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ARy B ERATERER T Z—FEFHIERT A
Method of Test for Veterinary Drug Residues in Foods -
Multiresidue Analysis of Hormones
Lo 0 Mgk 2@ * 203 § &2 &2 v ¢ dienestrol ¥ 115
FE RN B(FE LR ) 5% -

2. WP 2 D HRMEEI B2 E S Rk 4T P B F & (liquid

chromatograph/tandem mass spectrometer, LC-MS/MS)
R (S
21. %%
2.1.1. ReAp R 478 B SE K
2.1.1.1. 33k ¢ 7 F 4+ i (electrospray ionization, ESI) -
2.1.1.2. %45 ¢ - Shim-pack GISTCI18>2um>- p j£2.1mmx 10cm>
VSR WA

2.1.2. =% % (Homogenizer) -

213 % i# A #t % % (High speed dispersing device) : SPEX
SamplePrep 2010 GenoGrinder® - 1000 rpmr2 + » & H @5 B 3%
a2 KE o

2.1.4. dr. 4% (Centrifuge) : ¥ i£2000 xgr4 + - i R 37 24°C

) 7F &

A
2.1.5. fcE 4.« ¥ (Microcentrifuge) : ¥ :£20000 xgr4 + 5 -

2.1.6. 424 4= F ®(Ultrasonicator) e
2.1.7. 4 F % (Shaker) -

2.1.8. &k iR & F(Vortex mixer)

2.19. ¥ F k5% ¥ (Nitrogen evaporator)

22, 3FEE VR~ LR L2 RIDR Y RAp KT S kR & 1
4&(ammonium fluoride) ¥ 5k F & % ; & -k fiy g >
primary secondary amine (PSA) % octadecylsilane, end-
capped (C18EC)ia$x * & 475 5 4 3 -K (v 7 FE3+25°C
v i 18 MQ - cm2 ) ; dienestrol ~ diethylstilbestrol ~ 17a
¥ = f% (170-estradiol) ~ #¢ = f% (estradiol) ~ ¢ g - A%
(170-ethynylestradiol) ~ hexestrol ~ * A % % A (170-
methyltestosterone) -~ & %% Ak (progesterone) ~ % ¥ fir
(testosterone) -~ testosterone propionate %2 zeranol ¥} P& * &
# = 5 diethylstilbestrol-ds ~ #¢ = p% -d, (estradiol-dy) ~
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hexestrol-ds ~ & %% fi* -do (progesterone-dg) 2 % %) fi -ds
(16,16,17-testosterone-dz) v i+ % p FR4E M 2. o
23. BE 2 R
231 #s g 1 50mL > PPH o
232, Mgy g 1 2mL s PPHE o
2.3.3. g% 34/20.22 um > PVDF4t B -
2.3.4. 1 % 3274 % (Ceramic homogenizer)®™ : Bond Elut QUEChERS
P/N 5982-9313 > & [ & & o
235, it * g g (*2) : % C18EC » PSA %100 mg -
Al BIBET T ARRMAER D FERRY o
M2V RFRp ARG B A B LR o
24, #Fwz Ay
24.1. 7 1%prpaz © Hig iR
Porkpp pel0mb > 4e 2 # i€ 501000 mL -
242, v ¥ hpfrz e dRAR
Boit 2 2=500mL > 4o 350mL o RF R G (6 > BRI =D
ARt B e ik o
2.4.3.30%¢z 3 A% ¢
Bz #30mL > 43 @3 -k i@ =100 mL -
2.4.4. 200 MM & it 4253 7% ¢
B4 14420749 3 B+ R R 2100 mL -
25 HEappieL U
251 #d4pBRA
B200mM& 4254 %1mbL > e 33 -k 1000mL » & 1%
B ARBIRA
252 B 4pB kB i o
2.6, A%z Fl
2.6.1. pFRAERER R
B~diethylstilbestrol-ds ~ estradiol-d, ~ hexestrol-d, ~ progesterone-
doZ testosterone-dsfe =% p #8428 5 & X1 myg > Hafz >
ALY FEAGEY 8 210 mL o (F L N IREE B o AL
HERPTE o R B R N SRR R & T ERAF
# 71000 ng/mL » i (Ep SRALIER R o
2.6.2. B AR
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B~dienestrol ~ diethylstilbestrol ~ 17a-estradiol ~ estradiol ~ 17a-
ethynylestradiol ~ hexestrol ~ 17a-methyltestosterone -~
progesterone -~ testosterone ~ testosterone propionate 2 zeranol 4+
Pt R L 5my s M AN MY BRAIEDS F D
SmL> 5% Rk 3L f@RpTE o TRt B R LR
B R & o 7 peffR 21000 ng/mbL > i TR AR %

27, Wil

2.7.1.

