22 HNANYI ANVRT T RN T = ) TANTOWEKIa~ 7774057 KA
B ESNTEHC L B R TIE
(1) gy HNNRY N, ANVKRT T URORT =) THINT (3T
(2) wHHHE  fE
(3) ik
A HEOHAH

1) N L REUE R F V3 gL [C1oH1iINO,) 25 mg % 0.01 mg D7 & T
D, TOBMEEFE L, 50 ML OEET 7 A 3T A, T2 M2 TENL,
FICEHRETTE R 2MATHANY VEAREF R Z RS2 (20 1 mL X,
INANRY L ELTOEMgEEAT D, ) .

2) IR T T U REERR TV T 7 [C12H1sNO3) 25 mg % 0.01 mg D#7 %
TEY, TOKMEELEL, 50 ML ORET T A3l A, TR hrENL TR
ML, BICHEBETTE N E2MATHART T U EERG 2R 5 (Z 0%k
ImLix, IAVR7Z7LLTO0EMg2EaT 5, ) .

3) 7=/ T HTEYERE 7z ) 7T [CiHizNO,) 25 mg % 0.01 mg O
HiETEY, ToKEEEHL. 50 ML O2RET7 7 A3l A, T a2z
THEML, FIERETTE N 2N T T =/ TNV TIEERRZ AT S
(ZoWEImLIEZ, 7=/ 707 L LTO05mgEalT 5, ) .

4) RIERGIEER TNNRY I ANKRT T ROT = ) T H 7 EEYER R D
—ERAL, T M CTEMBIZHERL, 1 mL FIZOANY L AAVRT T
K7 =) THhNTELTENRETN 10 ug & &4 5 L3RR A e 5k 2 i 83
Do
BRI LT, BIERAEEFTIKO —#% 7 h=FU/L—IK (3+2) TIEfk
WHRL, 1mL FIZAOARNY )V, INVKRT TR R T =) THNVT ELTER
Z#0.04~600 ng & & A T HEHR O BEIKIR A MER 2 T 5,

B = =

Fh i IHTEREE 10 g 2 0.01 g OHTETEY . TOEEZTEE L, 300 mL O
R =7 Z 232 At K 20 mL (B2l 30 mL) &A0x. 30 ArfEE% .,
27 Ry 100 mL (RE42EE 120 mL) ZA0%. 30 /rREE v RS T3 %,
200 ML o2& 7 7 Aa %7 7 —F}O FICES, fitiExz A% (5 fE B) T
Wsl A L7, D =A7 7 2Aa RS ZNAKRT & F 50 mL THEE L.,
AR B AT 5, FICEBET7 T AaDERETT 2 225, ZDIR 2
mL (BE4aEii%, BT & b CTIEMIC 10 AR L%, £0# 2 mL) % 50
mL OR2T 7 T A ZIEMIC AL, K 20 mL 214 T, F 7 LB 5
BHAK &+ 5,

T T LREEL F 2T Y b Y B VI =H T A (500 mg) E2ET
T h=HFUA5mLKUVK 5 mL CTIREKRESRT 5, REHEIKZ I =7 7 LT AT,
WRHENFECTAKIO FIIZET 2 Thitth S5, ABHARDO A > TW e T 7
FAakK—TEr=rU/L (9+1) 5mLTOT2EEH L., WKZIERKI =H
T LA, FERIZHE S 5,
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10mL ODRET7TA%ZI=AT7LOFICESE, 7= U L—7K (3+2) 9
mL =07 A2MAx, FRELZENSES, BICEET7 T ATOERETT
T h=FU =K (3+2) ZINzx. TOHED—E% 5,000xg T 5 syl OorHEL
EBARERE v~ N7 T TR T DRVE BAHTEHC X A REICHET 5 REHE
weT 5,

Wik o~ N7o 78207 DRVEESHEHZ L AHE BEHRR LK O BIKIRS
YR 5 UL 2RIk n~ v 77 7 2 07 DRVEBSEHCEA L, @RS
M7 v~ 77 8%15%,

WIESME i
(iR v~ s 7 Z 7#)

