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Method of Test for Veterinary Drug Residues in Foods- Test of Amprolium (2)
Lig* e 2> 2@ * 43 4 &7 £ %% (amprolium)2_ 1 5% -
2. sk 2 RMEF B Z MG A AT 8 BT ¥ R (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) 4 47 2. 3
PERRY
2.1 %%
2,11 % Ap Ry 47 B m R R
2.1.1.1. 33 R ¢ R B F 4 & 33 (positive ion electrospray ionization,
ESIY) -
2.1.1.2. k& 47 ¢ © ACQUITY UPLC® HSS PFP » 2.5 ym > p j£2.1 mm x 10
cm > £ e B o
2.1.2. 325 #4(Homogenizer) ©
2.1.3. B & 27 ik i 3277 4% (SPEX SamplePrep 2010 GenoGrinder®) : 1000
15000 BRI T o A
2.1.4. < 8 (Centrifuge) * 7 3500 xgrt + 4 -
2.1.5. g ® & F(Vortex mixer) °
22.FE DL F 2 T RIDER Y RAPRATE ) T B FE SR R4
fiF fik 40 ~ primary secondary amine (PSA) % octadecysilane, end-capped
(CISEC)3I2 5 &~ 475 5 2 33 -K (vt 7 13 25°C+ £ 18 MQ-em !
+) % %% (amprolium hydrochloride) ¥+ & * 1% & & o
23. FE 2 PR
23.1. 3< ¥ 50mL » PP -
232, g% 1 34/20.22 um » Nylontt & -
233. % 857 :50mL » b o
2.3.4. 1% 2L 35 F # (Ceramic homogenizer) : Bond Elut QUEChERS P/N 5982-
9313 g\ fp B & o
235 5P A 7 moREREG g IS g AR BE
23.6. & i * g § D0 2 PSAS50mg ~ CI8 EC 50 mg 2 & -k £ ik 4% 150 mg >
ik f i€ 1mL -
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24, Fm 20
24.1. $1%° pez v %A% -

B~® #10mL > 4c 2 3% @ %1000 mL °

242.0.1%" faip i -

P~ 720.1 mL > 44 43 -k 2 %100 mL -

243.0.1%° gz ik« ¢ % (91, viv)in ik -

2.5.

P-0.1%" ez e 5019 L 1 (V) Bl 5 e
B il

25.1. BEANBRA

B~ BlmL > 4c2 33 k@ 21000 mL > g B R 0 BoipiR B IE A B
1B RA

252. #F4pin B ¢ 3 o
2.6. B3 iR 2 ot :

2.7.

2.8.

PApE T E AR OSmgZ HRY RE R FfET o T R R LR

A50mL TEAHRERR ARG R ERRFEHRERR > LT

ﬁr%i 1000 ng/mL » # (T2 7% o

LR

ﬂfr%ﬁ%‘*" AR > B2 g AT BN F Y 0 SR b I
2.2 33 R10mLE 7 1%% faz 2 %2210 mL > £ 40 » 5B % sl H| 2

& Eiﬂ?‘rzﬂl%ﬁ » F F;}p‘_‘ufg ¥ UBE e —wﬂ Bk F B?i’l%‘”gﬁ%“IOOO

rpmdE F & 12 L ez R T 1A 480 ¥10°C 145000 xg#Ees 1A 48 o Bt Fk

ImL > B30 % e g ¢ o g e T BRI B0 T 1000 rpmie

A £ e 4R 1 4B1S 0 125000 xgdtes 14 4 o B FiR 500 pl (a)

20.1%" Baid e Loz 3% (9:1, v/v)ia ik % 21000 pL (b) » Mg iR e 0 &

Ttk o

AT TR d R Gir

Bezov H o R27.EAEE L FR o AW EB500 ul (a) 0 A 4 »

R R05~15ul 0 £ 20.1%° Fa R L e (9:1, v/v)ia ik =% I 1000

uL (b) » & T F| ik i TR AP K 4T B BE A 4T o ek L Ay

Wz % F® kR ®Wir05~15ng/mLz AF 7 itk &

AR R AT BB T R LA 20
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k47 ¥  ACQUITY UPLC® HSS PFP > 2.5 um > p /2.1 mm x 10 cm »
BoApidik  AREBRIT FIFERER A AT

FE: ¥ (miin) A (%) B (%)
0.0 — 3.5 80 — 80 20 — 20
3.5—55 80 — 0 20 — 100
55—85 0—0 100 — 100
8.5—10.0 0— 80 100 — 20
10.0 —» 13.0 80 — 80 20 — 20
#®4p g 1 0.25 mL/min e

A~ t5ul -

£ g % & (Capillary voltage) : 4.5kV -

#r = JFE & (Ion source temperature) @ 100°C o

A B ATE & (Desolvation temperature) © 500°C o

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

#if B4 4e 24 5 18 (Heated gas, GS2) : 50 psi e

WOpHEsY ¢ % £ & & 1P| (multiple reaction monitoring, MRM) o 4 jp] &t &
H ~ 2 B #% T /R (declustering potential) 22 i 5 it £ (collision

energy)+c T % o

i) L B% AR
Sk 5 SRS () > R W
AP 3T (m/k) V) (eV)
243 > 150% 40 20

Amprolium
243 > 94 40 36

EE T =

TR AR R R L RE Rl & LR
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WAES R FERRESUL AN R KT BEH K &
28*”F£”Qﬁ’? R AT et aﬁ%ﬁ%@%%iﬁ?%ﬂ
25 EF RERARHEIF R AEOELRZ > T RTAMENRIGEY %

%2 7 2 (ppm)
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CXVXF

WY X %2 7 £ (ppm) = M

C:id AF mpikERLFThr? % FP2 kA (ug/mL)
VEP 2 1% gz o %310 mL)
M: B A7kt 2 £ £ ()
F: At dbak
MM SR TR HE L RRI H e g (<
100%) » 7 3% & Fl4eT

iR AT 5 R (%) % 3§ F(%)
> 50 + 20
>20~50 + 25
>10~20 + 30
<10 + 50

R L A% 2 T E %L 5 0.005 ppm o
2SR ERBREFLP TR P (T8 0

2}%’¢}§%:
1. %2 @B - §24 - FRAT-BET-FESFRER BB
FAERB SN AFE R 20120 BFH KA G &Y B pH
2

RE2LBHFY - FAARTNESESF FREFINQERD FALHRL -

2. Nakajima, T., Nagano, C., Sasmoto, T., Hayashi, H, Kanda, M., Kanai, S.,
Takeba, K., Matsushmia, Y. and Takano, 1. 2012. Development and validation
of rapid analysis method for multi-class veterinary drugs in livestock products
by LC-MS/MS. Shokuhin Eiseigaku Zasshi 53: 243-253.



