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Method of Test for Veterinary Drug Residues in Foods —
Multiresidue Analysis of Antibiotics and its Metabolite

Lig* o F A fé‘i’* whH 4 kA & 2 F (erythromycin)
165470 22 (i“q‘z\)\ FE7 *‘@’A\%‘r °
2T 2 D RMERERZ RN Rk TP R ¥ & (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) 4
17203 0% e
2.1 ¥ ¢
211, i k478 BT HK ¢
2111, 33k 0 R3S Y & 33 (positive ion electrospray
ionization, ESI") «
2.1.12. k47 ¢ * ACQUITY UPLCHSS T3> 1.8 um > p /£2.1 mm
x 100 mm » & F 5% 5 o
2.1.2. #.< $(Centrifuge) °
2.1.3. & F E(Shaker) °
2.1.4. 27 ¥ (Homogenizer)
2.1.5. ¥ # 7% % % (Nitrogen evaporator) °
2.1.6. 4 E 7 % B~ ¥ (Solid phase extraction vacuum manifolds) -
2.1.7. xR & F(Vortex mixer) e
2. FE VR TR W R D L IR APk 1T RBEE
T F VA CBIRC G BERLE D4~ F V4 e 2%
2z ¢ fe = 4p (disodium ethylenediaminetetraacetic acid,
disodium EDTA) % 7 & 2} 54 * & H % 3 35 (R
fe %@k £ 18 MQ » cm 2 F) ; roxithromycin p 8 & &
o LEREFEHEBYRELL 16 5 o
23 BE 2
23.1. g P 50mL > PP -
2.3.2. #4p % B~® (Solid phase extraction cartridge) : Oasis HLB » 6
mL > 500 mg > & & & o
2.3.3. Jg¥ 1 34/20.22 pm > PVDF# & -
24, #FH2 AU
2.4.1. 0.2% mmkpais i
P~ hEpa2 g0 2 B R 21 21000 mL -
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242, 2N& § i 4hipin
BT § 1 48g L BT kA fRR 2100 mL .
2.43.02% A 1 7 FR(3:7, VV)iB ik
50.2% B3 7 8 T JE 1137 ()R & 0 ONE F 4B
RAFEIpHT -
244, Brpa B E W R
FEBAR G SRR 240 055 g WA E - 4 285g 2 & L4
Og > 14 33 kA2 2 1000 mL
24.5.0.1M¢ = b=w o fe 4 RN
FP~o - hew o - 4 33.62 g0 112 A kB fRiE S 1000
mL o
2.4.6.50%cz %A% ¢
oo d g ok L1 (V)R & o
25 #HEqpn i pe
25.1. #E4pIBRA
P27 RS0 uL > 4cd B3 -k @ 21000 mL > 2 g YiB g 0 B
ok TS EARIRRA -
252, ##A4pia kB i o
2.6, IR R %2 AR
P~roxithromycin )10 mg > #FFEf € > M2 523 T 110
mL > (%5 P 2REE F » BF 3 30-20C © T2 PFI150%2e %03
R AFEI0.05 ug /mL > 175 P IR R R
27, #BR k2 el
Bk %~ $17 #2% - clindamycin % orbifloxacin & 2.4 2 ¥ &
AR L G910 mg o ﬁ’ﬁﬁ-i v A W 1150%T R R R RS
natamycini? ¥ fRiA fE HARfLA 2N R R T o F T
10mL » % 5 438 Bk o B 5 30-20C » Tt e w £ 5 2145
B R sz o R R E 0 50% 5k AR 2 0.0005~
1.0 pg/mL (& P 384828 506 B 0.01 pg/mL) » & (T E3 7% o
28. iz
2.8.1. »ep
2.8.1.1. 5B
-t R tr BB S  Be zng’ﬂf%ﬁﬁ,‘ii’ g "S
=1

Soos O FRARIE IR %200 pl o R E £30%)48 i 154
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&8 o 4e > 0.2% mekEE ¢ 7 FR(3:7, v/V)i5 %10 mL v 3R
104 48 > 124000 rpm3L 104 4518 B~ R » & F 4 4
A B EER %10 mL o 32T 104 48 0 124000 rpmt
o104 45 0 Bt ,ﬁ’-,,s » £ B B =X F Bk o & 124000 rpm
B 104 4518 0 4e 2 2 2215 mL o $RIFS5A 4 0 1214000
pmEE < 54 4B {8 BT %] o EAFSLH IS O BT KR
B LR o
2812, =i .
,,,,,,, 2
-+ J\SmLzﬁfxmigﬁl—‘f%‘@ ’éij/” k.,,zo'};]#fl—,- P B
ZHRICE 0 REMNT0%T BRARSmMLE T AR5 mLi*
Jo 4R 0 335C I E FoRiC 0 AT F 150%¢e "%/%
RAfET T F I 1ImL o §igteiEig 0 BT o
2.82. R
it 088 > BN g MR B g o
doon IR %200 Ul 0 SRR £ 30454 0 R 154 4 o
4o ® 10 mLE 0.1IM2 = " & = 4472 %20.5 mL » 45 i
104 4 » 124000 rpm&L.< 104 &8 0 B~ ¢ 50k > & 3’«'}%“ » T
15 mL > 4% F 104 48 > 124000 rpmag.< 104 48 > B~} 7% o
ERABXZBR 2 EI2g R EIES 0 F 124000 rpm
oo 104480 Bt iR o tlikdr de » 2 H10mL R £323