71 7 LA T BTN I Y BT T A (N 2.1
mm, £ & 150 mm, Kifg 5 pm) *3

T At W% .2 mmol/L HEfiR 7 v = AMRIE— T h=F U L
(4+1) — 15min — (1+9) (5 min f&FF)

it I : 0.2 mL/min

A7 A AR E40°C

(% > 7 WAV B ATt )
fi o DU E R By AT R

L7 ha AT L—A A Ak (BSD & (EA A4
E—R)

A A v P OIR O 120°C
FYNR— g AN, (650 L/h, 350 °C)

¥y v'7 U —fFEMKE:1kV

o — v H A :N; (50 L/h)
= — v @ JE:TROLBY
= Y ¥ g v H A :Ar (0.25 mL/min)
A Vg X F—: FROLEED
T = X — A4 F v FTEOEEDY
£ KWEOWNESM
TV —H— PA=C A g a—y Yy
T E R S A A E=H T8 5 TR —
(m/z) (m/z) (m/z) (V) (eV)
145 — 22 12
Ve Za V0% 202
— 127 22 28
. 165 — 24 12
TINVKT T 222
— 123 24 23
. . 95 — 24 16
T )T INT 208
— 77 24 36

&t H BoNFBIRE SR 7 e~ N7 A0 b5 E— 7 HEXITE S 2RD
THREREZER L, AP O ZEEEZH T 5,
E 1 WX 1~2 mL/min BE &35, LU TR ~=FR—/V FEfHEHT



5o
2 InertSep Slim-J C18-B (Y —=x /%A = 2M) XiZZhnsFEDLD
3 ZORBAX Eclipse XDB-C18 (Agilent Technologies ) XX Z I & RED
D
4 ACQUITY TQD (Waters ) (2 X 5 {43
(&) piEAN) TFT—va v
< WINENN SR K ORI U RS BE

AN FOMEN = ok LR

WRINBK 5y 44 ok oo FE¥H (mg/kg) s L (%) RSD, (%)
H LAY L WA 4 e E B A Rk 0.01 5 89.6 7.2
0.1 5 96.9 2.5
INE 0.01 5 92.6 8.8
2 5 92.9 4.0
9B AL 0.01 5 96.0 10
0.1 5 96.2 45
~A o 0.01 5 90.6 7.2
10 5 96.4 1.1
F— o~ A 0.1 5 86.6 6.6
250 5 103 1.1
HIVRT T WA 4 e E B A Rk 0.01 5 93.2 6.6
0.05 5 95.8 3.7
N 0.01 5 95.1 6.5
0.2 5 91.3 1.9
Eo9bAHZL 0.01 5 105 7.4
0.05 5 94.0 1.2
~A 0.01 5 97.8 43
0.1 5 93.4 6.9
T~ A 0.1 5 92.8 5.0
13 5 95.7 2.1
77 N7 ARFIEERE SR 0.01 5 89.4 6.8
0.3 5 95.0 13
N 0.01 5 85.5 1
0.3 5 91.8 2.7
Eo9HAHZL 0.01 5 92.9 7.3
0.3 5 94.3 31
~A 0.01 5 86.8 7.3
0.3 5 95.6 2.2
F—~A 0.1 5 95.3 5.5
10 5 99.1 2.6
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« JL[R]EABR

