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Method of Test for Veterinary Drug Residues in Foods-
Test of Acetylisovaleryltylosin and its Metabolite
AN S LA AR PR Y S
(acetylisovaleryltylosin) 2 H % 347 (3-O-acetyltylosin) 2. #& &% °
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2.1. %% ¢
211 7% 40 R 45 ¢ BB ETH K
2111, 33 R 0 RS 14 ¢ 35 (positive ion electrospray ionization,
ESI) -
2.1.12. % 454 : Acquity UPLC HSS® T3 » 1.8 um > p 422.1 x 10 cm » & | &

e ©

2.1.2. #r 48 (Centrifuge) * 7 5000 xgrs + 4 -
2.1.3. F i A gk iF 3217 4% (SPEX SamplePrep 2010 GenoGrinder®) : 1000
pm!4 oo B e B o
2.1.4. 22§ #(Homogenizer) °
2.1.5. s ® & F(Vortex mixer) °
22. 3%
PEA N TEREE L IR AR kT Z 5 V4 - T RR4EE L C ke L
= 4p (disodium ethylenediaminetetraacetate dihydrate, Na,H,EDTA - 2H,0)3=
B REE O EOREEAE  F VA RIFREA (NasCeHsO0) 2 R AL & =
4 (Na,CeHeO7) 3545 * A& #'? By LS RO R EN25°CT £ 18 MQ - cm
Yy v R NEES 3 # % % (acetylisovaleryltylosin) 2 H it 4 (3-O-
acetyltylosin) ¥4 p& * % 2 &. o
23. BE 2 R
23.1. &% 10mL ~ 20 mL % 50 mL -
232 45 # 150mL > PPH T -
233. 5B k| 1 7 moREnpA4Ed g & bl g RIFRA 1 g2 RIFREE =
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H05g> 7 B &5 o
2.3.4. 14 3 2§ % (Ceramic homogenizer) : $# * Bond Elut QUEChERS P/N
5982-9313 » & r B & o
2.3.5. g ¢ 3475£0.22 um » PVDF4# %’r °
4. FmH E
24.1.80%¢2 %%k -
P~z %800 mL > 4cd 5 -k = 1000 mL o
24.2.50%¢c %%k
Bz %500 mL > 4cd 35 K% 21000 mL o
243.10 Mz 3 L4057
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Bet Z Wy o e - 40372 g0 4vd BSR40 mLE fE 0 M 10MZ § i 4
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25 1. B4R RA L
P ? F24%032¢g%2 " BelmL > 23 S oRA £ 2 1000 mL > 5 s YiE
o 0 Brpik RS B4R A RA o
252. B 4pi5iRB L oo
26 Rz fell -
Pl fpd NRd AWCEZ N AP HET RS 910mg o AT
AL R FRA GRS R F 2 10mL o TAEERRE L ETG o TR R
.EL 2 ﬁi.ﬁ-}ﬁv,,zm g » 1150%¢2 "i/p/xi’ﬁv"f$_l_0 1 ug/mL s ,t.,gﬁl_g./\”i o
27. ¥Rz a1
2.7.1. vep
Bt r 258 > B2 g AT B F Y o e 2D
B X138 % 80%¢2 %% %20 mL » QI%/E E204) > £ Av > B R N
TR R £ 2045 0 B B e B iR F S0 1 18 14 1000 rpm:})éflla\
’i%’%“SOOOngEm%a\%vB&Pé],,szl/Z»“%L I20mL > ¥ 5 %% R
oo P~ o % 500 ul (a) 0 4e o~ 2 % R AR AR 5 1000 uL (b) - R & 32
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13 2 80%2 3 3 %20 mL > %R £204) > £ 4c » B A 0 ST
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5000 xgaftoc 24 48 o B Ko e %R F 220mh 0 1F 5 iR RiR o B
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2.8.1.

2.8.2.

o
Proo kAl X271 WE 0 iRk~ B EP500ul (a) 0 4 »
8% 2 10~100 uL » £ 4~ 2 % @ R 5 1000 uL (b) » iR 2353 » &
R AT T R R AR o BT AR e
PG AR Z A AP R G EH LR AW RE
0.001~0.01 pg/mL2 & 7 etk £ 5
F\ )?;ﬁf':
Peroo Al k2728 WE 0 iRk~ B EP500ul (a) 0 4 »
8% 2 10~100 ul » £ 4~ 2 % @ R 5 1000 uL (b) » iR 2353 » &
RUEE TR T R R AR - BT A R AT e i
PG AR Z R AP R G EH LR A W RE
0.001~0.01 pg/mLz & & 7 fets £
AR AT P R R AR 2D
% 7% © Acquity UPLC HSS® T3 » 1.8 um » jr j22.1 x 10 cm o
BooApiaiR P AREBRIIT SE R TR AT

¥ R (min) A (%) B (%)
0.0—-1.5 100 — 100 0—0

1.5—4.0 100 — 50 0—50
4.0 - 6.5 50 -5 50 — 95

6.5— 8.0 5—>5 95 —» 95



2.9.

106 5 1 H 20 HEfz &5 1061900051 SEFHEETE

8.0 — 8.1 5— 100 95 -0
8.1 —10.0 100 — 100 0—0
##4p i 0.3 mL/min o

A rE 110 ;,LL °

g+ L HS5Y CESIT e

£ g T B (Capillary voltage) - 3.8 kV -

# =+ g A& (Ion source temperature) - 150°C o

% 442478 & (Desolvation temperature) : 600°C o

% W44 i# (Desolvation flow) ¢ 800 L/hr o

BORIHEY 0 2 £ K R R (multiple reaction monitoring, MRM) ° 1§ jp]
B~ B4k 44 7 R (cone voltage) ¥ i & it £ (collision

energy)4c T %

B ¥ B4 A
A5 3 R (mz)>  TEQE
Apgr s V) V)
, 1043 >815% 52 24
Acetylisovaleryltylosin 1043 > 174 52 48
, 959 > 773 % 58 30
3-O-acetyltylosin 959 > 174 58 42
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VitetE (s 2 2 MAHF20mL)
M:BHA iz £ £ (9
F:ffgdc Jbaky

TP HREI RAEY LRI HE R BRI H 2 A% e

(£100%) » 37 4 Fl4e

WHYSEAC) R EERO)
> 50 20
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