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Method of Test for Veterinary Drug Residues in Foods -
Multiresidue Analysis of Antiprotozoal Drugs (2)
1. g * #@ DR RER T E WH A A SR S IS N
# § ¢ buquinolate & 2338 3o & (78 L& - ) o
2. sk > i R ME IS pdp kTP BT # R (liquid
chromatograph/tandem mass spectrometer, LC-MS/MS) &
F5 203 i o
2.1. %%
2.1.1. RAp A7 WK
2.1.1.1. 33k : 7 R4+ i (electrospray ionization, ESI) -
2.1.1.2. %47 ¢ : Poroshell 120SB-C18 » 2.7 pm » 3.0 mm x 15¢cm » &
e & o
2.1.2. =% #(Homogenizer) -
2.1.3. >R £ F(Vortex mixer) e
2.1.4. ¥ F = (Shaker) -
2.1.5. #r 48 (Centrifuge) : ¥ 25000 xgrs + 5 -
2.1.6. 3 ik &~ $74 % (High speed dispersing device) : SPEX SamplePrep
2010 GenoGrinder® » 1000 rpmryz + > &% e & 5 o
217, % # ;}é.%f,‘;:,’-%%_(Nitrogen evaporator) o
22. FE LR 2 Y BBRY AL T - " AL A
(dimethylsulfoxide, DMSO) ~ & -k #x e 4% 2 fig pldp 3541 ¥ 3
ik LS RO FEA25°CT iE18 MQ - cmi2 F) o
buquinolate % 2337 ¥+ e * & 5. o
23. BEZ R
231 g 1 50mL > PPHF -
2.3.2. F &% :50mL > Pyrexs PPt & o
233, t&HL 1 1mL > PPHF -
234, i 3472022 um » PTFEH T -
2.3.5. 1% L, #2F * (Ceramic homogenizer) : Bond Elut QUEChERS P/N
5982-9313 » & & - o
236. For Al g @ ka6 g FrEAL50 AR RS -
T RZRPATERRY B LA/ETEY B LR o

24, Az A
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241, © 35 1 ¥ Eg(4:1, vIv)is e
Bez 210 R ud L (VIV) R g e
24.2. 710%" ez o a7 ¢
BT Rt il 9 (V) miR g o
243 o ¥ 0 P ER(95:5, vIv)ia R
Peo w2 ® AR 1205 1 5 (VIV) R 5 o
244 Z PRk
P~z % 1 ¥ AR(95:5, VIV)i e P par299 D1 (VIV) BIR 5 o
2.45. 50%% f%i% ik -
B~7 Ae500 mL > 43 Hg3F -k @ 21000 mL -
246. ¢ ¥hpfr e AR
Beit 2 21000 mL > 4z 100mL RFR 18 FE D
Rits B eizk o
25 Hbdpip iR AW
25.1. #BEApiB A
B oAglmbl s 43 33 -k i@ 01000 mL > R g 0 PrimiR B
TR B ApIBIRA -
2.5.2. % 4pB B!
Be? AelmbL > 4 ® fg ¢ 21000 mL > 12 g i g 0 P T A
B 4pi% kB e
2.6, B Az el
P~buquinolate ~ carnidazole ~ diaveridine ~ diclazuril ~ dimetridazole -
diminazene™ -~ halofuginone ~ HMMNI ~ isometamidium ~
ipronidazole-OH -~ 2-methyl-5-nitroimidazole ~ metronidazole -
metronidazole-OH ~ nicarbazine -~ praziquantel -~ pyrantel -
pyrimethamine ~ robenidine hydrochloride ~ ronidazole ~ tinidazole #
zoalene¥tpe * R 5 & 95 my - M FFE T 0 A BT FRBFET TR
250 mL > 1% 5 &% Rk 5 B-imidocarb¥pe * 1R 255 mg o HFAE
e e P ER(4l, V)RR RS % 250 mL o iF LR E
Jai% 5 P~decoquinate$t pe * {3 55 mg > A fLE 0 11 7 10% 7
ez o MR RAfET 2 F250mb (T 5 4EE Rk Lk ERET T o
Ter P g SRR RRERE > T ERAFRIL pg/mL o TR