AR et IOIMBREE i

PRI LS

EHHERE

c 4y S % A JEHw HorRat
RS AROIE  gan man (mglkg) (%) RSD, (%) RSDg (%) orma
VP NN% P TR ST A il 11 0 0.1 99.4 7.2 15 0.68
IINF 11 0 2 95.4 5.9 9.4 0.46
Eo9vAZL 11 0 0.1 99.1 4.6 16 0.74
~ A 10 1 10 97.9 2.6 6.5 0.58
F—=~A 11 0 10 94.9 5.3 11 0.96
BIVIR T T v AR R SR 11 0 0.1 96.5 31 7.5 0.34
NG 11 0 0.2 94.2 5.6 7.0 0.34
EobvAZL 11 0 0.05 96.8 34 9.9 0.45
~ A 11 0 0.1 98.7 2.3 5.2 0.24
T = ~A 11 0 10 94.0 2.2 6.1 0.54
T /)T HNT WIEIEEMEA 11 0 0.3 94.9 4.7 5.6 0.29
NS 11 0 0.3 92.5 6.0 7.2 0.37
Eo9bAZL 11 0 0.3 96.3 34 8.3 0.43
~ A 11 0 0.3 97.8 3.2 6.7 0.35
F—~A 11 0 10 95.4 2.8 7.0 0.61
- PR (E—RBR=IC X 5 Esd) ek & 0.01 mg/kg (RzAELH £
0.1 mg/kg)
- B TFIR (HE—RRBREIC X 2 HERR) B 4 0.003 mg/kg R4k %
0.03 mg/kg)
(3%E) va~ N7 T L4
A B
LI 5= FLs L g
ARSI | | Aoz | |
e, 1,
& i
0
i :
[ 7 & 9 10 1" 12 [ T & 9 10 11 12

ESCiE]is i)

ESCiTin i)

BERRUVAMEHDIOT TS L
AR (") e LT Lng/iml, VAT Z L LT 05 ng/mL, 7 =

J 7 A7 L LT 0.3ng/mL)

B : WINECEH (WHAIEEHEAfEEHZ )Y L& LT 0.1 mg/lkg, HLR 7
Z &1L T0.05mglkg, 7=/ 7 A7 E LT 0.3 mg/kg A8 BRI

PaIRER
(1) Shrtgb&w

23 INANYALZOMOREIEOWREK s a~ s 7T 7% o7 NEESHTFHT L 5 R

NNV ANRTZ o FTruarYV R T77x)

UR, T2 ) THNT TTARENL, TAVFFYZARPA RFT T2 ) VR



(8 Ak 57)

(2) WA b D, FRREEEHLETE L Ok

(3) mHrik

A HECHHE

IR A YRR F1 83U b [CpHuNO2) . BV AR 7 7 2 [CiaHisNOs) | F
7277 Y K [CioHoCINGS) . 77 7=/ VR [CuHsN0,) . 7=/ 7T HNT
(CioHi7NO, ) . 7 7 A KF B JL [ CiyH2CIN3O, ) . 7 VU A4 % VY = )b
(C1oH6F2N202) BOVA b7 =/ ¥ K [CaaH2sN20s) 45 25 mg % 0.01 mg O
HiETEY, ZOEELEL, TNLZEN 50mML OEET T AT AN, Tk
FoEMATENL, FICERETT & b2z TF 2R 2 R 5
(ZNHOMES ImLiE, FREELTENRENOSMIZEAT D, ) o
B EAE A 2 mL (YA F Y =/0% 10 mL) % 100 mL O&&T T
A ZEMEIZ AL, FIERETT & M2z CERERAERERK 2 i 5
(ZoW 1 mLlE, FRELLTZEAETN 10Uy (FATFFY =X 50 ug) %
BET 5. )
R LT, BERKREAERERKO —H%, 7 h=1FU/L—JK (3+2) TE
FEIZAR L, 1 mL FICKREIEE LTENER 0.1~2 ng (ZVTAF Y =%
0.5~10 ng) Z&H T 2HEOBIKBEAERER 2T 5,

B = =

il M otk 109 % 001 g OHTE TEY . TOEMEAFEE L. 300 mL O
k=77 232 Ak, 7K 30 mL CFLKiX 20 mL) Z/Nx. 30 43 MFRFE %,
BIZT7 & b 120 mL CRUKIE 100 mL) ZAnx. 30 23R 0 B8 Tt 5,
200 ML OB I A&7 77—} FICES, MbiEs 5% (5 f B) T
WHl Al Lzt D =A7 723 kORI ZIART & b 50 mL THHE L,
FERIC B AT 5, FICEBRT7 I AaDERETT 25, ZOH%E
T b TIEMIZ 10 5 R L7, AREUEHANK 2 mL 2 50 mL 72T 7 7
A ZIEMEIZ AL, K20mL Z00x, 7 AP 23 BHAK & 55,