114000 rpmdes 104 48 > & B FiFiRe o 35°C M F F Rt
ARG 150%e HRRGEE T I 1Iml ) KRB0 ik
THe R o

29. AT fetk B R iF
oz B R28G X BRIV 2§ O eRAC(S 0 AW J’Tﬂ? ik R
TR RRImLR RS SR B s > &7 7 EETRAPA T
POESE A AT o ﬁ*‘u‘éﬁi%ﬁ’l’\%"‘%—i@wﬁ» mfR O B
A RER O ANETAT T RBESR
e AR R AT B R A 47 p] g 2
BEARD R CAREBRUT AMEERETHR AT

P [ (min) A (%) B (%)
0—>1.5 100 — 100 0—0
1.5—4.0 100 — 50 0— 50
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4.0—7.0 50 — 20 50 — 80
7.0 —9.0 20 — 20 80 — 80
9.0—13.0 20—5 80 — 95
13.0 — 14.0 5—5 95 — 95
14.0 —» 14.1 5 — 100 95 —0
14.1 — 20.0 100 — 100 0—0

## 4p i 0.3 mL/min o
A erE D10 ul o
£ g % & (Capillary voltage) : 2.5kV -
%ﬁt—? /7.8 & (Ion source temperature) : 150°C -
B EEATE B (Desolvatlon temperature) : 600°C -
I;T Bl o 0 % £ F R ] (multiple reaction monitoring,
MRM) - 1§ Bl &+ ¥~ 8448 7 /B (cone voltage)
2z fg i £ (collision energy)4r¥it % o
giz TR R ,{ AP T ORATR Y ZRE R TG
2R EE
2.10. #& JPI:‘“:'%EZ‘ 2 :E_/EJ?\:
HREPHRE EERRL10 L A~ B~ 24p k178 B F
WiERT o R29.EEEREAT o fjﬁﬁ/’% PRI R AT R
ZAGETZ S EF R RIIDHRET R &N 2T BT 5
RS RO L2 2 7 E(ppm)

\"f"\

Y L A CxV
BALY £t A2 B (ppm)= o
C:d AR h%%ﬁﬁﬁﬁzﬂﬁ w4 % 2k B (ug/mL)

VWi is T ;Wf‘(mL)

M: Befiem it £ 2 ()

TAREAES s R d 20 dpS W2 % G it A F(=100%)
B R

i+ & (%) 77 (%)
> 50 +20
>20~50 +25
>10~20 +30
=10 +50
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Brey o
o l. 2z E165Et 22 HE A F 40T £
15 g t& 41 ' £ (ppm)
B~ 7 LA A PR N
clarithromycin — 0.001 0.001
erythromycin W 0.001 0.003
josamycin — 0.005 0.01
kitasamycin A2k E 0.01 0.01
natamycin — 0.01 0.01
neospiramycin I — 0.01 0.02
oleandomycin Y & 0.005 0.005
spiramycin I g iz 1 0.01 0.01
tilmicosin — 0.01 0.01
tylosin ? & 0.01 0.01
virginiamycin M1 A 0.005 0.01
cefoperazone — 0.01 0.01
mecillinam — 0.01 0.01
clindamycin — 0.001 0.003
lincomycin N & 0.001 0.001
orbifloxacin — 0.005 0.005

2. 450 F BERBEE BT BA AR
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A~ EFF 16 FHd 2 N IER 2 TR S E R G H RIS Sk
A CE A H T4 $

e s S IR (MZ)> BT R FiLAE i 8 SRAET (miz)> EHRATR AL E

T i A 4 (i) V) (V) 440885 () V) (eV)
clarithromycin _ 748.7 > 158.0 28 32 748.7 > 1159 28 44
erythromycin i E 734.6 > 158.1 26 32 734.6 > 576.5 26 18
josamycin _ 828.7 > 109.0 46 44 828.7 > 174.1 46 34
kitasamycin A2 772.6 > 109.0 46 44 772.6 > 174.1 46 32
natamycin _ 666.5 > 503.3 18 12 666.5 > 463.3 54 32
neospiramycin | _ 699.6 > 174.1 34 30 699.6 > 142.1 34 22
oleandomycin Y & 688.6 > 158.0 24 28 688.6 > 544.5 24 16
spiramycin [ gk F 843.7 > 174.0 48 38 843.7 > 100.9 48 40
tilmicosin . 869.8 > 174.1 70 46 869.8 > 132.0 70 50
tylosin %Hg('% 916.8 > 174.0 50 40 916.8 > 100.9 50 50
virginiamycin M1 A E 526.4 > 3552 24 18 5264 > 337.1 24 22
cefoperazone 646.4 > 143.1 18 40 646.4 > 530.2 18 18
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A AR 16 S Ft 5 P IR B T 5 £ kRIS S 8(H)

IR

-

A5 4 TE 4+ 5t T AT %

e s S T ERALS (MZ)>  EHAT R RN E W IR (Mz)> BRATR s E

" i A $ 3 (miz) V) (eV) A 4 3+ (mlz) V) (eV)
mecillinam _ 3263 > 167.1 32 22 3263 > 139.1 32 30
clindamycin _ 4253 > 126.1 30 28 4253 > 3772 30 20
lincomycin T R E 407.3 > 126.1 32 30 407.3 > 3593 32 18
orbifloxacin _ 3963 > 295.1 32 24 396.3 > 226.1 32 42
roxithromycin (L.S.) 837.8 > 158.1 32 36
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