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AP T ERTERER T E - FRMELRR
Method of Test for Veterinary Drug Residues in Foods-
Test of Tulathromycin
Lig* R rpR> 2R 54457 ﬁx;:,g(% (tulathromycin)2_ & % °
2. %k 2 L RMIEFE R MG A TR BT & (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) %~ 47 2. =

PEJ

21, %% ¢

2.1.1. % Ap A 45 # BT ok

2.1.1.1. 33 R ¢ B F 4 & 33 (positive ion electrospray ionization,

ESI') -
2.1.1.2. % +7 ¢ : Poroshell 120 EC-C18 » 2.7 um » P} j£3 mm x 10 cm » & f¢
B o

2.1.2. #r 48(Centrifuge) * 7 5000 xgrs b -
2.1.3. % ® & F(Vortex mixer) °
2.1.4. 2§ A ¥ F % (Ultrasonicator) °
2.1.5. 325 #4(Homogenizer) °
2.1.6. & F % (Shaker) °
2.1.7. & 7 #)4p % P~ % ¥ (Solid phase vacuum extraction manifold) °
2.1.8. ¥ § &% % % (Nitrogen evaporator) °
22, FE VR~ L2 TR RARE TSR R s R (25%)2 T R
GER¥ofR * FEEE A 2 S k(O T 25°CT E 18 MQ - em
)5 1 ik A¥ R * 5% B (tulathromycin A) o
23, BEZ B
23.1. 7 #¥g  10mL% 20 mL -
232. 3¢ 1 15mL% 50 mL » PP 8 -
2.3.3. H4p % B~ ® (Solid phase extraction cartridge) : Oasis MCX > 6 mL > 150
mg » & % 5 o
2.3.4. ;),é,’-’#.— D 347£0.22 pm » PVDF# & o
24 FR 2 A G
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2.4.1.80%¢ %3k
B~z 3800 mL 5 44 3 -k @ 21000 mL o
2.42.95%¢2 %A%
B~z #0950 mL 5 44 3F -k @ 21000 mL o
243, X%
P~? A2l mL v 4c80%¢2 3% % % i = 1000 mL °
24.4.2%" paiB ik
P~¥ Ee2mL 0 43 33 ki€ 2100 mL o
245. 75%% k2 e iR
B~% -k200mL > 4c 2 % & 21000 mL °
25. HbApigieZ AW
251. B 403 RA "
P9 B 483153 mgk T ElmL 0 23 33 KA fER 21000 mL 0 R
Bl PripiR BT B ARIRIRA -
252. & 4% RB
B~ P f4%3153 mg3 " el mL > 1295%¢2 %R %A 3@ 21000 mL 0 &5
T 0 PR BT B ARIARB o
2.6, MR Rz fe ]
AR T E R MR 10 mg L Y ARE o R 2 SRR
32X A I10mL (FAERERRE > LA G [ BREERERZ
VLA B AR R AMTR D 1 ug/mL v TR R
2.7. ¥k A
2.7.1. ¥ B~
2.7.1.1. wep
Rt RIOF L B N2g MR B3P F P o e X FTBR10
mL > SRR & 144 0 JRF 104 48 > 115000 xgd s 104 48 0 B+ 7
B AGHF LA FERI0OmML ) EAFE B - o E B FR o e x
e Bdpfrz e % 15mL o MUER £ 144 0 RIF 104 48 > 125000 xg
BeaSsds o R ER T RRY e HEfoZ T R ]I5mL o Rk
Fiv— > T R o WA0°CKIE T N F R¥EE H4mL o F 2
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2.7.1.2. B
W RIS S B»:sfqlg CHFEAET > BOTELS F P o 4o EBOGR 10
mL > SRR &1~ 480 =T 104 48 > 115000 xgd< 104 48 > B+ i
R RFHF R FBRI0OmML ) E£AFEB- =00 £ R o A s
e itz e 1S mL o SRR £ 144 0 R F 104 48 0 145000 xg
PooSaks o R R T R4 e Efrz e 2 15mL 0
PFiv— Z o BT R o SH40°CokiE Y 0 F F kST 94mL o £ o4
B kT 220mL o EE e E o
272 & .
2.7.2.1. v
P27 0L E R 3R 0 L T A Y S mLE 2 4T kS mLiE
Bz FIAREB® o RRAR o 2% AR5 mLE T iS5 mLik B
o B o B 7 5%F ke maRomLit K ot KR
40°CRiEP U F J&‘ﬁ"ﬁi oot > BEARBRALI ML > AL F R
10448 > (55 Bk Rk o Botkir R 500 ul (a) » 40 » #4033
AR A 51000 uL (b) 0 B & 55 0 SIRWSER o BT o
2.7.2.2. ]
B2 7028 R Rk o L 0 FE AT S mLE 2 45 k5 mLiE
i AR o 2% B SmLE T RS mL ik B e
e Ao A o 71 25%% "Rz e sEaromLy R o TR
40°CKiE P M F FEH i?i o 4r M FE AR RA LI ML > A R
w1044 (T2t Rik o B&%ﬁi.i Fui®50 ul (a) » 4c > #4903 R
AR REAE 51000 uL (b) » R £ 353 > SORNCGE 0 EIERIR o
28 AT T Mz GiF
2.8.1. vep
Bz A2 g0 R27.EA WY Kk ik o BE500 ul (a) 0 A B4
B2 5% 50~500 pL > £ 4~ A5 04073 i AT AR AE 5 1000 pL (b) - R
EP3 T NRWER RITAT TREERZ R - TR REEF S
7 o ﬁ‘?#é&%\/ﬁ»%m ek kR > Wi70.05~0.5 ug/mLz A F

