


SEP P EATERS D FRLRR

(Z)B % Z¥RL
DS TR E B

L™ B A% 2703 | L " R AR 24 | AL R AR
HAFZVUE CPRE BY XE | B A S Y X % (amprolium) 2 | H B 7 E R
® (amprolium)z_ & % ° & oo BFE2FZL
2. % 2 RMEERE RN |2 K% RBEFERE I | 2HAETE
te o e Ap K 4T B BEE A R (liquid | 18 > iR A & 4T 8 B R 3 & (liquid | 47 B o
chromatograph/tandem mass | chromatograph/tandem mass
spectrometer, LC-MS/MS) 4 47 2_ * | spectrometer, LC/MS/MS) %~ +7 2. =
e e
2.1, %% 21 R

211, rAp R TR BEE R
2111, 3= R 0 % OF S
(electrospray ionization, ESI)
2.1.1.2. % +7# * ACQUITY UPLC®
HSSPFP>25um> p j£2.1 mmx 10
cm > & B o

2.1.2. = #(Homogenizer) °
2.13. B i# &~ §r % ¥ (High speed
dispersing  device) SPEX
SamplePrep 2010 GenoGrinder® >
1000 rpm 2+ > g% H i B3R 7 5 i
2. KR o

2.1.4. 3 < 1% (Centrifuge) @ ¥ &
5000 xgrs + > 2 8 R 4] i210°C
IVaaY —42] o

2.1.5. *g iR £ E(Vortex mixer) °
20 E TR TR A
R Ais U R RE R Rk
Frfed¥ ~ frpadp  primary secondary
amine (PSA) % octadecysilane, end-
capped (CIS EC)3 = * & 47/ 5 4
S R (v R R 25°C T iE 18
MWem 4 F) 5 % % BB
(amprolium hydrochloride) %t p& * &
X

23, BEZ 4L

23.1. s g 1 50mL > PPHE o
2.3.2. Ja"134/50.22 um> Nylont#
5 o

233, 7 &£4L 50mL > 4&d o
234, B X ¥ F % (Ceramic
homogenizer) Bond  Elut
QuEChERS P/N 5982-9313 > & f& &

e

235 e gAY 2 g okmp

2,11, jeAp k47 B B R
2111, 3+ ik - TR L 3
<+  (positive _ion  electrospray
ionization, EST") -

2.1.1.2. &+7 ¢ *ACQUITY UPLC®
HSSPFP 2.5 um> p f22.1 mm x 10
cm & &S o

2.1.2. 3= #(Homogenizer) °
213, 3 B RFAEIRFTIDTH
(SPEX SafnplePrep 2010
GenoGrinder®) : 1000 rpm4 + » &
fe 2 5 o

2.1.4. < % (Centrifuge) @ # &
3500 xgrt + % -

2.1.5. *g kR & F(Vortex mixer) °
22, FEF LM 2T ERIDEY R
RAri ) P pagR* FESF R EK
Frfed¥ ~ i fa4) ~ primary secondary
amine (PSA) % octadecysilane, end-
capped (CISEC)35 5 » 7/ ; 2
F ook (R A25°CF #1018
MW-cm2 ) 5 % i% % (amprolium
hydrochloride) %} e # & & & -

23. BEZ H

23.1. g P 50mL » PPHF -
2.3.2. Jgit 3t 720.22 um > Nylontt
o

233. FRFL:S0mML » i o
234, 1 X ¥ F * (Ceramic
homogenizer) Bond  Elut
QuEChERS P/N 5982-9313 5 & f &

Fe

235 e a5 E ke
H6g - fEpalSg AR E -
23.6. i g F 0 2 PSA 50




462 Frpa4r1.5¢g -

23.6. i % g F D 2 PSAS0
mg ~ C18 EC 50 mg# & -k Frfis 4%
150mg > % § =& 1 mL -

Al vz Rp RS g
LRAEPE E e o

24, #FA AW

2401, $1%7 phz o %R
B9 F 10 mL v 4e 2 % @ 21000
mL °

24.2.0.1%" paig ik :

Be? F20.1mLo4e 3 B3 K2 2100
mL -

2.43.0.1%7 f : © %(9:1, vv)i3
I

B0.1%7 fip e %1191 (VW)
WBR 3 o

25 BEdpipiez g

251 BEpip A

B9 A lmLo 4e 3 33 -k @ 21000
mL > " R e 0 Bk A B
ARBIRA o

252, Bd4paB ¢ oo

26, HERIRZ Y

PoAR g T F X RB 5 mg2 $HR
AR R R 0 1Y RIS R
FEEFIS0OmML > FLEE R
AORRTE o TR PP 2R R
o ? AR Dl ug/ml o iR
BRI o

