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GBS ERTERKR DX ERZREKR()
Method of Test for Veterinary Drug Residues in Foods- Test of Amprolium (2)
Lig* e 2> 2@ * 43 4 &7 £ %% (amprolium)2_ % 5% -
2. B2 RMEFTEE R ekt r B F R (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) & 47 2. >
PES

2.1. %% ¢

201, e An A 45 & T R
2.1.1.1. 33/ ¢ 7 43+ i I 3 3 (positive ion electrospray ionization,
ESI) -
2.1.1.2. & 47 ? - ACQUITY UPLC® HSS PFP - 2.5 pm > 4221 mm x 10
cm > B &g o
2.1.2. #2F #(Homogenizer) °
2.1.3. % @ 255 Bik F 2 4 (SPEX SamplePrep 2010 GenoGrinder®) : 1000
rpmi oo g e B o
2.1.4. #r 48(Centrifuge) * 7 3500 xgri + 4 -
2.1.5. R & F(Vortex mixer) °
22.FF 1o 2 YRR RApA TS D T R FES R R
fi fi& 4% ~ priminary secondary amine (PSA) % octadecysilane, end-
capped (C18 EQ)32 4 A 7.5 5 2 33 -k (+* 7 JE3225°C¥ £ 18 MQ -
cm!Z _}) 5 & %% (amprolium hydrochloride) ¥} P& * & & & o
23. BE 2
23.1. 3 ¥ 50mL » PP -
2.3.2. )% ¢ 3442022 um > Nylon#t -
233. % #£¥g :50mL > &4 o
2.3.4. 1% 3 ¥ F % (Ceramic homogenizer) : Bond Elut QUuEChERS P/N 5982-
93137 & Fp 5 o
235 F P AT 7 moREREG g MRS AR
236, o g0 2PSAS0mg ~ CI8 EC 50 mg% & -k #ifi& 4% 150 mg
iz f w2 1mL -
TV RE R AELREYT LAY B
24. @ M2 N W
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24.1. 7 1%7 a2 ¢ M3 % -
B9 p210mL > 42 % % & 1000 mL o
2.4.2.10%7 FBia iR
B9 FEl0mL o 4r 33 k@ 2100 mL o
2.43.01%"7 Fain i
Bo® 0.1 mL v 4cd 5k 2100 mL o
244.01%" peizir t o (91, V)RR
B~0.1%7 e % 019 1 1 (viv) BIR 5 o
25. b Apin i el
25.1. BB Ap A IRA
¥Rl mL o 4r2 3 ok 21000 mL 0 R NEE I 0 BrRR R TE R B
AR IRA o
252. #E4pip B ¢
2.6, B3 % 2 Fe ] -
PARE X EROSmEZ HRY RES i 1Y fRIBET TF
F50mL . (TR B R AREG  TRFEOFEERERR > T R
ﬁ‘%i 1000 ng/mL » # (T2 7% o
27. ¥Rz
-5 {4y ‘m*ri’!’%‘rff, B2 g0 M ﬁp_g R m? R R AN 1
2283 -R10mL2E 3 1%" iz ¢ %R 10mL > £ e » T3 5 H 2 1
BT RI Frgc i N BB ERYT 35&3’;?%,‘-@%?1000 rpm
PR AL 3R 1A 4 2H10°C 0 125000 xgdres 1A 4 o Bk Fe ]
mL> B0 G F Y o e —u;zr i T E 2 E 87 1000 rpmik
;/‘fﬁ“,l‘zi,;r,_f} I 1 48is > 125000 Xg@ﬁlullfa\ﬁ_o P~} % 500 pL (a)
1201%T Faiair ¢ e % (9:1, vv)a iR TF 21000 pl (b) 0 v im iEiE iR 0 &
T o
2.8 AR T etk B A2 fiE
Begu e d o R27.EWEE S e o A S 5500 pL (a) 0 A B4~
A %0.5~15ul 0 £ 2 0.1%" feia ik ¢+ o (9:1, vv)ia ik TF 21000
ML (b) > T FUEE AR T AR AT P TR AT 0 R R 2 L 5 2
iz % F8 kR > WiF0.5~15ng/mL2 AF ™ fete &5 -
A 47 8 R L 209
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e R CAREBRUT AEEEFHR A 4T
FE B (min) A (%) B (%)
00—-35 80 — 80 20 — 20
35—55 80— 0 20 — 100
55—8.5 0—-0 100 — 100
8.5—10.0 0— 80 100 — 20
10.0 —» 13.0 80 — 80 20 — 20
#Hs4piniE ¢ 0.25 mL/min o
A r~E SS5ul -

£ o g % & (Capillary voltage) : 4.5kV -

&=+ JE & (Ion source temperature) - 100°C o

% 42478 & (Desolvation temperature) @ 500°C o

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

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

BB ¢ % & F & @ Pl (multiple reaction monitoring, MRM) - ¥ ;| 3+
¥~ 4 B #% T R (declustering potential) £2 i 42 it £ (collision
energy)4c ™ % o

i L EE R
Sl W R (m/z) > TR wE
AP Y3 (m/z) (V) (eV)
Amrpolium 243 > 150* 4 20
243> 94 40 36
R g
AR RS AT R ki Y 2 RE W R £ 2 R RE

2.9, FuliEs 2 § BRI
AR St 2 FRB R ESpL > A S e Ap K478 BT H RS o
2.8 & LR A4 %%;ﬁgﬁg%ﬁ‘f“ﬁa%ﬁi‘_ﬁé{jgi&b’%@iﬁ»%iﬁ@’%%&
25 EF i pAp S R gL > kT AR E S R R 2R

R

®2 7 £(ppm) :
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Cid AF Rk fERire £ %% 2 k& (ug/ml)

PRI 7 %R ¢ WA R4 (10 mL)

M:BHEAL 42 £ E(g)

F:Arfid Jbak
PARHTAES WA R IT A R RT H2 LE S g e (<
100%) » % ¥ § Fl4c™

<

AP HHALS 58 B (%) ¥ 7 5 (%)
> 50 + 20
>20~50 + 25
>10~20 + 30
<10 + 50

Ml L A e S 2 2 2 E &5 0.005 ppm e
2 HBBEY 3 RERBREFLP TR p 851 -

HEE HREE 8 E2 4 B3R CBRRTFERF AN RS
¥ AN CAGEE N 220120 BRoKA SRS Bg
BT 2% w2 R EF FREFI2EA) FETHL o
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.