73T LRLERE L T BTNV ) B A VI =H T (500 mg) F2ET
T h=FYU5mLKUUK 5 mL TIRKRESHT D, REHEIKZ I =7 7 LT AL,
KEDFRCTARO LEGIZET 5 E TS5, BICHEHAKDO A > Tniz/ed
77 Aa%zZK—Tr=FU/ (9+1) 5mL$F>T2[MEWEH L., kA2 IEK
=T AR A, FEEICHHEESES, I0mMLOEET T AaEZ I =T LD FIZ
BX, 7B hr=hrUb—/K (3+2) 10 mL 2= T LMz, FEEZEHS
HHES, HICEART7IAaoERETTE b= /b—0k (3+2) &Iz, TD
HKDO—i% 5,000xg T 5y LmEEL., FEBAREKREI v~ NTF 782 0TF
LTV BEHTFHC L D ME T 23 BHEIR & T 5,

Wik a~ w7575 07 ARBERSHEHC L DHIE AOBHAR M OV L3RR
AHEWERS 5 uL 2k 7 v~ W77 7% 0 F ARV BNTFHTIEA L, BIRK
S 7 v~ N7 T LESED,
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s
(Witk 7 v~ ~27Z 7#)

7 7 Lo F BTN INME U ATV T A (R 2.1
mm, £ & 150 mm, Ki£E 5 pm) *4

A Hife W2 mmol/LEEEE T v F= ARIE— T h=FU L
(4+1) —15 min— (1+9) (5 min fR¥F)

it : 0.2 mL/min

H
A7 A AR O 40°C
g = %‘LB‘Z‘T;S)
i o5 DU E AR B AT R
A4 * v fb ¥V hrATL—AF 4k (ESD ik
A4 A v Ji O O 120°C
F I N_— g VIRJE 350 °C
XY v 7V —®FEE: EAAF35kV, AL 1.0kV
= — v E FE:TEROEEY
aYVa T RNAF— 1 FROLEBY
T =X — A4 F v FEROEED
#x SWEOWESME

TV H—Y—  TuXxr  HA =S =RRS IV

N | o — . .
BIEA JVE qar TERA WR TS
(m/z) (m/z) (m/z) (V) (eV)
145 — 24 11
A % + 202
— 127 24 25
. 165 — 32 11
TIWNKT T + 222
— 123 32 23
] 126 - 36 20
Frosu7Y R + 253
— 920 36 36
N . 133 — 18 20
T77x /TR + 353
— 105 18 42
. . 95 — 28 13
Tx )T HANT + 208
— 77 28 35
157 — 36 32
77 A MEIL + 334
— 290 36 16
. 180 — 48 28
TNTHEFY =) - 247
— 126 48 28
§ 149 — 18 18
ArFr 72/ UK + 369
133 18 28

at H BONTERINREGHRE 7 v~ N 7T A0 56 B — 7 mfE T E S 2K
DTHREMEER L, BT oRREEZRET 2,
A1 JElE 1 mL/min BEE T2, HEIZSC TG~ =4R— R T2,
2 InertSep Slim-J C18-B (V' —=/L¥ A = 2M) TN EFRFEDOH D
3 BREVIRAIDOEREBALIBENND D L EIE, WHIERSERICE L
i TR T &85,
4 ZORBAX Eclipse XDB-C18 (Agilent Technologies &) XiXZ i & RZ%ED ¢