27 iz W

M 3 SRR R e 0T 1S 0 B
02g AFEARES RUER S
Bie P BFF R BY
2g o HrEfEE R iEREA B E
- IR SR LA R
3 -k10mLZ 5 1% a2 ¢ %
10 mL > £ 4 » FBF 0 H 2
MELT 1 F e 31
B i A FTE R 51000 rpmik i & 12
£ 7 ¥R 14 4 0 >110°C 2 5000
xgls 1 dE o Pt ikl mLy B
AR G E Y o B AR

mg ~ C18 EC 50 mg# & -k Frfis 4%
150mg > % f 7w 1 mL -
AR N el R A
BEPZZL m L Ele o

24, #Hzaw

241, 71%" a2t %3 0% ¢

B® A2 10 mL > ‘e 2 ¥ 2 1000
mL -

242.0.1%" paig ik

P~® 0.1 mLs 4c 3 33 -k =100
mL -

243.0.1%" paz ikt ¢ % (9:1,V/V)
R

P~0.1%% fa¥r ¢ #1291 (v/v) b
AE N

25 #Edpinie 2 pel

251, B ApaiRA

B~? R2lmL o 4c 2 33 oK & 21000
mL > 12 g Wi g 0 Bl A B
B IRA

252 #EApa B e oo

2.6, MR 2 F

Bedp g Y 5 % R 45 mgz ¥ R
AR AT 0 1T RIS R
FTEIS0mL o iTL R R
ARG o TR B B R R R
e o 1?4 2 1000 ng/mL -
(A St

27 W2 W

Rt B SO HS  BN2 g MR
Al I AN IR S FELR
A 2.2 3+ R1I0mL2E 53 1%°
fez ¢ 3R 10 mL > £ 4e » X B
R ERABT RN F L
CHE R D
F 471000 rpmiRk F 2 £ A iR
1A 48> *210°C 0 115000 xgdjt e
144 o B~ il mL o B2
LS E P 0 B T R
55 501000 rpmiE i & 00 L
I3 F 1 4815 > 115000 xgéfres [ 4
& o P~ F% 500 uL (a) > 110.1%"
Fedi t e (9, vV)RRTEL

|

B >t1000 rpmdk F 202+ Bz 3R T
14 4518 > 115000 xgd s 14 48 o B~
F iS00 uLl(a) 2 A~ 0.1%7 B -
e % (9:1, viv)i% ik g B84 5 1000
pL(b)> R &35 » S ilin &

1000 uL (b) » "B » & Tk
iR o

28 AP TR E R Wi

P et 275 WE S
FFie o AuERS00pL (@) A5




T i o

28 AT TR ERL WiT
Pezv WA R2.7EAEWEN D
Fik o A B EE500 L o 4~ R E
% i%0.5~15 uL2 if £0.1%" Bt :
e 3% (9:1, vIv)i% R o i B84 5 1000
uL o iR £33 > iR Wi 0 B 0F
AP TR SRR TR
@Fﬁﬁl?iﬁﬁi%%&ﬁ;
B2 X ERER BF05~15
ng/mLz A F T et € M o

AR R AT B B R g 2 (D
& 45 ¢+ ACQUITY UPLC® HSS
PFP > 25um> p j£2.1mmx10cm -
BEARB R D ARBEBIR LT S0
BREFR A T o

FF R (min) A (%) B (%)
0.0—-35 80—80 20—20
35555 80—0 20 — 100
55—-85 0—-0 100— 100
85—100 0—80 100— 20
10.L0—-13.0 80 - 80 20— 20

# & 4p ik 1 0.25 mL/min °
A& SulLo

4 14 ESILD g o

+ g T B (Capillary voltage) : 4.5
kV o

#w 3+ & EFE A (lon
temperature) : 100°C -

% ¥ 4 4r B R (Desolvation
temperature) : 500°C -

% 1 % 18 (Nebulizer gas, GS1) : 50
psi °

#if B4 4o £ & §8 (Heated gas, GS2): 50
psi °

BRI 0 2 £ F & 1R (multiple
reaction monitoring, MRM) o ¢ p| &g
+ ¥~ 2 B &% 7 B (declustering
potential) ¥ i & it & (collision
energy)4r ™ & o

source

BH 3 pAER
M RS (mE)> TR iR

At#+mz) (V) (V)
;;ﬁzj; 243>150* 40 20
: 243 > 94 40 36
lium)

* AT H

door R MR 05~15 Lo £ 12
0.1%" Fej3 % & % (9:1, v/v)id i
T_% 31000 uL (b) » & 5% it &
(iR AR AT B I FTEE AT 0 g iR
BpEG FEHEL S FRE
B W i%0.5~15ng/mLz A F 7 fe
wE M -

AR R AT B TR kR g (D)
k 47 % ¢ ACQUITY UPLC® HSS
PFP>25um: > p j£2.1mmx10cm o
B Apid R D AR B LT 5 iE
SRR ERA Sl il

