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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_ 5% -
2. WSk MM O EE LS e kI B & (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) & 47 2. >

PEJ

2.1, %% ¢
2011 40 kAT B BT SR
2.1.1.1. 33/ 7 JE 4+ it I 33 (positive ion electrospray ionization,
ESI) -
2.1.1.2. & +7 ? - ACQUITY UPLC® HSS PEP - 2.5 pm > P 4221 mm x 10
cm > B &g o
2.1.2. #2F #$(Homogenizer) °
2.1.3. % @ =55 Bik F 2 % (SPEX SamplePrep 2010 GenoGrinder®) : 1000
rpmi oo g e B o
2.1.4. Hr 48(Centrifuge) * 7 3500 xgri + 4 o
2.1.5. ¥ ® & F(Vortex mixer) °
22, F 10 %2 U mibE Y RAp kT T R BEE R £ kmphE
fi fi& 4% ~ priminary secondary amine (PSA) % octadecysilane, end-
capped (C18 EC)35 4 A 7.5 5 2 35 -k (v 7 1E3025°CF £ 18 MQ -
cm!Z _}) 5 & %% (amprolium hydrochloride) ¥} B& * & & & o
23. BE 2
23.1. 3< ¥ 50mL » PPH 7 -
2.3.2. )% ¢ 344£0.22 um > Nylon#t -
233. 5 #£¥ :50mL > &4 o
2.3.4. 1% 3 ¥ F % (Ceramic homogenizer) : Bond Elut QUuEChERS P/N 5982-
93137 & Fp 5 o
2&5§%?%W@2%ﬁ“mﬁ&6gﬁ%ﬁM5g’*%&ro
236, o g0 2PSAS0mg ~ CI8 EC 50 mg% & -k Aifi& 4% 150 mg
ik f w2 1mL -
TV RE R AT L LAY B
24. @ M2 0 W
24.1. 7 1%" paz ¢ 5% ¢
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B~® #10mL > 4c 2 3% # £ 1000 mL °

2.4.2.10%7 f%i% %

¥ Al0mL > 4c3 g3 K@ 2100 mL -

243.0.1%% pais ik -

Pe? A0.1mL > 4r3 3+ K i# 2100 mL o

244.0.1% gk - e W (9, vv)ig ik

2.5.

P-0.1%7 pagr e 5119 D 1 (viv)y bR 3 e
5584975 i 2 el

251 BEANBRA

B? Azl ml > 4cd 43 ki 21000 mL > B R 0 PR B TR
ABIRA

252. ¢ 4pin kB o W

2.6.

2.7.

2.8.

. RCRI ﬁ“ﬁi
PApE T F X ERNSmEgZ HRY RRES T 1Y BIBET L
I50mL TAEERRZE > AFETF o RAFOBRFERERRZE > TR
HH# 3 1000 ng/mL > i (FHR 25 %
wrzad:
e S 0 P02 g ML RS B¢ o xR
2 233 K10mLE §1%7 ez o %3 10mL » £ e » BB 554 % 13
ST FIRCE T N FE R R R ﬁia%frﬁﬁ%:‘looo rpm
I AL ) 4R 1A B0 22 10°C > 125000 xgdites 14 48 o Bt i |
mL > § i g ? ANERS DR 0T ‘u;:r B B?iﬂ%‘rtﬁ%lo()()rpm#;
Fear Lz RF1A~418 > 125000 Xgrx}ﬁmlév\ér* B~ 5% 500 pL (a) -
20.1%" fEiA R o 3 (9:1, v/v)id ik TF 31000 pL (b) 0 M ipMiE g 0
i o
Z},_g%‘r" fetk & mz2_H T
B b R 0 278 A EIE (5 FiR o A R 5500 ul (a) 0 A 84 »
TR R05~15ul > £ 120.1% " paig R e % (9:1, v/v)id R =% 32 1000
ML (b) » i PR P R AR A AT B ST A AT 0 GRE BB LR G
Wzt FRkAR > WiF05~15ng/mLz A 77 fie £ 48
AR R AT B B R SR AiE 2D

BEARB R CAREBRUT A EREHRE LT

¥ ¥ (min) A (%) B (%)
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0.0—>3.5 80 — 80 20— 20
3.5—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
##4p i 1 0.25 mL/min -

A~ SS5ul -

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

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

% 4247 R & (Desolvation temperature) @ 500°C o

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

B4 e 2 5 1 (Heated gas, GS2) @ 50 psi ©

WpHEsY ¢ % £ & R 1] (multiple reaction monitoring, MRM) o 4 jp| &t =
¥~ 34 B # 7 & (declustering potential) & i #& it & (collision

energy)dr ™ % o

il 1 BAE R

B AT T SR+ (m/z) > TR wE
A 33 (m/z) (V) (eV)

Amrpolium 243 > 150* 40 20
243> 94 40 36

LR EER AT A kTR 2 KRB o K T & 2P
o
2.9. Fu% A § R
WARP R 2 REBRESUL A UL R K1TP BT H &Y > &

28,8 i i AT 0 Rtk AR T e R AR T L YR

205 FF R plip HALS R VB2 0 BT AP R kR % R
®2 7 € (ppm) :

) R CxVxF
Y £ 82 7 £ (ppm) = M

Pl AT R R AR T R Y & B2 kR (ug/ml)
W2 7 1%m A2 ¢ % R 4 (10 mL)
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M: e trtaiiz £ £(g)

F: ﬁl—% Z# o d blafi®
BT SRV EREE SV ESE 25 TR FEL RN IC
100%) » % ¥ § Fl4c™ .

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

Pl AR 22 T E %5 0.005 ppm e

2. RS SRR LS TR o B AR

¢1§J¢:

AR E R R A 2 SAL L AR T RS T
FoFC P &N~ AFEE R 22012 RH KA S

RG22 WY AN S ESF A LFIN2ER ) FFATHES
Nakajima, T., Nagano, C., Sasmoto, T., Hayashi, H, Kanda, M., Kanai, S.,
Takeba, K., Matsushmia, Y. and Takano, 1. 2012. Development and validation
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of rapid analysis method for multi-class veterinary drugs in livestock products
by LC-MS/MS. Shokuhin Eiseigaku Zasshi 53(5): 243-253.



