
HAEPRIRE RERBIRE20UL > & BE kg k47 P BT
g@ﬁﬁiﬂ’@29%ﬁﬁh@ﬁ&ﬁw%ﬁ%?ﬁﬁ%%MN&%@
A2 FGERNZE S EF R Ap S R Ogm
BT IR SRR LA Arkm 2 7 £ (ppb) -
CxV
M
C:d ERFFHR LA &eked 234 2 kB (ng/mL)
VB s TF 2 M (ML)
M: 24247t £ 2 (g8 mL)
HOHATER D TR HE LRI HL LGS A5
18(< 100%) © % 3F # Fl4c T

WA A ph ek S 2 3 B (ppb) =

10 $HAET 5 B (%) ¥ 3 i (%)
> 50 + 20
>20~50 + 25
>10~20 + 30
<10 + 50
rr il A% 22 2 &' AMOZ ~ AOZ ~ AH ~ DNSAHZ% SC
355 0.5 ppb -

2. K 3 R ERBREFLP TR Bp (T4 0

P HMFLEY A RFTAFE L6 2LSCr ¥ H A& K yp
TGS R R A R

4, R Frkem i & e 2 iﬁf‘@ﬁ?’SC"f TR BR Y AT R
W8 52 4c 1 3 2 Aazodicarbonamide>t @] 13 X %i@ﬁir‘ > 7
g AISCom it IR R X 0 AR
vorg A2 HESCe

T2 ;]§L :
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5 K A7 Wl

452
1.5e4 2
m/= 249 > 134
1.0e4 AH
il
0.0 10 20 30 40 50 60 70 80 50 100 110 120 130 140 150 16.0
480
7.184 m/= 236 > 134
AOZ
00 10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160
192
3104 m/= 209 >192
SC
0o 10 20 30 40 50 60 70 80 90 W00 1Mo 120 180 140 150 180
588
8.3e4 m/= 335 > 128
AMOZ
0.0 10 20 30 40 50 80 70 80 50 00 110 120 130 140 150 160
1
5085 m/=374 > 182
DNSAH
0.0 10 20 30 40 50 80 70 80 90 00 110 120 130 140 180 160 17
452
1724 m/= 252 > 134
1,oe4j [\AH.HQ
0.0 10 20 30 40 50 60 70 80 30 180 110 130 130 140 150 160
4.6
5.0ed m/= 240 > 134
AOZ-d,
00 10 20 30 40 50 60 70 80 g0 100 110 120 13D 140 150 160
491
2004 m/= 212 > 168
/\SC-ISCISNZ
0.0 10 20 30 40 50 60 70 8.0 90 100 1Mo 120 130 140 150 16.0
585
\0e5 m/= 340 > 296
: AMOZ-ds
0.0M ‘ . ‘ . ‘ . : . ‘ : : : : : : ‘
0.0 10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160
711
5005 1s m/= 376 > 183
DNSAH-I5N,
0.0 10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160 17

Time (min)

B~ M LC-MS/MS~ 7538 &l Fh ek vy 1 i b o2 H e 2% P 304
% 2.2 MRM B 3%



