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BAEP F e BT § 5% 2 —Prednisolonez & %
Method of Test for Veterinary Drug Residues in Eggs -
Test of Prednisolone

Lig % o) 0 Ak 2 * 3t 347 ¢ prednisolonez # % -

2.4 % > 2 M EEF B0 0 Uk Ap AT 8 BT 3 & (liquid
chromatograph/tandem mass spectrometer, LC-MS/MS)
A LSV E
21. %%
2.1.1. %Ak 478 EE R
2111, 33k 7+ i (electrospray ionization, ESI) -
2.1.1.2. & 47 ¢ - Shim-pack GIST C18>2 um- p £ 2.1 mm x 10 cm >
B s E o
2.1.2. =% % (Homogenizer) -
2.1.3. % i# A #r 2% % (High speed dispersing device) : SPEX
SamplePrep 2010 GenoGrinder® - 1000 rpmZ F > &% f& & 5 o
2.1.4. . #(Centrifuge) : ¥ :£2000 xgrt + > ¥ 8 B 247 iE4°C

'l‘,(—’: X

A
2.1.5. fcE #rw $8(Microcentrifuge) = # i£14000 xgrs + 4 -

2.1.6. &2 F 4= F % (Ultrasonicator) °
2.1.7. ¥ i % (Shaker) -
2.1.8. R £ F(Vortex mixer) e
2.19. ¥ F Jk¥g % ¥ (Nitrogen evaporator)
22 FE VPR LR X LS IO R AP A AT AREFRLER T P
Ao oK fp g primary secondary amine (PSA)
% octadecylsilane, end-capped (C18EC)35%k # 4 47 ;
4R R 25°CF & 18 MQ-em 2 F)
prednisolone 4} pe * £ & x.; prednisolone-dg fF =% p 3%
[
23. BEZ R
231 #s g 1 50mL » PPHE o
23.2. McE Hps g 1 2mL s PP o
2.3.3. g% 1 34/2022 um > PTFE# F ©

2.3.4. 1 % 2% % (Ceramic homogenizer)*™" : Bond Elut
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QUEChERS P/N 5982-9313 » & F /& - ©
2.35. it * e 2 CI8EC2 PSA 100 mg -
Al BTV AR RNARER D R Y o
2 VR Rp AR EELY 0L
2.4, EA 2
24.1. 7 1%fFpphz o g
Porkpp 10 mL > 4e 2 5 & 21000 mL -
242, v Hhpdez it AR
Bept e =500mL s 4ce ¥50mL d=F R F (60 FE D
/\%19 » Bt e koo
2.4.3.30%¢z * AR
Beo 330mL s e d ZrF ok 2100 mL o
25, pIRRER R 2 fr Y
B&prednlsolone -dgp “Hﬂ’—}w 910 mg > FFFEF T 11T iR R
T ZEFITI0OmML . (T3 P IEERR LT o TRt PR
B AR R 0 007 ERARTE S 100 ng/mL v B TE R IRAR 2R
N

Sk
IR

M
2.6. ARz fel]
B~prednisolone¥f pe * 2% 5. 510 mg > Az fl > M 7 iR fE
FEFIIOML TEHRERRZ > A RETT o TRt FEREE R
B o 0" EEA-fE 2 1000 ng/mL o B TR R
2.7. ik 2P Y
2.7.1. %P
ik “,f SRR o S B R LI ER Lt - e i
BOTHEeE P oo MIRRMEIR 50 pL 2 2 g3 k5 mL o
MGRIRE 0 R4~ T A% ¢ Hi3 10 mLo RER &
30f) » ATH MARFI04 40 4o r EOKEERAS Q0 1 F A
FT & ¥ »01000 rpmik if 2 v g R 7 14 481 0 142000 xg
o104 48 0 Bt 7F iR R IR 3 1%ﬁhf&7 (S K
w10 mL > EA4F P EHFMEBL 0 EE iR 0 A~ 2K
S fr2 e kA ip20mL o 42 104 48 0 ++4°C » 122000 xg
Beul0sds o Rre =k TRREZLLY o
2.7.2. Ziv

