108 /£ 10 A 17 H#EZEF 5 1081901755 5RfaLE]E

Y Bt BERTERER S 2 —%&ﬁéﬁ 2 & (= )(F #)
Method of Test for Veterinary Drug Residues in Foods - Test of Tiamulin (2)
Lig* R AMem> 2@ * W H 44 &2 v %F%% (tiamulin) z_ &
o
24 5% i R MIEF P2 S A 4T B B & (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) &~ 7
2. E e
2.1. %%
211 ReAn kA7 @ BT AR
2.1.1.1. 33k @ 7 E 3 1 (electrospray ionization, ESI) -
21.1.2. K +7¢ : Zorbax SB-C18 > 5um > p j24.6 mmx 15cm» & e 5
r";“ o
2.1.2. &< 5 (Centrifuge) @ # #4000 xgrz * JF,Z o
2.1.3. ¥= i %= (Shaker) -
2.1.4. =27 #(Homogenizer) -
2.15. % # 77 % % (Nitrogen evaporator) -
2.1.6. F4p E 7 X P~ 4 % (Solid phase vacuum extraction manifolds) -
2.1.7. >R £ F(Vortex mixer) e
2.1.8. fadk & P Tk (pH meter) -

22, FREE VR S TR S W E I e iR pip kAT hERRE -~ &
F 1“4 ~ pRpci = 7 40 (NaH,POy) ~ mips & = 40 (Na,HPO,) ~ #
it 4 ~ o = mp 2 B - 4p(disodium ethylenediaminetetraacetic
acid, disodium EDTA) % # & 4 395 % @& % 3 35 K (]
e fx v 218 MQe-cmit ) %}%7% ¥R R
roxithromycinp $84& % 5. o

23. BE 2 40

231 g 1 50mL > PP -

2.3.2. H4p % B~= (Solid phase extraction cartridge) : Oasis HLB > 6 mL -
500 mg > & B o

2.3.3. g% 1 34/20.22 pm > PVDF44 5 -

24, #Fmz AW

2.4.1. 0.2% ik ripain i
FLB~ hpRfe2 90 112 B3 k3 &% 1000 mL -

242. 2Nz 3 v 430 ¢
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HPE§ 1 48g - A AT kA fE# £100 mL o
2.4.3.02% kmpips ¢ 7 pR(3:7, VIV)iB R
P02% mpspein ik ? 37 (VIV)2 v iR 3 0 112 NG § V4
ARBEPHEZT
2.4.4. AL T A R
B & 40550 Biftd - 42850% & 499> M3 I
ki3 % & 21000 mL o
245.01Me - s=e ¢ Fi- 4R
fiPee - ovRw o ph - 44336290 13 AT kAR 21000 mL o
2.4.6.50%z A% ¢
Brr s Rl L (VIV)Z iR g o
25. e App iR B W
25.1. BE4piBRA
Be® AES0 ul o 4e 2 3ok i@ 21000 mL o 1R R 0 BriRiR &
TR ARIBIRA -
2.5.2. ##4pi%%B
Be? E50 ul o 4e e 3% i@ 1000 mL v 2 e i s 0 Bripik BT
B 4p % % B -
2.6, pFRAREA 2 Fe
B&roxnhromycmp\ AR EGI0mMY > HrEF T M HFFET TF
T10mL . iF 5 N IARE Bk o L BTG o Tt BB BN IR E R
& 0 1150%¢e ¥Rk #f%10.05 ug/mL > B IE P IRAR A R o
2.7, A2 fed
B’»%]» YR HRYARE R 10mg - H AR T 0 150%2e AR R
T R10mL FEARE R > A RETE o TRt PR ERE R Z
NIRARE R IR & 0 1150%2 3 3 i AR 1 0.02~0.1 pg/mL (7 p 38
8 2k B 0.01 ug/mL) » B iR IR R o
28. ¥z Ay
281, B
Reig w7 20018 - Bo29 HAEfE T B E Y o b p
FRAE I3 7% 200 uL - KR £304) 0 # B 154 48 o 4r » 0.2% A
e 0 ¥ OR(3:7, VIV)i3 10 mL > 45 7104 45 > 124000 xgi.s 104
480 B FiR ORGSR D ‘f%’ﬁf;‘%;‘.’%lO mL > 3= F 104 45 >
174000 xga =10~ 48 o & & 1 Fik o 4o r e =15 mL o 4R TS
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A4 0 114000 xgAEeS544E 0 BT kg o v 222 15 mL £