3Bl

W R St 3O (5 5 BB g HARAL T B OTAEC 0

>N RAE R 50 uL & 2 &S k5 mL o ;\415, L g4 a
z 1%ﬁF pec 353 x10mL > s RR £30F) » &5 AR 304
4 0 4e~ @ORFFEEAAS Q0 1B A HTK R 211000 rpmiR i 2
YA g PR g L &g fs 0 112000 xgHges 104 48 0 Bk iR o
Mg R A~ g l%ﬁtf&b a7 10mL o £ 45 ¢ i -}4},5‘?*
1= » &8 ik o 4o r e defoz e dmipiR20mL 0 & T

104 45 > *74°C > 2000 xg#r <104 48 » B &+ 2 =k » T kiR
i #* o

L oE L
B 7L 8 H AR o B AT L ,ﬁg\.? v 1B R A FTE

% 71000 rpmik i 24 2 E g Fl R F 1A 48 (e 0 112000 XA
104 48 > B~F ik > *50°CrL § § eRiz > A4 F 4 1130%¢2 %
A lmLig fz o 5~ g dpee g ¢ 0 1220000 xgag e 104 48
Pl GipE e 0 BT

28 wE M2 Wi :
B R o A w4~ B3 % 5~100 uL % P 2R4E 283 % 50
HL’ R2.7. 83 Wiw LR R LT AFERRE AT q}pi’

b%]]\ TR &2 /ﬁtié‘]*f%u' ’ "t’fﬁ'}@xrlv ﬁ] ?‘/%Ei A

2 ?gl £5~100 ng/mL & &
i&ﬁ%%&gﬁﬁﬁ$¢ﬁﬁ<u$¢()

R 47 ¥ © Shim-pack GIST C18 > 2 um > p j£2.1 mmx 10 cm -
K473 B R 40°C -
BEARB R CAREBRUT AERRTHR AT

ps & (min) A (%) B (%)

0.0 — 2.0 75 — 54 25 — 46

—_

%3F

e
|
=
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20 — 6.5 54 — 54 46 — 46
6.5 — 8.0 54 — 25 46 — 75
8.0 — 10.5 25 - 0 75 — 100
10.5 — 12.0 00— 0 100 — 100
12.0 — 12.1 0 — 75 100 — 25
12.1 — 15.0 75 — 75 25 — 25

## 4p ik ¢ 0.5 mL/min o

A% t5pL -

7% 1 % %8/~ (Nebulizing gas flow) : 3 L/min o
Sv# % ®87n i (Heating gas flow) : 15 L/min -
fi % 78 & (Interface temperature) : 295°C -
7% A ¢ F A& (Desolvent line temperature) : 200°C -
‘v B R & (Heat block temperature) : 400°C -
52 % # 875 i# (Drying gas flow) @ 5 L/min ©
BOpBC ¢ % £ F & o Rl (multiple reaction monitoring, MRM)
Rl A3 ¥ > QI/Q3 & & 7 & (Q1/Q3 Pre Bias) % #i
Fi it £ (collision energy)4r¥it % o
L PRI EE AT AR BT ZRE R TP E 2
iR E_iE 2
2.9. A" Ji‘%?z{ g B ‘)P'J’A
HEEPHRREZRERZRES UL AW~ R dp k478 B
HRY o R28.FIFFET AT %%ﬁ,,zf%ﬁ:&_ﬁ/% e 1R
:U%?ﬁﬁﬂ?éﬁ@ﬁﬁﬁﬁﬂﬁiﬁ&ﬁﬁwi’j@qu
FESANREY RS2 5 E(ppm) ;
CxV

o

WAl &R 52 ¢ £ (ppm) = x 107
C:dmeEmRERRY 2 FE %2 kA& (hg/mL)
Ve fe T F 2 WA (mL)
M: Bk 47 2 £ £(0)
CARFAE T SRR LA W R BT WL LR G i Ag
7 {7 (< 1009%) > % 3F 4 Bl 4o
1P ¥4 5 & (%) F 7 4° F (%)
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> 50 +20
>20~50 +25
>10~20 +30
<10 +50

