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SRV RPYERTIRE S PP 2 RR
Method of Test for Veterinary Drug Residues in Foods —

Test of B-lactam antibiotics

Lig* o F AR > Z@ [ E KA SR 2P Zbd 4f
(ampicillin) ~ % 2 & 4k (amoxicillin) ~ #g 32 3z *
(cefalexin) @ & b 4k (cefapirin) ~ ¥ F #R %
(benzylpenicillin) ~ % #&r& & f(cloxacillin) ~ ¥ v 7 # %

(oxacillin) % gf 32 v % (cefuroxime)Z. & % °

2HE 2 CRMEEFERRZ ZME > kTP B E ¥ & (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) 4
17203 0% e
2.1, %%
2.1.1. Rip kA7 e BE R -
2.1.1.1. 3= R ¢ T3 1 (electrospray ionization, ESI) o
2.1.1.2. %k 47 ¥ :Phenomenex Synergi Polar-RP>4 pm- p /22.0 mm
x25cm > 80A s & &5 o
2.1.2. #r< 48(Centrifuge) 7 :£3000 x g1t b ¥ o
2.1.3. #2278 #(Homogenizer) -
2.1.4. ¥ # 7% % % (Nitrogen evaporator) °
2.1.5. "HEI B 7 %P~ 4 % (Solid phase extraction vacuum
manifolds) °
2.1.6. *g kR & F(Vortex mixer)
2. HE VUM OB R AR EF 42 BT
S SRR EERR LT R AR R a4
CEE R FF W AR T s T F R A
EpIzvk 3 HR Y B 2 ) fo L F FR V (penicillin V) 2R
5o
23 BE 2 4454
23.1. &% 10mL ~50mL% 500 mL -
2.3.2. H4p % B~ @ (Solid phase extraction cartridge) : Oasis HLB » 6
mL > 500 mg > & & 5 o
2.3.3. g% 1 342022 pm > PVDF# & -
234 g 1 50mL > PPHF -

!
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2.4, @FAzad
2.4.1.50%¢c %A
Pro 350mL o e g3 ok @ 2100 mL o
242.5N& § i“4 30k
P& F 44 20g0 3 I kB R S 100 mL -
243.02NZ 5 i“437% ¢
P4 § V40 08g0 3 B KRR L 100 mL -
2.4.4. 0.05SMFAFL 3 #7737k °
FLB-ERfL - & 4069 g 3303 33 k700 mL > 25NE § i
AR A EPHE 8.5 £ 4ed 33 kg £1000 mL o
25 #dAp ik pe il
25.1. BEApaiRA T L M o
252, #E4pARB B~ BRSO uL 0 4c 2 33 k¢ 21000 mL >
TR B R 0 PRk TR # 4R B o
2.6, pFRARIEA R 2 e
Pefie Rod HRV IR & 10 mg o A AT 150%2 R R
BfET L F I10mL o 75 pIERE R 0 3T-20C R o TRt
PP N R R s 3 gt KRR 2 10 pg/mL o B iEp 3R
AR o
27, TRz pe
BB-p peEp Y FHRY RE S L 9I0me AT 4 5
1150%2 AR AR T8 210 mL > 1T S EE R > 20
WORPT I o TRt A NP EHRERRRE 1 E I J‘ﬁ"ﬁ
30.001~0.5 ug/mL > & (FH2 B3 % o
28. Wz A
2.8.1. FB:
2.8.1.1. »vp
Rt M7 3218 B OS g WAL B g Y o
foor BB EIA RIS UL R A FRISA 4R o 4 2 A
Fok2mL o R &3040 40 ~ ¢ 4 T A 520 mL
vs'—:f;,.;g E25 48 0 325°C » 113000 x g Hrow 154 45 0 B~
A /%—/li’ » 3M40°CRiF® 1 F *} k4 "iF]_L#L o B G P A »
0.05SMAk ik 5 7% %30 mL > *FR & 14 48 > M0.2NE
F 4B RAFPHEL RS » - * o
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2.8.1.2. st & ¢
Pt 910 g #HA %LL’ Bt E ¢ o deor poRER
Exr25ul- R & B 154 4803725°C 121500 x g &