D

5 ACQUITY TQD (Waters ) 12 X 5 5145
(%) HGIERNY) T —va v
 WRINTEN S fe OVl U JE

p b/ 7 2 O3 Ytz e
RS 4 KL H ﬁ‘é}fﬁ L R ﬁksﬁb(ijf{;
H N Y L fab b 0.1 3 103 6.7
0.2 3 101 0.8
1 3 96.0 4.0
Tl 3 B AL £ A5k 01 3 115 1
0.2 3 97.7 8.2
1 3 99.4 1.6
K 0.1 3 106 9.3
0.2 3 90.1 6.2
1 3 99.0 0.7
HNART T fab o 0.1 3 89.4 11
0.2 3 101 8.6
1 3 89.0 2.5
Tilh 6 B AL £ Ak 0.1 3 2.1 16
0.2 3 96.6 3.0
1 3 96.7 1.8
K 0.1 3 94.4 8.0
0.2 3 82.5 9.1
1 3 9.3 7.1
FrrurY R i & 0.1 3 107 11
0.2 3 89.9 2.9
1 3 88.0 1.7
Filh % B A £ Ak 01 3 99.1 6.9
0.2 3 89.3 3.4
1.0 3 94.2 0.4
Lk 0.1 3 97.0 11
0.2 3 89.5 4.0
1 3 91.7 2.6
F7 72 YFR fad & 0.1 3 102 12
0.2 3 92.7 2.6
1 3 89.2 1.0
Filh F B AL £ A 0.1 3 97.3 16
0.2 3 92.7 3.7
1 3 94.2 1.9
K 0.1 3 93.0 7.3
0.2 3 88.8 2.4
1 3 92.9 2.8
Tz )T INT fai o 0.1 3 99.1 9.3
0.2 3 103 6.4
1 3 86.1 1.7
T8 5 B AL £ ) 0.1 3 101 2.8
0.2 3 9.3 6.9
1 3 94.3 6.9
Lk 0.1 3 923 13
0.2 3 91.4 7.9
1 3 94.4 3.6
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- ISINEIRR e O UKEEE (e & )
VS

AR 2R ok LR

BN RSy 44 B TR I (mg/kg) R L (%) RSD, (%)
77 A MENL fa & 0.1 3 103 12
0.2 3 104 9.8
1 3 87.0 4.1
Tilh 6 B AL ) s 01 3 104 12
0.2 3 103 11
1 3 93.8 3.7
TER 01 3 11 57
0.2 3 87.8 7.4
1 3 93.7 3.0
TNV F XY =)L fab o 0.05 3 104 7.6
0.1 3 92.9 2.6
Tilh 6 B AL s 0.05 3 99.3 6.8
0.1 3 92.0 1.7
WK 0.05 3 %89 17
0.1 3 95.9 2.7
ARXv 72V R fEbb 0.1 3 95.3 6.7
0.2 3 92.5 6.3
1 3 91.6 3.7
Tilh 2 B AL 01 3 96.7 9.6
0.2 3 77.1 1.7
1 3 92.9 1.1
WK 01 3 898 0.7
0.2 3 90.7 51
1 3 93.2 0.4
- S [E R

Bt AR AR IRINIRE WMEIGE  dviEime EREERL

i R BRES BER (mglkg) (%) RSD, (%) RSDg (%) HorRat
SR Y L b S 12 0 1 97.6 4.4 1.7 0.48
Bk 12 0 1 101 4.3 11 0.69
VKT TV Fb b 12 0 1 99.2 4.6 6.1 0.38
K 12 0 1 102 3.8 7.8 0.49
Froua7U R fgb o 12 0 1 99.0 4.5 8.6 0.53
K 11 1 1 103 2.8 5.2 0.33
F77x/VFK fgbh b 11 1 1 95.2 5.1 5.1 0.32
K 12 0 1 102 51 6.1 0.39
T2/ THINT FEb S 12 0 1 99.3 55 10 0.65
K 11 1 1 105 5.0 6.2 0.39
7T AR fEDL S 12 0 1 98.2 7.6 7.9 0.50
K 12 0 1 100 4.5 9.5 0.60
EOE = EV % o1 5) 12 0 0.1 100 9.8 12 0.55
K 12 0 0.1 107 3.8 12 0.53
Arxr7=soE FED D 12 0 1 97.3 5.0 7.8 0.49
K 12 0 1 103 5.0 5.9 0.37

