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T Bt AT Rk 2T AR A
%L By X KR A
TR RS AT AR R
L PR A RA AR S (LW A ARA AR TR T I
A& ¢ £ ®(lasalocid) ~ 3 B % | 257 £ B(lasalocid) ~ 5 H & & T =4 B2

(maduramicin) ~ F % % (monensin) ~ 7%
% % (narasin) ~ % ¥ | % %
(salinomycin) % 5 578 i3k B % 2

e o

2. 2 RN EEBEE S
Yk o4p R oR TR & (liquid

chromatograph/tandem mass
spectrometer, LC/MS/MS) 4 47 2. =
PE

21 K%

211 ReAp k4@ BT K ¢

2111 3R TREHEF LT
(positive ion electrospray ionization,
ESIY) -

21.1.2. k47 + ACQUITY UPLC
BEHC8 > 1.7 um » p j£2.1 mm x 10
cmo B s o

2.1.2. 3. 5 (Centrifuge) -

2.1.3. 4z 3 A 4= F % (Ultrasonicator) -
2.1.4. =% 4 (Homogenizer) -
215 % § = # K %
evaporator) -
216. R E

(Nitrogen

% (Vortex mixer) °

22. FE VR TR~ HE R
IR AR K AT e EOREREL R
FRE R 3 S R T E25°C
7 E 18 MQ-ecm! t); 4 f& % (lasalocid
A sodium salt) LA TP
(maduramicin ammonium) ~ F #® %
(monensin  sodium salt) -~ 7% % %
(narasin) 2 5 4| & % (salinomycin SV
sodium salt pentahemihydrate) ¥f p& * &
L

23. BEZ 1

231 g 1 50mL > PPHF -
232. FE¥F:2mL~5mL% 10mL -
2.3.3. JRME1T /2022 um> PVDFH 7 o

(maduramicin) ~ F % % (monensin) ~ 7%
B % (narasin) ~ 2 % ] & #
(salinomycin) 5578 Fsk B 2 2_ 5% o

2. W%k CRBESFERE R
vk op k47 or B ¥ & (liquid
chromatograph/tandem mass
spectrometer, LC/MS/MS) 4~ 457 2. =
N

2.1, %% ¢

211 FARR TP B K

2111 3F R T RE ST LS
(positive ion electrospray ionization,
ESIY) o

2112, k47§ : ACQUITY UPLC
BEHC8 > 1.7 um » P £2.1 mm x 10
cmo B B o

2.1.2. . 5 (Centrifuge) -

2.1.3. & F A 4= F % (Ultrasonicator) -
2.1.4. =% 4 (Homogenizer) -
215, § § % #® £ %
evaporator) °

2.1.6. HE 7 Z 2% % (Solid phase
extraction vacuum manifolds) -

2.1.7. g m R & F(Mortex mixer) o

29 ;‘;i;%%‘ i ﬁfr;; - ﬁga_z, R =F o
AR T EORFILAN B2 I 2 =D
RN 3 ENHEY RN AGE A iE

(Nitrogen

25°C+ £ 18 MQem™ ) 5 £ FER
(lasalocid A sodium salt) ~ & + + % 2
(maduramicin ammonium) ~ F ® %

(monensin sodium salt) -~ 7% % %
(narasin) 2 5 41 #& % (salinomycin SV
sodium salt pentahemihydrate) %t pe * &
.

23, BEZ L

231 g 1 50mL > PPH o
232. 7 &% :5mL%10mL -

2.3.3. Ja%13720.22 um> PVDF4 B o
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2.4, EA A

2.4.1. 80%z 3 % 7%

P~z 3800 mL > 4c & 3+ -k i 1000
mL -

242, 55%° @Bz o Wik

B-? EES50mL > 4z % & 21000 mL -
243. ¢ MApfoz It L RAR

Bopt & 42500 mL > 4e » ¢ #50mL > 3k
FRIG - FEIx2AKE BT
25 B AR R R 2 Fg%ﬂ

25.1. B#F4pARA

Bo? gl mL oo 4c 4 B3 -k @ 21000
ML » RSB R 0 BRI B TR B 4D
BIRA

25.2. ##4pi5 kB

B9 pelmbL o 4rz 5 2 21000 mL > 12
TSR R PRk B IES B 4pR RB o
2.6. BB Rz peil

PR i RER B PRRE - F
BE B EZ SR E R EE
& 910mg o HFERE 0 A W T AR
BfEY 2 F 110mL o 175 R R o
H-20°CRF T o TRt pEA M PR AR
BRaRE > 180%C "i//‘ui’ﬁ"ﬁil
pg/mL > B (FHR R % o