A, B2 0 BT KR L h o
2.8.2. & i .
P28l E BE I T AR A A I AT BEE mLE 2 4 k5 mL

B FEEE > DR FRZFE®E 2 IR 0 R E Y
70% 7 F53 5 mLE ¥ S mLit ik o qr i > 35°CL §
YREC 0 A T 0150%e AR AT R F 2 1mb o KRB
BT R o
29. AF TR ERZ G
P R 288 F P E V2§ FRicie o A AN FIERE
Baelmliz iz SRl EFEAT REERZR &7 7
R TRAR R AT BT AT o R R AP IR 2L L 6
v 2L 3R kR WiF0.02~0.1 pg/mLA F T fede B 4L -
AR R A 8w A e e g 2 ()
BEARS R CAREBRUT AFEEEFRR AT

¥ ¥ (min) A (%) B (%)
0.0 > 2.0 95 — 95 55
2.0 25 95 — 60 5 — 40
2.5 6.0 60 — 20 40 — 80
6.0 — 10.0 20 — 0 80 — 100
10.0 — 12.0 0—0 100 — 100
12.0 — 12.5 0—95 100 — 5
12.5 — 15.0 95 — 95 55

##4p ik @ 1.0 mL/min o

it~ :10uL o

i H D ESI e

3+ *F 5 T & (lonspray voltage) - 5500 V -

-+ Jr R & (lon source temperature) @ 100°C -

e # g 8 /& (Turbo heater temperature) : 600°C -

7% 1t % H(Nebulizer gas, GS1) : 60 psi -

#if B4 4o £ 5 48 (Heated gas, GS2) : 60 psi °

opEes ¢ 2 £ F & o el (multiple reaction monitoring, MRM) - 1§
PlEES -3 B & 7 R (declustering potential) 22 i 42 it

3
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£ (collision energy)4-™ % o

BIE

A+ 5 2 A AR
A5 e W SR+ (m/z) > TR O
A ¥ 3+ (m/z) V) (V)
*
porean SO w
Roxithromycin (1.S.)  837.8 > 158 80 48
*TE Y
PRI RIEEA A R T R 2R B K TS 2B
TIF 1= o
2.10. #FEWEH% 2 7 ERl T
AT RRE AT 7 RRERZREL0 pb > & S0~ R4k 47

B RY 0 220.5FE 2R FA T ;];,;%g@ B A R 0 L

%L/%?%FE; ? -é_}; f@lé’ /PJ#E?‘}’,@&% 53\&( )f/‘g-,lj7 ) T’ IK'L- ;]J

N SR IRYS R %2 7 £ (ppm) :

CxV
M

WA ® 34 % 2 3 £ (ppm) =

Ciod A et B ART R $ 43 2 kA (ugimL)

VR fs TF 2 A% (mL)
M: B A 4782 # £ (g)

AR EAET E A R HE X BT R ARG A T

(<100%) » 7 2 § Bl4c

10§85 A (%) B R (%)
>50 +20
>20~50 125
>10~20 +30
=10 +50

il AkS%k D E 2 LE &L 0.01 ppm -
2. MY T HERBRLEE L TR p T8
% ‘d‘;’\’/gk

i

1 2457138 22013 a &?@ fp* BRFTERHK > F — Lt 2
R FEAR T A 47102892 60 FR3 8 F % 102195032955 = £ -
2. Yoshikawa, S., Nagano, C., Kanda, M., Hayashi, H., Matsushima, Y.,
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