- B MR (HE—-EREIC X DR TN AF Y = G 0.05 mg/kg.
Z Ofth D EHE - BB 4 0.1 mg/kg

- BRHI TR (3B EIC X D HERR) TN F Y =v 3B 0.02 mg/kg,
ZDfth D EFE - BB 45 0.03 mg/kg
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(%) Zu~ 7T L6
fﬁ?:ﬁﬁﬁ_ﬂ___
AbFyzzvr |
SIS E Y=y A
A
AL L h

= EoEE

{

IS
FILS: |
WARL3
ISAELEFOEUE |
l FroOsur |
0 2 4 [i] g 10 12
EITE L

BHER (JLSFHFYZILELT10ng/mL, FDMEZEL LT 2ng/mL)
nHyav rg35 L4

24 TNARTVF—RFROREORBYOWRE I v~ N 7T 752 07 ZREESHFIC L
% [RIRESy M %
() Shrxtgbawy TR F— K (N-TEFLT IR F— REL ST )

LO3-AFNVKRRAT7 4 =ada’F ik (2 557)

(2) mEHERH B hEZERS ) | BBEEETWD S
(3) ik
A HEOHAH

1) ViR r— MEAERK TR % — bk [CsHisN204P] 25 mg % 0.01 mg
DOHIETEY, TOHEETHEL., 25 ML OEET 7 A2 AN, KEMMZTHE
L, BICHERETKEMZ T AR 32— MEREFIFZHNT 2 (Z0ik 1
mLiX, 7V hRvx—hELTImgaEaamT 5, ) o

2) 3AFNERARAT 4 =aFuF VBIERERK 3 ATFNARAT 4=aTral
A P (CsHoOsP) 25 mg % 0.01 mg OHTE TED . TOHEEFTH L, 25 mL
DEET T AN, KEMZTEN L, BICERETKEMZT 3-AF L
RAT 4 =a7 A R EREZ NS5 (Z0# 1 mL X, 3-AF /LKA
TJy4madubF gL Ting a8 5, ) .

3) EIKIRAREERIK ERICERL T, 7Ry x— MEERIE KL 3-2 F /v
RAT 4 =ara b d CBEERKO —HZ2REA L, LIOKTEMIZHRL, 1
mLHFIZT AR R =R 3-AFNAVHRAT sy =aryab L r@mge L TENER
100 pg 2 & H T 2 RIEIESEERIRZ AT D5,

B =& =2
fh H INTEEE 10 g 2 0.01 g OHTE TRY . TOEEZFH L, 300 mL &
ke =7 T AT AfL, K200 mL 21z T, 30 MRV IRE T3 %, #l
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H 2 Hodg 13 D VRS (2 AL 1,500%g C 10 43 fE5E D47 BE L. B R & 7 Bk
izl 23 EhER & 3%,

FEAs . RBRAR 2 mL (Féb & Z B < BEHOR TlX. IZK TIERELC 10 54 R
L7, ZOW 2 mL) % 200 mL O F 7 T A 2T IEMIZ AL, 50 °CLLF D
KIS TIEE A CHET D & CRIERN L2k, EFHAE%-> CHET 5, Bl
1mL EOA L REEEE R Y AT 0 4 mL 2N CTEREDZEN LT, ZORGE
LT 100 °C T 2 REREINEAE S L% i L, 50 °C BLF ORI TIZE A L
92 F CTHIEIRME Lok, €8T A2k THRET D,

FEf—F /L 4 mL % ERECIN X CEREMAEN LT 77 AU 2 508
WiRE T 5,

BT LS T )T Yk Y BV =8 T A (360 mg) SO
Ty VB F NI =T 5 (690 mg) F8 &AL, Hifg—F /L 10 mL CTyEE7
Do