27. R 2BE -

L NN~ ¥4 }Zﬁﬁ%ﬁ%.ﬁm*)’f—ﬂ??é )
X200 MR RS P RR S 1S
MHFAEEP2 mL B34 g d o ben
EORELELADS gF ZO%T EREZ B
;%10 mL > *ﬁi‘iﬁ‘}ﬂ Elrds > ARG Ak
7104 48 > 123200 xgi 104 45 > B~
PR e AGH R A $5%7 fE2
i;; 10 mLo SR 1448 0 £4F
LI EE L FR o r e
Hapfrz it e Y23 rl0 mLo EF LA
45 > 113200 xga s 104 450 BT % o
dvor e s hpfrz e =B R10mL £
Ak B o BT KR 0 2040°C
kig? M F FIRHEI dToAR T P 1 80%
o iR R AR A
3;@?/,%?? ’ f#f%’fﬁui’ °
28. AR E AL QT

2 mL o iR

2.4, #EzZ2.AY

2.4.1.80%z 3 % i

B~z 55800 mL > 4c & Fp3 -k ¢ 21000
mL -

242, §5%7 fEz ¢ MR

v FEE0 ML » 4o 5 %1000 mL -

25 BEApp iRz AW

25.1. #E4pi kA

PP oAl mL o 4cd 43 -k @ & 1000
mL > YRR 0 PR BT A $ AR
BIRA

25.2. ##4pi5 kB

P8 pelmL o 4e e 5 i 21000 mL > 2
TR e 0 Prpi BT B 4pIARB o
2.6, MR R el

PARE IR ER AL ERE - F
BF B EZ IR EERY T

F’x /]10mg ‘H‘F;ﬁ;_{, ugﬁjg
’Pﬁ*i Z % 210mL IE‘F I Foipe

3-20°ChT 3 o TRt A B[P E R
BERipRE» 1180% “i,/\,gﬁ%ﬁ'}_
0.005~9 pg/mL » i (FL 82 % o
2.7, Wik B
TR R AR S
=350 ‘%F?ﬁi—h AR
HAEBRLE ML B 3vgre g @ o der
BRI EAL0 g7 £5%° M o
%20 mL > ’@f@ﬂ Lli4a fl:&q M I
;51040\% » 123200 xg#prw 104 45 0 B~
A /F Fik o A& U R IR /3\5%9 ﬁ%’»b
%% %20 mL s “ﬁ'}ﬂ@l@ﬁ_’ﬁ_
BPr T 104 48 0 113200 xgd s 104
ﬁ, , A e /%'—”g s by N T Biéﬁ"frw
e Y220 mLo dRF 14 48 0 123200
Qi w104 48 > BT AR o A a2 W+
fpfoz v e =R R20mb £4F F it
5?— % BT @] e 0 A 40°C K s ¢ 1
B RSEL A AT 4 180%e MG R
R R F A5 mL SipnEiR s
T—'—T%%ﬁ;‘f{r o
28, ATtk E M2 WiT:




ez v 27852 § § Ric
6 o A Fﬂ‘]/;]‘4 v iR &4 % 10~200 pL -
£ 280%¢c R RA )?*T' TLH L2
mL - SipciEimis > AT At
ERZR cRTAFEEEFTLIT o 32
Lk B2 G B R

IR A ERR >~ W 170.005~0.1
ug/mL A 57 fe i & AR o
[t J—()

AR R AT B OB R R 2k i
K 1"%"5? - ACQUITY UPLC BEH C8 -
1.7pum > p £2.1 mmx10cm o

HEpaR P AREBRIMT AIEEE
TR AT
R (min) | A (%) B (%)
0.0—-2.0 90—30 10—70
2.0— 8.0 30—30 70—70
8.0—10.0 30—0 70—100
10.0—11.0 | 0—0 100—100
11.0—11.1 | 0—90 100—10
11.1—-15.0 | 90—90 10—10

#F o 4piniE ¢ 0.4 mL/min -

Ar~E 10l -

M i fE ESI -

* g T & (Capillary voltage):3.5 kV-
= R R & (lon source temperature) :
150°C -

PR O I oA
temperature) : 600°C -
wopl et 5 & K R Rl (multiple
reaction monitoring, MRM) - ¢ jp| &3
¥~ B 448 7 /AR (cone voltage) £ i f2 i
£ (collision energy)4r—™ % -

& (Desolvation

o % e
A . 1 R4
AHTF G (m)> }g W
aparmy oy @)
_ 614>377* 44 40
FER
614>577 44 34
5 940>877* 30 34
®F  940>719 30 70
694> 479 * 54 52
-
694> 461 54 48

v

o e R27.85P2 § 59

IS 12
60 A Bl 4 3k B RO 7 2500
ML’ £ 1180%¢ Hi/p /li’/{%ﬁ*T' i;iﬁ

ML > ik B i o T AliE e
ISR E R L)
B e At BB E kA E
ER A EER T R R

ifeAp AT B m ek g 2 )