1564 0 BT @,,sﬁ_*“&giug BT K -
30mL > R £24 48 0 3t25°C 0 111500 x g He 154
g o Bl g o MA0CKiE Y U FRSEL G AT F
4o~ 0.0SMARFL % 7% 7% 15 mL > * kR & 14 480 102N
5P HPBRDEFPHELSS i * o
282, &i
B8 1.1 2812, 8 EE L AR A ~FF ALY FEE
mL ~ 2 33 k3 mL % 0.05MespL % #% /% 3 mLiE % 2 F4p
¥Powm oo g v0.05SMeEps 73 %3 mLx 2 g5 k1 mLi*
o R AR FARFE® L 2 gt 0 e HomL* ko
To ik - WA0CRiF M E FORgELGC AT NI 4
FokiafEY R F 3 1ml o REER BT
29. Bz gir:
A ﬂ%ﬁ}mﬂlmLaJﬁﬁié%%ﬂ,@z&ﬁﬂﬂﬁ
R T %}%—T EINES "ﬁ-f”z&*f‘éﬁ ’Hg Eﬁlﬁ%&;‘g‘l}’f% ’ IT‘»}Q%'B-P\ ﬁﬁz_
RARLE F ) R E G o R LB AR
Pl AR RR > A BIITRER
AR R AT R OBE A TR E
FHEARB IR CAREBRUT A EREHR AT

P ¥ (min) A (%) B (%)
0— 3.0 0—0 100 — 100
3.0 — 19.0 0 — 90 100 — 10
19.0 — 21.0 90 — 90 10 — 10
21.0 - 21.1 90 — 0 10 — 100
21.1 - 31.0 0—0 100 — 100

Ao fpoanik 0 0.2 mL/min o
/#&qL;%_ - 20 puL -
T L7537 R (Spray voltage) : 5000 V o
~ ‘g § & (Capillary temperature) : 386°C
R & % & B4 (N;sheath gas) : 40 arbitrary units ©
] f A% % B4 (N auxiliary gas) : 10 arbitrary units °
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fRIHEs ¢ % £ F )& Rl (multiple reaction monitoring,
MRM) ° & B-P fiei=ufdid & 2 BRI H+ 3
Fi ¢ i £ (collision energy) 2 ¢ 4 T /R (tube
lens offset)4r™ % :

o3 ?»’E‘%g‘; fL B ¥ FfE i £ ?ﬁ,?@
A ]
i WS (M)> AT (M) (V) (V)
366> 349% 24 127
Z BT ESI
366>208 20 127
350> 106* 31 115
ot E ESI
350>192 33 115
335> 160* 20 123
ALY ESI*
335>176 27 123
436>277* 15 136
F rErd @ Hf ESI'
436>160 34 136
402>243 14 141
Fek A ESI
402 > 160* 15 141
348> 158%* 32 88
i g ESI”
348> 174 10 88
424>292% 26 187
7 oEL 4k ESI
424>152 37 187
423>318 12 154
EpIerE 3 ESI'
423>207* 17 154
fe b @ RV ESIH 351>160 16 107
R Y H o
PR TIER AT AP T ORATR Y 2 RE 0 K TF L 2R TE
2.10. #FWFE%RE 7 Rl T

#%Ei%?*%ﬁ;,ﬁﬁ ’I@"g/%‘/& %20 HL IR J/._ IIQ#B}%*%S %%ﬁ
AR R0 R T Rtk R R T8
FGEEE S EF R RIAP AT R w2 F kT 5
PR RdeaY LB EREid F 2 7 2(ppm) ¢

4

o
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WY & B RSP £ 3 £ (ppm) =

Cid e RKRFHiR? &B-p Apresgsnt £ 2 k& (ng/mL)
V:iteiea TF 2B (mL)

M:Bta iz £ £(g)

EREEL SR VR SR TS S SN L O
@(Z100%) » % 37 Fl4eT

AR E AT 3% R (%) # 3 § A()
> 50 +20
>20~50 +25
>10~20 +30
<10 +50

i < P
% BTk 0.005 0.005
Fot F 4 0.002 0.002
=+ WA 0.01 0.001

# ek B 4 0.005 0.002

FrkF oA 0.06 0.015
g % 0.04 0.02
F O 0.004 0.002
e vk 3 0.02 0.02

2. 6 5Y FHPRBBELF TR BP A -



