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Method of Test for Veterinary Drug Residues in Aquatic Products -Multiresidue
Analysis of Nitroimidazoles and their Metabolites
Log* dofF : Aes > 24 * *0-KA &7 camnidazole ¥ 978 7l At ek g 2 H
X 2544 (W:E 942 sk o
2. % E CRMEFIEL O R AP BT ¥ K (liquid
chromatograph/tandem mass spectrometer, LC-MS/MS) 4" 7

NN
Z_ T = o

2.1, %3 ¢

2.1.1. AR R 78 BT R
2.1.1.1. 33 R 7 3+ 1 (electrospray ionization, ESI) o
2.1.1.2. %k ’]“r’g : Poroshell 120SB-C18 > 2.7 um > 3.0 mm x 15¢cm » & f
e A
2.1.2. =% #(Homogenizer)
2.1.3. *z kR & F(Vortex mixer) e
2.1.4. =i %= (Shaker) °
2.1.5. 3. 8 (Centrifuge) @ # 5000 xgre * iﬂ’ 0
2.1.6. % 1 & 47 % ¥ (High speed dispersing device) : SPEX SamplePrep
2010 GenoGrinder® > 1000 rpm 2 + > & H s EJriF# i 2 K% -
2.1.7. % § k& 47 # % (Nitrogen evaporator) °
WE L YRR AR TR 27 AL
(dimethylsulfoxide, DMSO) ~ & -k fifit 4% & fif fh4h 3035 * 22 5
Bl 2 B3 ok (R A 25°CT £ 18 MQem i F )
carnidazole % 978 ¥+ e * &1 7. o
23, BEZ L
23.1. g 1 50mL > PPHE -
232. % B¥¢:50mL
233. ¥k&¥g i 1lmL e
2.3.4. jg¥: 3472022 um > PTFEH F -
2.3.5. 14 I 2§ % (Ceramic homogenizer) : Bond Elut QuEChERS P/N 5982-
93127 " I B 5 ©
2.3.6. FBH A L 2 @ oKERfLdE6 g& AEp4 15 g
T RZRPATERRY B LAETEY B LR o
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24, #FH2 W
24.1. ¢ % @ ? ER(95:5, vIV)igik
Bez BT AR INOS5 LS (VIV)F BR 3 e
242, FBRAR
Beo s P ER(95:5, vV AR E T ELI199 T L (VIV) BIR 3 o
2.4.3.20%7 fgiA Rk
Bo? FE40 mL > 4ed B3 k@ 2200 mL -
244. v 3 éf?’ff" e =B R
P~ 2 221000mL > e M 100mL =FR I - FEIR2AR
fg» B ek o
25 #dApnie LW
251 BEApiBaRA
B~ AlmL > 4e 2 33 ki@ 2 1000mL » g B iR 0 Bk B IF
BB ARIBIRA o
252. HBHApi5 B -
PP A2 lmL > e ® fig % 2 1000mL > g i 0 Bk B ITR H
1% B e
26, TR Rzl
B~carnidazole ~ dimetridazole ~ HMMNI - ipronidazole-OH -~ 2-methyl-5-
nitroimidazole - metronidazole -~ metronidazole-OH -~ ronidazole %
tinidazole¥f Be * 1% & & X)5Smg > #F fr T > A B T fRIA fET TR
Z50mL > (FLARE R > L REREES o Rt FERYE LEERR
e BRI pg/ml o & ERER R

27. 2By
Bt MWD E > P N2g AT B%Tég_,\,? Pk BAe r GEIBE
FIREZ R A2 3 33 -K10mL » # % 104 45 ° 4c » 22 %10mL »

SRR 1A 4 0 1R R A AR R Y1000 rpmdk T B 1 e R T 1A
48 0 de P R T ZIR T Bt o P B R | g @
A0 B 21000 tpmdR F & 12 ezl 4R T 1A 48 0 2510°C » 145000 xg
ol s Yok b F oo R A %ﬁﬁ’»i%iﬁlOmL ’ *&1(]'5/'&' g1
&8 > ST IR B o BRI £ B A FTE R Y1000 rpm

JR I R g F 4R 1A A 2010°C 5 125000 X 14 480 e B
o B ik o B R SmL o de o M dp ez 1o iz, %hilOmL
JET 1A b 145000 xgds 1A 4o BT ki 0 e x o e ez
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R 10mL > €45 ¢ i F1= > BT g jR2mL > 40 » DMSO 50 uL™ >
FA0°C-Rip P M F F PRI MEC 0 ARG 4 120% T BRIARIB AT T L
I mL é‘;,_/}%g#—ﬁ//aw » BiTHR
o Ae » IeEDMSOP iR B R E B4 1o ¥ ZBdimetridazole
metronidazolez. Z_& -
28, e E Az @iv:
Begod R 0 A W[ IR R2~250 pl o 27,53 Wik 0 0T
%%ﬁﬁﬁ’ﬁ@TNﬁﬁﬁﬁﬁﬁ%ﬁQ%?ﬁﬁﬁ°?iﬁé%
”ﬁ\ﬁﬁﬁwﬁ%mf’* SR Y C TR A
B % 1¥0.2~25 ng/mLz2_ & &
ﬁﬁ%ﬁgﬁﬁﬁwiﬁmai
& 17 ¢ - Poroshell 120SB-C18 » 2.7 ym > 3.0 mm x 15 cm ©
B 4B B R T 40°C e
FHEARB IR CAREBR M T AIEEEE R AT