it e

A

i
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: diminazene 5 a2 F 0 B R R EUPPH T2 B R
?oo
2.7. iR N %ﬁ
Borep 2 NOSRRARIST B 0200 AL T BT RARL G AT
¥Fv B RE RGP 5200 —}%Eﬁ;ﬁa_ TR TR B2
‘H‘Eﬁﬁﬁ-h, HAEERF R 2mL o & "‘ﬁjﬁ‘.m? P iR B A N R
BPF A pA 2 2 g5 k10mL #8104 48 o 4o > P37 10
mL > R &14 4 » 1 F A FE E 71000 rpmik 7 & 17+ )
RIS G 4o r Foow BA T AR T 0 0 R
£ R E /w\ﬁyt;a,%_*v?lOOO rpmaE F & L gl R 1A b 0
10°C » 125000 xg#fr-s 12 4 > o f b iFiR o AR L 4o » FB30210
mL SRR EL1A 4 T4 HEHBMEBLS > £ E 1 iFiR o B
Firdbmbo de r v e foz e =R 10 mL s 4= F 14 48 0 125000
XML 1A 48 > BoT R iR o de r 2 M e e AR 10mL s £4F
bt Bl > BT g 2 mL > 4e > DMSO 50 pLt > 2+40°C-k i ¢
1 E K RIMEC O ARG B0%T ARG ETZFIIML K
iR is 0 BETERRR o
X4 2 EDMSOPR (h AR PR § &‘{ﬁ'i iz # Zhalofuginone -
dimetridzole 2 metronidazolez. =_& -
28 B M2 BT
B Wk A B4~ RIER R 10~250 Lo ®2.7.8 3 Wik o
TR BERR R L RTAEEEFRPE AT BT A AT o rj}bé;@
RN ) & 7fa » Bz AR ARER o A W F1~25
ng/mLz_# & 5
ﬁw@ﬁsﬁﬁﬁWi&w@:
% 17 ¢ : Poroshell 120SB-C18 » 2.7 pm > 3.0 mm x 15¢cm e
R g R &R C40°C -
HEApBaR CAREBRUT A ERERR A AT

P R (min) A (%) B (%)
0—>1 95 — 95 55
1> 15 95 — 0 5 100
15 — 21 0—0 100 — 100
21 — 22 0— 95 100 — 5
22 — 24 95 — 95 55
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#d4p ek ¢ 0.3 mL/min o
pEPNE S [ RTI I
* ¥ 7 & (Capillary voltage) :
a3 TEsS - (ESIN)E * 35kV
faps 2 Fa+ ©(ESI )3 * 3.0kV -
#r <+ 78 & (lon source temperature) @ 150°C -
% ¥4 & (Desolvation temperature) @ 500°C -
%’af‘s’éﬁtﬁﬁ £ 7 :# (Cone gas flow rate) : 100 L/hr -
% B35 :# (Desolvation rate) @ 700 L/hr -
x;i BB T 3 £ & R Rl (multiple reaction monitoring, MRM) o 1
P ¥~ 48 7 R (cone voltage) &2 mi f i £
(collision energy)4r¥it & — o
R EE AT AR TR Y 2 KRB 0 R TR & 2R

e

k= o
29. FURE%RE 7 2RI T
ML R 2 HREARZ R L10 L » w72 ~ et & 47 2 B8 3 R
P R28. G IEREITLAN c RBRRERENZRTERAELFT
PR 5 EF ;‘F“HE%%’P‘-* gz kT AR S

/H}

WY L ER AH 2 7 E(ppm) ¢
) N CxV
%R LR A2 2 E (ppm) =
Mx?2
C:d ®ERFLERR? 2 F R AH2 KR (uo/mL)
Vo EPH 2 53 0% 2 A (20 mL)
M: B4k 24582 £ £(0)

2 kMR K
AT R R MR HE BRI H2L R E G A T
(<100%) » % 3% & Fl4c ™

—a

L2 Sl A VN et D)
* 50 £ 20
> 20~50 £25
> 10~20 + 30
~ 10 + 50

Ml AEER D 22 R ERUHEA S o
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2. FWAMPELARBABH TS BEL 1RS> iRz HE
Bk AR T B PPH T e mALY 0 T AT
3. WY LKL F LT B A
4

<
La%g~%%ﬁ\
2/

~

t§%~ﬁf& U AR I SIS N
4
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1083-1088.
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568 Metronidazole-OH
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m/z 188 > 123

