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a5 et By g F sk 2 —Closantel 2. ¥ 2%
Method of Test for Veterinary Drug Residues in Foods - Test of Closantel
1. g * %.[jg] PARRER T ERFONEF ATV MR Py s R R
7+ ¢ closantel 2. & % o
2. B D HRMEIT B2 18 R Ap K47 8 B F 3 R (liquid
chromatograph/tandem mass spectrometer, LC-MS/MS) &
2.3 E o
21 %%
2.1.1. jedp k7 e BT R
2.1.1.1. 33k 7 JFH+ i (electrospray ionization, ESI) -
2112, k+7¢ : CORTECSC18 > 2.7 ym- 2.1 mmx 10cm > & fr 5

r";“ o
2.1.2. = #(Homogenizer) -
2.1.3. >R £ F(Vortex mixer) e
2.1.4. 3= i % (Shaker) -
2.1.5. &< 5 (Centrifuge) : ¥ 25000 xgrz * JF,Z o
2.1.6. B # 4~ 4z % % (High speed dispersing device) : SPEX
SamplePrep 2010 GenoGrinder® > 1000 rpm12 F > & & 5 o
2.1.7. ¥ F k&5 % & (Nitrogen evaporator)
22, RE L HE T ERIDRY RAPRATE AR LR T RE -
v A 37 (dimethyl sulfoxide, DMSQO)354: * 2 & 4% ~ 3
k(e 7oAt 25°CF 18 MQ-ecmiv ) 5 closantel #f P
¥ L% 2 closantel-BCgle =& 2R B o
23. BEZ #R
231 #s g 1 50mL » PPHE o
2.3.2. 14 3= % (Ceramic homogenizer) : Bond Elut QUEChERS P/N
5982-9313 5 & & 5 o
233. ZE¥L :50mL -
234, ¥t 3472022 um o PTFEH T -
24, A2 AH
241, FBA %R
P~o 85 223 AR 0260 1 40 (VIV)V R 5 o
2.4.2. 50%7 p%% %
P~® AE500 mL > 4cd g5 -k i@ = 1000 mL
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243. ¢ A2 2 RR R

2.5.

Beit 2 22500 mL > 4e 2 350 ML kTR (s BEI R
AR Bk o
BoApg Rz A

2.5.1. #E AR IRA

B rlml o 44 33 oK @ %1000 mL > 2R 0 Bk
A B AR A RA o

2.5.2. #6405 %B

2.6.

2.7.

2.8.

2.9.

B oaglmb o e ® AR i 21000 ML > 12 R i g 0 Beipik BT

#Hoodpin B e
TR R Y
P~closantel ¥4 f& * %2 &5 mg » HALFE T > M- ¢ A LR fE
FREFIS0ML FLRERRE L FET G o Rt EE E RS
Fge > X4 ® ﬁ‘?ﬁ?’gilug/ml— TR R
RO A e 2 e )
B~closantel-°Cq 254528 5495 mg » HALFET > = ¢ LTS
f2fs > Ao AR g 250 mL o (75 P RRHRIE Rk o 4k ET S o
e Wxiﬂ PR R 0 119 AR DL pgml o i ERE
/p AR o
iz AW
Bt 7 30 (5 > B2 g T SR EER2 mLo
BANHC H P o o r pO IR 500 pl o £ 4 r BT EL
WEEBRRl0mL F e HE o ERALAE L G
AT B 01000 rpmdk F 14 48 0 125000 xgates 14 45 0 B }%‘
e MG IR Se r ZBARIOML '@‘7& "V++b.3?1fk » £ F b ’F
o BEmL o 4r r o AR frz o YRR R10mL s dRIT LA 48 0 1
5000 thﬁiﬁ-'ul/w\';'t‘ﬁ » BT %] R0 T A ’I‘ﬁui’ﬁ?ui’ o B~ % Rl mL
(@) » *>H40°C-Kig ® M % F *RI KIz 0 2 ¥ 4 150% 7 BEi% R R
TZEI5mL() BImLE B ipis » BTz -
g!_\%‘rfﬂ feth & 42 ] iF :
BZu el 2288 ‘%“i% e FRARME R T w ek ok o0 B
v ¥R RmiE2 mLo ’.“40°C KigP U F FeRIKIEC o M M
50%" f%;2 %A f3 2 25mbL > 2500 uL » & B 4c ~ fR 82 %
0.5~20 pL ~ p $R4R 2873725 ul 2 50%® fE% % 0 i€ A 5 1000
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uLo R E353 > BIF AT T R ERIB R T RTIIERRER
i AR U A fr%closantell;»i? POIREE 52 kN G A
& 43 2 closantelk & > #1¥0.5~20 ng/mL2. 3L 7 7 etk £ 4 o
A kA8 m R R w2 ()

L.

