99 4F 3 H 12 HE a5 0991900107 B\ 4
102 /£ 9 H 6 HE a5 1021950329 & 1E

SRR ERTIRER D2 —RAR I ERT A
Method of Test for Veterinary Drug Residues in Foods-
Test of Multiresidue Analysis of Antiprotozoal drugs

L™l Mgk 2% 23 4 457 LR LR8N % (narasin) ~ /&
# 454 (halofuginone)~ % ¥ ez (robenidine hydrochloride) -
fC 5.3 f (diclazuril) ~ 7 + = #F(nicarbazin) ~ F % #iged
(dimetridazole) # 7 7L @ efied ¢ fg(metronidazole)z & % -

2. W > 2 R4k 47 ¢ B OF 2 (liquid chromatography/tandem mass
spectrometry, LC/MS/MS) -
2.1. %%
211, Rip kAT e BEEH R
2.1.1.1. 33k 7 FE 4+ i (electrospray ionization, ESI) -
2.1.1.2. & +7¢ - ACQUITY UPLC® HSS T3> 1.8 um > 2.1 mmx 10 cm >
B s E o
2.1.2. =% #(Homogenizer) -
2.1.3. >R £ F(Vortex mixer) e
2.1.4. &+ A4 2§ ®(Ultrasonic vibrator) -
2.15. & i%(Centrifuge) - & ¥ 24000 rpms * 4 -
2.1.6. F4p E 7 % B~ % (Solid phase extraction vacuum manifolds) -
2.1.7. % # 7% % % (Nitrogen evaporator) °

22, FE o2 U mBKY RApkTR G TR 27 AT RR%
(dimethylformamide) ~ & K Frfidh 2 ¢ 048 &%
A BARH 5 L B R R % (halofuginone lactate 100 pg/mL > 4p
BT 7 A EARMS22 ug/mL) PR F R emeo o
7T FEepek 2 P AT ek e fRERR Y R E R
dimetridazole-d; (DMZ-d3) ~ 4,4’-dinitrocarbanilide-dg (DNC-dg)
% metronidazole-d; (MNZ-d3) e =& P R4 5. o

23. BE 2 440
231 Wy 150mL -
2.3.2. %4p 3 B~ ® (Solid phase extraction cartridge) : Sep-Pak® silica, 1 g,
6mL > &k %E o
2.3.3. g% 1 3420.22 um > Nylontt & -
2.34. % ¥ :50mL -

24, HBEApia ez B
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241, FEAPARAL L BT 2120091 0.1 (VIV)Z v BIIR 3 1R

@Jf& ’ B"//,%Lnfi; ‘%‘Fﬁ'ﬁ"ﬁ]/p A o

242, 6 4pa B 3 BT kg ? §21299.9: 0.1 (V)2 bt B3 5 5 12

2.5.

2.6.

Ta i 0 PR BT B4R IA R B o

PR A R 2 FR

B~ DNC-dg ~ DMZ-d3 2 MNZ-d3 e =% P 2R4EE 5. 2 ¢ 5mg > 4 5
Ao DNC-dg 12 = 7 2 7 FpiR3 2 3 %5 i 50 mL > DMZ-d; %
MNZ-ds 4 5 12 7 33 j2.50 %5 3 50 ML 5 5 p 3048 fu i - ¢ ¥
B m SRR R R B £ S0 2 50%c i3 R AFR D 20
pg/mL > 1T 5 R & p grs*;nwzg.;%;& .

[t SR

BB A o REAE UL RE 2 F T FE 2 A AT
““ﬁ%‘i‘ﬁ”*ﬂ«%‘" 5mg > WAL 7VE F 2 B ¥ e vl
e fRa RS 250 ML R EE s F AR AT
ﬁﬂz‘nk%ﬁg‘li ;.L50 mL, ]gi‘?ﬁﬂiﬁﬁﬂﬁgg Qﬁ\:"b ﬁ%lv\‘;—;l |1F’]ﬁ§

BT R F 250 mLo (FARERR o @# ¥ P A uBg 2SR
% 1150%¢e ¥R ,ﬁﬁﬁif&@g%aﬁ o5 0.02~ 20ug/mL’ a2
A5G ~ B F e E 2 —+ ;‘"H:ﬂ005 ~10 },Lg/mL’ FE chét;ﬁgﬁl_\g P
vk o fE 5 0.0025~0.1 pg/mL > ¥ 5 88 7% o

2.7. iz A g

2.7.1. Z B
Mt Wm0 18 > P95 0o J{%ﬁvfﬁ- RS I
v ,4\:)\;&'@ \ﬁrwfﬂ_%,p/&zs ul > # 3% 10 #45 o £ 4~ 2 3
10mL 2 & -kaipisp 1090 R & 1/7:\ i NARFARTD
2 - I 4°c: 12 4000 rpm & 20 A48 > B b FR R T E o

2,72, F i .