°\°E [
600 800 10.00 12.00 14.00 16.00 18.00
- 5.87 2-Methyl—S-nitroimidazole m/z 128 > 82
600 | 800 10.00 12,00 1400  16.00 18.00
. 6.%)0 Diminazene iz 142 > 120
3% I
0° P T T LA L L B S L B L B
6.00 8.00 10.00 12.00 14.00 16.00 18.00
6.34 HMMNI m/z 158 > 140
0t T T T T T LS LB B B UL L UL BB L U
6.00 8.00 10.00 12.00 14.00 16.00 18.00
640 Imidocarb m/z 349 > 188
)
0= T I L L L L I L B R B B L L
6.00 8.00 10.00 12.00 14.00 16.00 18.00
. 6.63  Metronidazole m/z 172 > 128
= /
0° e B e SR L AL T T T UL B
6.00 8.00 10.00 12.00 14.00 16.00 18.00
_ 6.?5 Ronidazole m/z 201 > 140
=
0° '\"‘J'II““I"" L B T T SR B B AL B B L I
6.00 8.00 10.00 12.00 14.00 16.00 18.00
703 Tvi ..
E | Diaveridine /=261 > 123
3% i
0 L B e e S SR RN L B B
6.00 8.00 10.00 12.00 14.00 16.00 18.00
. 7.33 Pyrantel m/z 207 > 150
2 i
0" I B LA DU A B T
6.00 8.00 10.00 12.00 14.00 16.00 18.00
7.47 Dimetridazole m/z 142 > 96
X
0" I N I L T T LA B LA L
6.00 8.00 10.00 12.00 14.00 16.00 18.00
764  Tinidazole m/z 248 > 121
}"j I
0"“""\""I“““I" LA I AL L L L UL IR LR DR T T T
6.00 8.00 10.00 12.00 14.00 16.00 18.00
9.26 Ipronidaozle—OH m/z 186 > 168
5\% |
O LA A o S B LR DU T T T T T ———— Time
6.00 8.00 10.00 12.00 14.00 16.00 18.00

B ~ 12 LC-MS/MS %~ #7 metronidazole-OH % 2378 i & &% & 2.2 MRM B ¥

6
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9.47 Isometamidium
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m/z 460 > 313

?%o

1000 1200

1400 1600  18.00

100 9.55 Zoalene m/z 224 > 181
5
0 LI T LN L IS B LU B LA BB NSNS NLILL L S
6.00 8.00 10.00 12.00 14.00 16.00 18.00
100 9-80 Pyrimethamine m/z 249 > 177
Bﬁ
o 6.00 8.00 10,00 12.00 1400 1600  18.00
100 10.29 Carnidazole m/z 245 > 118
x
0 A v AL DUNLUELER SN B ALY LS BLRLELSASS BLSLELNLE BUNLELSLE UL NLELELLEN B
6.00 8.00 10.00 12.00 14.00 16.00 18.00
100 10.48 Halofuginone /= 416 > 100
39.%
0 L T T UL I L B B LRI SR L L B I
6.00 8.00 10.00 12.00 14.00 16.00 18.00
Robenidine
12.90 . /z 334> 111
100% ” hydrochloride e
2
0 T T v LI PJILELEEN BN LU BLRLELSLSS SR ELNLEL S ULSLNLELEE BLELELLE B
6.00 8.00 10.00 12.00 14.00 16.00 18.00
100 14.32 Praziquantel /e 313 > 203
§!§
0 T T T P D UL DL B LR B S
6.00 8.00 10.00 12.00 14.00 16.00 18.00
100 1450 Nicarbazine
m/z 301 > 137
a:%
' e00 8.00 10000 | 1200 = 1400 = 1600  18.00
100 Diclazuril 15.10 m/z 405 > 334
B‘?‘%
G L T AL DL AL B L AL R LA B IR L I
6.00 8.00 10.00 12.00 14.00 16.00 18.00
100 Buquinolate 15.73 m/z 362 > 148
Bé
LA LI T T LI DL BN UL L I B B IS B
6.00 8.00 10.00 12.00 14.00 16.00 18.00
100 Decoquinate 17-28
% ]Lm/z4]8>372
2
0 T T T T T T T T e e Time
6.00 8.00 10.00 12.00 14.00 16.00 18.00

@B ~ 12 LC-MS/MS % +7metronidazole-OH % 2338 # i & A 1% & 5.2 MRM B 3% ()



4 — ~ Buquinolate 52338 L A2 5 £ F i 0 pIHC Sk

A g EE ) BHRAE| AL
o w2t N A -
At miz) | V) | (&V)

362 > 148* 50

1 Buquinolate - ESI* 362 > 204 58 40

362 > 260 22

245 > 118* 12

2 Carnidazole - ESI” 245 > 75 10 30

245 > 60 46

418 > 372* 20

3 Decoquinate ¥k | ESIT 418 > 204 64 40

418 > 232 34

261 > 123* 22

4 Diaveridine - ESI* 261 > 245 52 26

261 > 81 42

5 Diclazuril Pk | ESI 405 > 3347 20 18

407 > 336 22

6 Dimetridazole - ESI 142 > 967 12 10

142 > 81 22

142 > 120* 5

- .| 142>135 5

7 Diminazene - ESI 20

282 >120 5

282 > 135 5

416 > 100* 20

8 Halofuginone 7 #ARHE | ESIT 416 > 120 24 20

416 > 138 20

HMMNI 158 > 140* 10

9 |(2-Hydroxymethyl-1-meth - ESI* 158 > 55 48 16

yl-5-nitro-1H-imidazole) 158 > 94 29

349 > 188* 24

10 Imidocarb - ESI* 349 >90 36 78

349 > 162 22




it & — ~ Buquinolate % 2338 7 B2 5 £ & R 0 RIS 2 8(H)