P ¥ (min) A (%) B (%)
0—1 95 — 95 5—-5

1 —15 95— 0 5— 100
15— 21 0—0 100 — 100
21 =22 0—95 100 —» 5
22 — 26 95 — 95 S5—5

#FdAp it ¢ 0.3 mL/min °

i~ £ 110 pL o

£ g % & (Capillary voltage) : 3.5kV -

B v o5 L ESIE s oo

3 B R & (Ion source temperature) © 150°C o

7% #4478 & (Desolvation temperature) : 500°C o

B HR4a F 1870 i# (Cone gas flow rate) : 100 L/hr o

% B4 470w i (Desolvation rate) @ 700 L/hr »

WREEsY ¢ 2 £ & & i) (multiple reaction monitoring, MRM) o 14 jp|
S ¥ - B 48 T B (cone voltage) £ i 52 iv £ (collision
energy)¥erfit & o
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HREPHRE REHZ R L10 uL > A Wi~ e 4p & 7 8 25 3 &
P R28.E IR BT A AT )J'}’Fﬁli”’k’*ﬁ?—ﬁ/pni’ TR 2 R
P4 ’é‘}; }T%Iﬁ /F #B ‘J‘é}g"—:‘- 1&))2 ~)g“;’—,lj s_:]l, ®F ;IJ"J— IR '\ ‘f\ a}:ﬁrﬁgt‘
A dhekek 2 B2 2 E (ppm) -

WA LA Akl 2 H RS 2 7 E (ppm) = faxx\;
C:d ’Fﬁ REEFHRY LA Ak 2 H (N8 2k R (ug/mL)
ViEsfeiz —rB"/p/xi”Wf (20 mL)
M : g A I £ £ (0
ik

FEE SRV ER LT ST e S S Y L
(< 100%) » % 3% § Bl4eT

WEET BR%)  FEER%)
> 50 +20
>20~50 +25
>10~20 + 30
<10 + 50

e 1 AR 22 2B BT carnidazole £ O3 AV A vk ek BT A H (% g
#¥5%0.001 ppm °
2. Y 3 M RREE TR p TR

oo AR SRR I E AR T B R
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m/z 188 > 126

.00 7m0 8O0

1000

10 582 2-Methyl-5-nitroimidazole
q | m/z 128 > 82
G L .I' T T T T T T T TTTTTT
6.00 7.00 3.00 9.00 10.00
B.44
10 i\ HMMNI
< I m/z 158 > 55
I
Fr— ‘_f}'l‘hl_'l' T T A L AL B
B.00 7.00 3.00 9.00 10.00
e "I Metronidazol
% Illl etronidazole m/z 172> 128
I
= T — T T T T T L LA B
6.00 7.00 G.00 9.00 10.00
10 o3
% il Ronidazole m/z 201 > 140
G"I' 'I'J::\-I' T L T TTTTTT
6.00 7.00 5.00 9.00 10.00
10 " Dimetridazol
% \ imetridazole /= 142 > 96
0 LA
L T T T T T T T T TTTTTT
6.00 7.00 .00 9.00 10.00
0 T Tinidazol
ini
% A azole m/z 248 > 121
[ T T S ) AL L L AL I AL B
6.00 7.00 3.00 9.00 10.00
10 : 9.8
% Ipronidazole-OH |“| m/z 186 > 168
|
I
0 I
L DL I L B L LA AL B LA WL LR ML B
6.00 7.00 8.00 9.00 10.00
10 10.39
1 f
% Carnidazole i =,/ 45> 118
H— T T T ''|""|'"'|""|""|"'I'I‘T"'T”'I1IE
6.00 7.00 G.00 9.00 10.00

Time (min)

Bl ~ 2 LC-MS/MS 4 7 metronidazole-OH % 978 7 fhwk ek 57 2 H (X 2ipde £ 08 &
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't % ~ Carnidazole % 978 & Jhefed 57 2 H N304 2. 5 & & i 1 BIHE;S ik

s 5t efis | A

B A % BRap 5 (Mmlz) > ES it &

A P a4+ (mfz) V) (eV)
245> 118* 12
1 Carnidazole 245>175 10 30
245 > 60 46
2 Dimetridazole 142> 967 12 10
142 > 81 22
HMMNI 158 > 55%* 10
3 | (2-Hydroxymethyl-1-methyl-5- 158 > 140 48 16
nitro-1H-imidazole) 158 > 94 2
186 > 168* 12
4 Ipronidazole-OH 186 > 122 28 20
186 > 82 24
128 > 82* 14
5 2-Methyl-5-nitroimidazole 128 > 56 6 12
128 > 111 14
172 > 128* 14
6 Metronidazole 172> 82 20 20
172> 111 20
188 > 126* 12
7 Metronidazole-OH 188 > 144 28 14
188 > 123 12
8 Ronidazole 201 > 1407 24 12
201 > 55 20
9 Tinidazole 248 > 1217 15 7
248 > 82 25

YL RBHSH RS HTARATHSERG 2D 0 - HEpS H