et 1 Mgk 2 T & &' 0 dienestrol % 1158 35 % 0.001 ppm -
2. MY T R ERBRLEE P TE R FEH
*Y }I;Je :
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3. ..%%:%‘iﬁ?f CR BT AP AR A F T e 0 2011 -
QUEChERS/i% 4p & -8 55 H i I prip| T g ¢t ¥ 30fhpc % 4 2
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5 K A7 Wl
E 4.73 Zeranol m/z 321> 277
E J\:LW Estradiol-d, m/z 273 > 147
E Estradiol 4.781 — m/z271 > 183
— J\ 4.91 Testrosterone-ds m/z292>97
3 -
f 4.94 Testrosterone m/z 289 > 97
3 J\Jk— 5.06 17a-Estadiol m/z 271 > 145
E [L 5.35 17a-Ethynylestradiol m/z 295 > 145
: ]\5.49 170-Methyltestosterone m/z 303 > 97
E ]\ 6.30 Diethylstiltestrol-ds m/z 275> 259
. /b.w Diethylstiltestrol m/z 267> 237
f jL6.41 Dienestrol m/z 265> 93
* /\ 6.57 Hexestrol-d4 m/z273 > 136
: K 6.60 Hexestrol m/z269> 119
E Progesterone-do 8.66 JL m/z 324> 100
E Progesterone 8.76 jk m/'z 315> 109
* Testosterone propionate 10.31 fl m/z 345 > 97

s so as 7 w00 s

Time (min)
B~ MLC-MS/MSA 471158 ja i 5o dr * F 8 22 55 e =4 p J04R 8
& 2_ MRM ) 2#
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't % Dienestrol £ 117 fa i 58 defr * B2 Hp 2 PR T2 &5

ER I g

Rz B H[QUQS| .
S I e | ‘
, P oo | PR (2> S | R AR I g
B 2 R4 Bs v e o LS
3 A F B (m/z) V) V)
. ) 265 > 93* 19/14 | 25 : .
Dienestrol ESI 265> 236 1324 | 21 Diethylstilbestrol-ds
267 >237* 9/49 29
Diethylstilbestrol — ESI’ Diethylstilbestrol-
iethylstilbestro S 267> 222 9/9 36 iethylstilbestrol-ds
271 >145% | 21/25 | 39
17a-Estradiol 170¢¢= f% | EST Estradiol-
7a-Estradio TorE = f% S 271> 183 1318 | 40 stradiol-d,
271 > 183* 13/18 | 41
Estradiol i1 EST Estradiol-
stradio 2 % S 271 > 145 /04 39 stradiol-d,
295> 145% | 26/30 | 41
170-Ethynyl iol ¢ App - Bg | ESI E iol-
70-Ethynylestradio ¥e- g | ES 595 > 150 2415 | 34 stradiol-d;
269 > 119* 12/19 | 41
H 1 — EST H 1-
exestro S 269> 134 12/25 16 exestrol-ds
303 >97* 6/10 25
_ v 4 =k + _
17a-Methyltestosterone & % A | ESI 303 > 109 6/13 29 Testosterone-d;
315> 109* 12/18 | 26
N + -
Progesterone w. T8 fF ESI 315> 97 121 3 Progesterone-dg
N 289 > 97* 6/10 23
Testosterone 5 e ESI 229> 109 1413 25 Testosterone-ds
345> 97* 10/10 | 23
Testost ionat — ESI” Testost -d
estosterone propionate 345 > 109 w18 | 26 estosterone-ds
321 >277* 15/14 | 20
Z 1 — ESI’ Estradiol-d
erne > 321>303 | 10/12 | 20 sadior®
Diethylstilbestrol-dg (I.S.) — EST 275> 259 10/18 26 —
Estradiol-d (I.S.) ¢ - fg-d, | EST 273 > 147 10/15 | 39 —
Hexestrol-ds (1.S.) — EST 273> 136 10/14 | 16 —
Progesterone-do (1.S.) + #pr-do | ESI 324> 100 12/10 | 23 —
Testosterone-ds (I.S.) % FAr-ds | ESI' 292 > 97 6/10 23 —
ST S
RN SRR T R Y 2 PP R R E p R T2 2 MRM 4ok