LT e P ¥ AR R
T o s L. | [PEEs (i) TR R
CoF v Ay asmiz)| V) | (&V)
186 > 168* 12
11 Ipronidazole-OH - ESI* 186 > 122 28 20
186 > 82 24
460 > 313* 18
12 Isometamidium - ESI® 460 > 298 4 26
460 > 269 46
128 > 82* 14
13 |2-Methyl-5- nitroimidazole - ESI* 128 > 56 6 12
128 > 111 14
172 > 128* 14
14 Metronidazole - ESI® 172> 82 20 20
172 > 111 20
188 > 123* 12
15 Metronidazole-OH - ESI® 188 > 126 28 14
188 > 144 12
301 > 137* 20
16 Nicarbazine »+ = | ESI 301 > 107 36 38
301 > 46 48
313 >203* 14
17 Praziquantel - ESI* 313> 174 40 26
313>132 44
207 > 150* 26
18 Pryrantel - ESI® 207 > 136 24 26
207 > 97 22
249 > 177* 26
19 Pyrimethamine - ESI® 249 > 198 20 38
249 > 233 26
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it & — ~ Buquinolate % 2338 7 B2 5 £ & R 0 RIS 2 8(H)
| A g | BTE e ma
38 =X R TR | N E
s Bosu | Spag S (m/z)>| = L E
E2 L P | P e ) | (V)
A 1 3+ (mfz)
334> 111* 42
20 | Robenidine hydrochloride | % ¥ vfez | ESI” 334> 138 52 24
334 > 155 18
_ . 201 > 140* 12
21 Ronidazole - ESI 24
201 >55 20
. . 248 > 121* 17
22 Tinidazole - ESI 15
248 > 82 25
224 > 181* 10
23 Zoalene ERE I ESI 224 > 77 10 24
224 > 151 16
*LRBHSH RPHETHTARATERER G L2 0 - M o




% = ~ Buquinolate % 2378 L f A 2. 2§ &'

, SR T 1&*(ppm)

e B2 P op P e P RESR R | 4| R
1 Buquinolate - 0.005 0.005 | 0.005 | 0.005 | 0.005
2 Carnidazole - 0.005 0.005 | 0.005 | 0.005 | 0.005
3 Decoquinate F 2| 0.005 0.005 | 0.005 | 0.005 | 0.005
4 Diaveridine 0.005 0.005 | 0.005 | 0.005 | 0.005
5 Diclazuril P | 0.005 0.005 | 0.005 | 0.005 | 0.005
6 Dimetridazole - 0.005 0.005 | 0.005 | 0.005 | 0.005
7 Diminazene - 0.005 0.005 | 0.005 | 0.005 | 0.005
8 Halofuginone A A4 | 0.005 0.005 | 0.005 | 0.005 | 0.005
9 HMMNI - 0.01 0.01 0.01 0.01 | 0.01
10 Imidocarb - 0.005 0.005 | 0.005 | 0.005 | 0.025
11 Ipronidazole-OH - 0.005 0.005 | 0.005 | 0.005 | 0.005
12 Isometamidium - 0.005 0.005 | 0.005 | 0.005 | 0.005
13 | 2-Methyl-5-nitroimidazole - 0.01 0.01 0.01 | 0.025 | 0.025
14 Metronidazole - 0.005 0.005 | 0.005 | 0.005 | 0.005
15 Metronidazole-OH - 0.005 0.005 | 0.005 | 0.005 | 0.005
16 Nicarbazine 7+ < 4| 0.005 0.005 | 0.005 | 0.005 | 0.005
17 Praziquantel - 0.005 0.005 | 0.005 | 0.005 | 0.005
18 Pryrantel - 0.005 0.005 | 0.005 | 0.005 | 0.005
19 Pyrimethamine - 0.005 0.005 | 0.005 | 0.005 | 0.005
20 | Robenidine hydrochloride | % % #%rx_| 0.005 0.005 | 0.005 | 0.005 | 0.005
21 Ronidazole 0.005 0.005 | 0.005 | 0.005 | 0.005
22 Tinidazole - 0.005 0.005 | 0.005 | 0.005 | 0.005
23 Zoalene ER IS 0.005 0.005 0.01 | 0.01 | 0.01
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