PR (min) A (%) B (%)
0.0—-35 80—80 20—20
35555 80—0 20 — 100
55—-85 0—0 100— 100
85—100 0—80 100—20
10.0—-13.0 80 —-80 20— 20

#Fdo4pniE - 0.25 mL/min °
A~ 8 5pl o

£ g T % (Capillary voltage) : 4.5
KV o

B+ kR R R
temperature) : 100°C -
% % 4 4t i & (Desolvation
temperature) : 500°C -

7% i % %8 (Nebulizer gas, GS1) : 50
psi °

#f B4 4o 4 § §8 (Heated gas, GS2) : 50
psi °

WoplsY ¢ 2 £ K & R (multiple
reaction monitoring, MRM) o i jp| &g
+ % -~ 4 B % 7 R (declustering

potential) ¥ #i & i & (collision
+

(lon  source

energy)4ct % o
B+ ¥ 2 FAEAA
L ATIe B (mz)> TR i E
Ay #rmz) (V) (V)
Ampro 243>150* 40 20
lium 243 > 94 40 36

*R R4

PR EAEE AR R
i 2R E o K TIF & 2B EiE
o

2.9. FWEKE TP
HAEEPHRRE EE AR LS5l >

T

FER

=k




ﬂagyﬂﬂiﬁﬂAﬁziﬁ’@
ATt 2R B 0 K TaF & 2Pl TE
[N

4o,
29, #FwWE%E FEPE
HETPHRRE AT T RIEESN
iR SuL o AW AR R TR
B RY o R28&FERGT A
17 o ﬂ}*ﬁ/li’*’k’ﬁg?ﬁq fete £ &3 R
“"l’l‘*/ﬁ»“léx/:r%:?fgizﬁga 7€-F}f%‘
ipIAR A 5 R Vg 2 F

Tf%%hkﬁmﬁ@ﬂgﬁga
£ (ppm) :

WA & R 2 g £ (ppm) =

CxVxF

M

cd AT TRKBRERR TR
% % 2 )k & (ng/mL)
ViEPstHz 21%°
% 474 (10 mL)
M: 2L 7Rt £ E(g)
Fofpfisdc d bakw
A3 R ARD TS H
S A ﬁi;‘w&ﬁsﬁﬁﬁ%n‘v
(< 100%) » F 37 4 4T

ﬁ’x7 c n%//‘

RS A %) 7 E%)
>50 +20
>20~50 + 25
>10~20 + 30
<10 + 50

Ml AR 22 TR ERLE
0.005 ppm -

2. BT R RRE R P
o s p TR e

R A

1 %4 &~ ek

%~%EW‘%%$ ‘
?éﬁ‘%%ﬁ~%%ﬁ
4 i 0 2012 o

HE S
S >

?xp‘?é?fffng P % 102& B p (Y

>
fs‘+
o

Nakajima, T., Nagano, C.,
Sasmoto, T., Hayashi, H, Kanda, M.,
Kanai, S., Takeba, K., Matsushmia,
Y. and Takano, I. 2012. Development
and validation of rapid analysis
method for multi-class veterinary
drugs in livestock products by LC-
MS/MS. Shokuhin Eiseigaku Zasshi

pEE AR K AT R TR

%288 0F EiE (T A v}’?;;i‘,}g,fg e

BTt R AR T 2

FEPBEEE LR R H A
J Ik T A2 E SN

2 7 £(ppm) :

: £ (ppm) =

C: d ik’}ﬁ‘f ﬁoﬁ‘ﬂ}ﬁf\l Wik
-Té’l ¥ 2 k& (ug/mL)
VIiEE#H2 31%"7
88 (10 mL)
M:E=#a iz £ € (g)
F:#f#  dbaki
EUAPHE S R R TS e
LRI H2Z %G fitga #

2 ESNA
ez T %%

(£100%) » % 7 4= 4T -
P ¥ % R (%) 7 4 (%)
>50 +20
> 20~50 + 25
>10~20 + 30
<10 + 50
Ml MRS 2 TR

0.005 ppm -

2. HiEY FE Y
Freo sp 7485 -
S 2 Lﬁ% :

1 %% A~ ek~ 5

2. Nakajima, T., Nagano, C.,
Sasmoto, T., Hayashi, H, Kanda, M.,
Kanai, S., Takeba, K., Matsushmia,
Y. and Takano, 1. 2012. Development
and validation of rapid analysis
method for multi-class veterinary
drugs in livestock products by LC-
MS/MS. Shokuhin Eiseigaku Zasshi
53:243-253.




53:243-253.
B A 14

100%:

3.79 m/z 243 > 150

50%

00 05 10 15 20 25 30 35 40 45 50 55 80 65 710
Time (min)

B ~ MLC-MS/MSA $7% ix-% L&

2. MRM B 3%