271 5 EEivs 208 R L )"?F"J;-"j o % 5mL jExz 'T]#E]—-r
Bzl e 5 2mL b REREED > & E D
i Y 40°C 1 F FORHEIA TR MG 0 L mLYY s e i
”I\;Q‘,:j_ 1.0mL > §ptiiBipis @ HiTHRR °

FLC R A Bl B BB Rt AT e

28. rE M2 BT
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¥ ﬁﬁ%%%ﬁ;@;&:ﬁ:w?i vt > R2TEAUKRR T LR
PIEEEERAD R AT BT A 4T %)’é#‘@/ﬁzﬁﬁdéfﬂ\ MR B
ARG Fr > BB AR ARER > WiTRESR -

KA g R & ¢ 35°C
BE RN AREBRILT AR F R A
pERE (min) A (%) B (%)

0.0->1.0 100 — 100 0-0
1.0—-20 100 — 50 0— 50

20— 3.1 50 —» 30 50— 70

3.1 >46 30 >0 70 —> 100

4.6 — 10.0 0->0 100 — 100
10.0 - 12.0 0—-100 100—>0

#% B 4piniE ¢ 0.3 mL/min

A~ 110 uL

£ g T B (Capillary voltage) : & a4+ i & 3+ (ESI )4 * 3.2
KV > g3+~ § 3+ (ESI)
#* 3.0kV

#5+ J&E & (lon source temperature) : 120°C

% W-AE 4R & (Desolvation temperature) : 450°C

i HR4a § 1870 i# (Cone gas flow rate) : 100 L/hr

% 3570w i (Desolvation rate) @ 700 L/hr

RS 0 % £ & i 4 pl(multiple reaction monitoring, MRM)

TR LB~ S s B4 T R (cone voltage) & i dE i £

(collision energy)+4-— :

P [ 4 B ¥ ERAT R miia g
AR W E (i) > () v) (eV)
787 > 431 50 50
K3 *
R R ES 787 > 531 50 45
s + 416 > 100 35 45
A ESI 416 > 120 25 30
- 334 > 155 25 25
T ¥ eieg ’
eree ES 334 > 111 25 40
‘ - 405 > 334 35 20
AV S
B ES| 407 > 336 40 20
- 301> 137 20 40
—+ = %
7T ESI 301 > 107 20 35
— 142> 96 25 22
& F ek "
w3 ESI 142 > 81 25 25
AL T g st 172 > 128 25 15
o 172> 82 25 25

3
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DMZ-ds ESI 145 > 99 20 15
MNZ-ds ESI" 175 > 131 15 15
DNC-ds ESI 309 > 141 25 15
TEHFH R E Amiz 787 > m/z 431 ~ & BAgHF 5 miz 416 >

LY L U

m/z 100 ~ % ¥ eiive 5 m/z334>m/z 155 ~ A 5
m/z 405 > m/z 334 ~ # + = 4 % m/z 301 > m/z 137 ~ i+
% vk 5 m/z 142 > miz 96~ A £ 7 ek o f L mfz 172

>m/z 128 -
R Z R BARH ~ B R eRerEd B2 eRek g
DMZd3 /HBJ}” F"Z*ﬁ%%'%?MNng i\‘;b#“}}] &

n 4= ‘}%fjibhq* DNC- dg

20, EEEE § R M
AT P 2 8RR E 10 b > & 5]

=

&g R A
;o R hee ¢
WY LR

C:d %%

’ 2}% 28 Fp| T aE R T A T

L3R AN 5 £ (ppm) :

w3 2

\
m>
Jrehs
=)
©
3

ECl Bl

*An 7 8 5

/T)fa*ﬁni’ B 'g‘/p e AT R R 2
$EF IRl st sk g2 F kT A R

¢ & FUR S 2k B (pg/mL)

V: ’Fﬁ%ﬁﬁxw aﬁxiﬁﬁ(ml—)
M:Zfs et £ £(9)

24P RAEd 2 B H2 RE S

?;?%Eﬁ—kr_f :

A0 @ 19 (<100%) -

WEET B R%) B FI%)
> 50 20
> 20~50 £25
> 10 ~ 20 % 30
Rl A& 22k TR AT
. U g PR
Sk (ppm) (ppm)
7R % 0.005 0.005
B 0.01 0.01
B ¥ e 0.01 0.01
PR 0.01 0.01
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R 0.01 0.01
& % efged 0.0005 0.002
AT ek o fE 0.0005 0.002
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