HdpaR P AREBRIMT AiEEE
TR A7
R (min) | A (%) B (%)
0.0—-2.0 90—30 10—70
2.0— 8.0 30—30 70—70
8.0—10.0 30—0 70—100
10.0—~11.0 | 0—0 100—100
11.0—11.1 | 0—90 100—10
11.1—15.0 | 90—90 10—10

#H & 4poniE 0 0.4 mL/min -

Ar~E 1 10pulL -

£ g T & (Capillary voltage): 3.5 kV-
3+ JE & (lon source temperature) :
150°C -

I S N F
temperature) : 600°C -
W RE 0 £ K k@ Rl (multiple
reaction monitoring, MRM) - 1 jp| 43
¥~ 8444 7 /R (cone voltage) £ i f2 ic
£ (collision energy)4c™ £ o

& (Desolvation

S kgt
T ‘Lj&— T SRt (M/2) > B i‘;\—%
i APgEMD) ()

W s 614>377* 44 40

tf ESI*

B 614>577 44 34

5 940>877* 30 34

£ #% ESI

3 T 940>719 30 70

Py ‘ 694>479* 54 52
ESI

T 694>461 54 48




788> 279* 62 52 | vy ., 788>279% 62 52
Y ESI
788> 431 62 48 % T 788>431 62 48
oyl T74>431 58 48 P g 774>431* 58 48
* 774>531 58 40 ®E —  774>531 58 40
*T RS

29, FH@REHRE ZER
HEEPRRE AT T

e

z_-
itk & S5 R

10 UL - & BITL o~ e Ap A A7 BB T GE
RY 0 R28.EIEEEGT AT o ﬁ.ﬁg;&

2T petk B AU R TR L 2

TERZ S E R R R

gt 5 R

g s s FET A E N R
R Lpak A E2 7 E(ppm)

*ﬁ'ggé r"]l'mﬁ:fip\

CxV
M

z £ (ppm) =

C:d AF " RBERARTHRRZRY Lin

A %2 kR (ug/mLl)

V1S TF 2 A (mL)
M:BHA iz & ()

FE O ¢ 72 I lrili/n\ﬂ}%lifﬁ
Hrig 2 li% Kib
2B R E o

29. Fwlwsk s § BRI
BT RZ EERZLI0UL > &~
WA RAR R TR B R Y 0 1228,
$F AT o etk 2RI
AR F GRS ER DR
tpgta s st Mgz o 5T )
FEARNREY LR pE 5
(ppm) :
A b sk f
CxV

M
Cid AF R ERLTRRE? Lin
A E 2k B (ug/ml)
Vet Ao is F 2 WA (mL)
VRS PR E (%)

g

2 ¢ £ (ppm) =

LRSS R LM R |G R HET WA AT
PgIH AR A s B(= | BRI HLAE RS @ (=
100%) » % 3 § Bl4e 100%) » % % f Fl4c
DA SR G PR | MHES %R F iy mo)
>50 +20 >50 +20
> 20~50 425 > 20~50 £25
>10~20 £30 >10~20 £30
=10 £50 <10 £50
Ml A ER T 22 TE BT |l A% EPERISEH I
% o AR A g 55 000
2 T £ & (ppm) ppm ~ p %35 5 0.05 ppm ~ 5 5% FAE
$o Bk N4 = | i+ || #250.005 ppm -
e & 2 g AR Y, ,
0 | 002 | 0.05 | 0,005 | 0.005 || 2 =t TR FER L E L& FE
B Bp T8 o
B
% | 002 | 0.05 | 0.005 | 0.005
%




i; 0.005 | 0.005 | 0.005 | 0.005
T
L | 0.005 | 0.005 | 0.005 | 0.005
7'/'/‘ lJ

0.02 | 0.05 | 0.005 | 0.005
WE

2.5 AT S TPV iR E B
beit TE o ’
3 WA G R TRBEE PR
Bp F4F3 o

Il i

1. Dubreil-Chéneau, E., Bessiral, M.,
Roudaut, B., Verdon, E. and Sanders, P.
2009. Validation of a multi-residue
liquid chromatography-tandem mass
spectrometry confirmatory method for
10 anticoccidials in _eggs according to
Commission Decision 2002/657/EC. J.
Chromatogr. A 1216: 8149-8157.

2. Stubbings, G. and Bigwood, T. 2009.
The development and validation of a
multiclass liquid chromatography
tandem mass spectrometry
(LC-MS/MS)  procedure  for  the
determination _of  veterinary  drug
residues in animal tissue using a
QUEChERS (QUick, Easy, CHeap,
Effective, Rugged and Safe) approach.
Anal. Chim. Acta. 637: 68-78.

3. Galarini, R., Fioroni, L., Moretti, S.,
Pettinacci, L. and Dusi, G. 2011.
Development and validation of a
multi-residue liquid
chromatography-tandem mass
spectrometry confirmatory method for
eleven coccidiostats in _eggs. Anal.
Chim. Acta 700: 167-176.