R



AFAHI - 10946 H 8 H
TFDAV0016.00

5% 01000 rpmis F & 2 £ 7| R F 1A 415 > 1212000 xg
o104 480 Bt FiR 0 050°C § F s AT 414 30%
el mLigfz > ® o~ e g g ¢ 0 1114000 xgaes
104 48 » B~} 9 77 =% ‘}%& Lﬁ,}% » BT o
28. e 2P iF:
oz ekl o A B4 2 AR T~50 pL & poFRERE 3 % 50
ul » ®2.7.53 W& & 2% ;'Té » TR TT ;q.ﬂ:; i+ ;af;/,}ﬁ o ;TLU
prednisolone & p R 4L B 2.2 d UE G 7f » BB 2
prednisolonek & > % i¥1~50 ng/mL%ﬁ 5
AR R A7 8 IR A e =)
& +7 ¢ : Shim-pack GIST C18-2 um> p /£ 2.1 mm x 10 cm ©
KA H B R 40°C -
HEARB R AR G R)EBR(C W)U T IlIE R E R

B A4
P& % (min) A (%) B (%)
0.0—-2.0 75 — 54 25 — 46
20—6.5 54 — 54 46 — 46
6.5— 8.0 54 — 25 46 — 75
8.0 - 105 25— 0 75 — 100
10.5 - 12.0 0—-0 100 — 100
12.0 — 12.1 0—75 100 — 25
12.1 — 15.0 75 — 175 25 — 25
# @ ApoeiE ¢ 0.5 mL/min o
A& t5ul o

fi & 7 & (Interface voltage) : 4 kV -

B3 b H D ESIE s oo

/i & % & (Interface temperature) : 300°C -

7% v % ¥/~ (Nebulizing gas flow) : 3.0 L/min -

svh % #87x 3% (Heating gas flow) : 15.0 L/min -

%% A 5 8 A& (Desolvent line temperature) : 250°C -
B8 & (Heat block temperature) @ 400°C -

52 % # %8752 (Drying gas flow) : 5.0 L/min -

mooplHEs ¢ 3 £ F & 8 Jpl (multiple reaction monitoring,

MRM)- & Rl &= $QL/Q3F & = /& (Q1/Q3 Pre
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Bias) % gi4& 7 /& (collision voltage)4r-™ % -

4 5 P ama
A5 g WA () > L TR
J:?LJP” %/ﬁ-';‘ (m/z) (V) (V)
. 405 > 329* 16/20 19
Prednisolone
405 > 295 16/17 34
Prednisolone-dg 413 > 337 20/18 24

TR Y o
L AR EIEE AT A EPE > W RATR O 2R E 0 K T

F‘\L‘l“\

2.9, FwREkE: 7R 2
HAEEP R E G ERB R LU A B~ tp k478 B
WRY o R2B.EIEREGET A o R lgﬁﬁﬁﬁélﬁhﬁ.'«/ﬂ
o FGEFE S EF BRI HET R PEN KT
#1355 R4k ¢ prednisolonez 7 £ (ppm)
CxV
M x 1000

C: d &5 KFH % ¥ prednisolonez jk & (ng/mL)
VB s TF 2 B (ML)
M: 2otz £ £(9)
PLUAREHES R UL W R E RS W2 A
7 18(<100%) » % 37§ BldoT

t # ¥ prednisolone z & (ppm) =

10 ¥ a4 5 B (%) % 37 # B (%)
> 50 + 20
> 20~50 + 25
> 10~20 + 30
< 10 + 50

AR L Mgk 2 2 TLE AR 0.0002 ppm -
2. MY F B BHRBREF LT A T o

Ef IR 02019 & &P W AT E K%K
£ 2% ¥ ~ 5 (TFDAV0010.00) - 108 10" 29 p
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4 17
(“)5_ 2.23 m/z 405 > 329 2.23 m/z 405 > 295
555§ 535:1;
0es 53545
s 435:1%
Oe5 ]
3024 ]
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204 ]
Det E
50e4] L -3;1; J
00s0 ] 3353:
T R S SR N s 4 s T T ET T o 25 a N s Tap
Time(min) Time(min)
(I;D’DE)S_ 2.22 m/z 413 > 337
3555;
znesé
zs;sé
znesé
1 555%
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533:15 L
0020
"as R s o a5 s o g s 4o

Time(min)

Bl ~ 2 LC-MS/MS 4 #7prednisolonet% % %-(A) % prednisolone-dgpt 8 & # 2.(B)2. MRM R 3