~

‘mﬂ'
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v dedllg R27.8A WL iRk EB50ul(a) 0 A B4 ~
TR RIS~150puL » £ 4v » B E 4P R AR A 5 1000 uL (b) > R &
By R R R RTFAT TRBRERS R c RTIELEEFA

ﬁ’%éﬁﬁﬁzﬁﬁﬁﬁﬁﬁﬁik&’ﬁmmw~aw%mng

et R

AR R AT B RS iR R D
& 7 ’F’ : Poroshell 120 EC-C18 » 2.7 ym » p /=3 mm x 10 cm

BEARBIR CAREBRUT A ERFHR AT

¥ R (min) A (%) B (%)
0.0—-1.5 95 — 95 5-5
1.5—1.6 95 — 78 5—-22
1.6 - 3.0 78 — 0 22 — 100
3.0 —-45 0—-0 100 — 100
45— 4.6 0—95 100 — 5
4.6 — 8.0 95 — 95 5—-5

#FEoAponzE ¢ 0.3 mL/min

45 iR ESI

£ g % & (Capillary voltage) : 3.8kV -

# =+ R R & (Ion source temperature) : 150°C o

% 4247 R & (Desolvation temperature) @ 600°C o

A B A i# (Desolvation flow) @ 800 L/hr ©
WopHEs ¢ 2 £ & R R (multiple reaction monitoring, MRM) - i jp]

S+ 4~ B 48 7 R (cone voltage) & i 4 st & (collision

energy)4r ™ %

2

3 4

W BRALT (m/z)>
A J B+ (m/z)

R4 R
T B it &
V) (eV)
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807 > 577* 32 48
% b
AEERE 807> 116 32 52
TR
L PEBITIEE A AR TR Y 2 RE R T L 2R T
E R

29, FHFEHRE 7 BRI T
HREEPRRE zixﬁ;ﬁqﬁa ERBRLESUL » & B /IQ#B}%*%SB&F?P‘E
W 28R LT AT o JetRiR AT e A B SR R T L 2
AGPTA S EF R R RS B A CEN L £ T A E S R
WY S &EE 2 7 E(ppm)

CxVxF
Wil Y FEEE 2L 7 E(pm) =

C:d AFT k&AL FRR? § @A 2 kA (ug/mLl)
Ve A1 L 2 WA (mL)
M: oo trie iz £ £(g)
F: R a. dbakF
M HES A LR HE LRI H LR EG A F
(£100%) > % 3 = Rl
RO FF RO

>50 +20
>20~50 +25
>10~20 +30
=10 +50

T_E 'L e Z0.05 ppm o T PER S 0.3 ppm e
Zﬁwﬂﬁﬁ§ﬁ$¢% PR R p R
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