R +7 ¢ : CORTECSC18 > 2.7 um > 2.1 mmx 10 cm ©
K454 B R 40°C -
BEARB R CAREBRMT A EREFHR AT

F¥ 7 (min) A (%) B (%)
0.0 — 50 80 — 0 20 — 100
50 — 10.0 0— 0 100 — 100

10.0 — 10.5 0 — 80 100 — 20
105 — 135 80 — 80 20 — 20

#F#4p ok 0 0.3 mL/min -

A% 1 10pL -

£ g 7 & (Capillary voltage) : -4.5kV -

S it CESIE s oo

#r 3 JhE A& (lon source temperature) : 100°C -

e # g 8 /& (Turbo heater temperature) : 500°C -

7% 1* % % (Nebulizer gas, GS1) : 50 psi °

i B4 4o £ 5 48 (Heated gas, GS2) : 50 psi ©

WORHCsN ¢ 2 £ & R @ p(multiple reaction monitoring, MRM) -
wopl A -3 & % 7 & (declustering potential) 2 £
42 ¢ £ (collision energy)4-™ £ :

i £ 3 EAE AR

i ¥ ¥ IR+ (m)> TR & E

A 1 3+ (m/z) V) (V)

660.8 > 345* -60 -50

Closantel 660.8 > 315 -60 -48

660.8 > 279 -60 -52

Closantel-*Cq 666.8 > 127 -20 -85

TR H CHR IR TRATEIRERFEZ T -

e A
WRIEIEE LT A GERF 0 T R 2 RE 0 KR TAFE 2
R LIE R .
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2.10. #FW|R%k % 7 P
HAEEFHRRE AT - RBESZ R L1000 > & B2~ 2 Ap K
178 B RY 0 R29.5IEFE T AT jj‘ﬁ,v}ﬁjféﬁgggr"“ fie e
ERAZRTEAE 2 FTERFZ S €75 B0 PIAAHES 55 B ()
w2z o RT3 E N R kR P closantel2 & (ppm) ¢

CxVxF

M x 1000

C:d AT feth &R LTz closantel 2 k& A (ug/mL)

Vi EP etz —rB"/pni”Wﬁfi(zomL)

M : B4 A 474612 & £ (g2 mL)

F:fics  Jbak@

¥ % ¢ closantelz % & (ppm) =

AP R A M R E A 2 L G AR
% @ (<100%) » % 75§ Bl4eT
AP ¥ 58 B2 (%) % 3% # (%)
> 50 + 20
> 20~50 25
> 10~20 + 30
< 10 + 50

MR L ARER 2 L TEART IR~ PR R s BB LB 0

o

0.025 ppm
2. MY F R F BRSO A T

2%{@‘)]%:
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5 R A7 B3

(a) 5.005 714 m/z 660.8 > 345 s.0es 714 m/z 660.8>315 . . 714 M/z660.8 > 279
4.5e54 4.5e5 7 1.4e54
4.0e5 4.0e5 7 12654
3.5e5 4 3.565
3.0e5 1 3.0e57 10057
2.5e54 2.5e5 8.0e4
2.0e5+ 2.0e5 4 6.0e4 4
1.5e54 1.5e57
1.0e5 4 1.0e5 4 #0041
5.0e4 5.0e41 2.0e4-
]
OS2 64 66 68 70 72 74 76 78 80 08z 64 66 68 70 72 74 76 78 80 002 64 o6 68 70 72 74 76 78 80
Time, min Time, min Time. min
7.14
(D) 16 miz 666.8 > 127
1,666
1,466
1,206
1.0e6 -
8.0e5-
6.0e5 -
4.0e5-
2.0e5
0.0

6.0 6.2 64 66 68 7.0 7.2 74 76 7.8 8.0 82
Time. min

B ~ 2 LC/MS/MS 4 #7 closantel#% % %-(a) % closantel-B*Cgle % p 2R4L & &=(b)z. MRM B 73