FRUEHAIR 2 mL Z38AE 7 7 AT EMIZ AL, WWEA R TAAIO EimlcET 5 F
THRESE S, BICER=F V18 mL 25 7 M A, FEICHRE S8 5,

50mL ORTET7 I A2 T LOFICEE, 728, 10 mL 207 A2
Z. WEBFETAHO EMHICETH2ETIHILT 3-AFAVFARA T =a/ ot
FUBFHEEREER ST D,

W, 7277y UMb VBTSN =BT L% FT L, 7T =K
(1941) 10 mL 22> U BT NI =H T AIMAT 3-AFNAHFAT =aral
FUBHFERL T VAR 2 — NFEEREZEN ST D,

WHEZ 50 °CCLA T OKIBTIE L A EHZET 2 £ TRIERM L 72k, £H1 T A
ko THZET %, 0.01 vv%XBRYSTE 1| mL & IEMECIN 2 TR AR L2,
WK v~ s 7574807 DRVEESHEHI X 2E T 230BHAK & 32,

ERROFHER(E BEIEEAEERK 1 mL % 200 mL O3 7 7 A 2|2 IEfE
IZAFL, 50 °C AN ORI TIEE A LHLE T2 F CHIEIRME L2k, EF T A%
%o CTHLE T 5,

MRS 1 mL K OVA /L REERE B U A F /L 4 mL ZNZ CTHREMAEN LT, 20
HanZ BFE LT 100 °C T 2 REfIINAES L= L, 50 °C L FOKIBTIE &
Ao EREE T D E CRUERME Lk, EFR T ALk THElT 5,

0.01 v/v%XFEVAIR 10 mL % IERMEICHI 2 CHREBMERN LT, FIZ 0.01 vv%
AR CIEMEICAIR L, 1 mL FUC AR R — R RN 3-AF LR AT =2
Tt el LTENREN 1~300 ng Y EZEH T 5 A O EHRIERE
Wk & T 5,

Wik a~ 77745207 ARVEESHTRHC X 2 H1E FOBHAR M OV R
TERRREHERR S 5 uL 2k a~ K77 7 % 05 DRIV RBSHRHIEAL, B
W sfE 7 a~ N7 852585,



s
(Witk 7 v~ ~27Z 7#)

7 7 Lo AT BTN IR ) BTN T N (R 2.1
mm, & & 150 mm, Ki£E 5 pm) *7
s i3 1 0.01 vVV% XA — 72 h=hK UL (93+7) (12
min &%) — 3 min — (5+95) (10 min fRFF)
i 1 0.2 mL/min
AT A MR JE40°C
(% T DBV BT Rl e)
i v o DU AR E B oy AT R
4 F v fb ¥z XL —AF4k (ESD) ¥ (EA A
E—F)
A4 & v iR O 120°C
F Y N_R— g U H A Ny (800 L/h, 400 °C)
¥y 7Y —EE:3kV
= — ¥ J A :Np (50L/h)
o — v @ OJE:TEROLEBD
aYVarzxLF— FTEROLEY
T =X — A F v TFTEROEREDY
x BWEORE SR
7Y —P— AT A O a—y ayVar
W E St 8 Ay R R EBIE  TRLF—
(m/z) (m/iz) (m/z) (V) (eV)
TR — MFEAK 252 210 150 26 14
AT IVIRAT 4 == 181 149 93 21 14

7' E A R AR

B OBONEBERUSHEZ o~ 87T A0S IRy R — MEEE LD
JAFNARART 4 =aFa A U BFHEERO Y — 7 HfE % KO TEILE LR B
EEHR L, Zvhyx—F (N-TEFLIT VAR R—FaET) KO 3-AF )L
RAT 4 =a/aF BOENENOEZRDTH%, RAUZL VRO 7L
R xr— hEREANT 5,
bt o7 ARr— & (mglkg) =A+Bx1.3
A BRERPORDIERET O VR R—F (N-TBF LT VER T %

— h&&Te) OFEFE (mg/kg)
B : MEBMNOROIZALFDI-AFILHERAT r=ar oL U BORE

& (mg/kg)

TIVRY X —RRR N-TEFILIT AR R — FOFERIIE —THDH 2
EMB, N-TEFLITNAVERY F— NI AR F—FEOABLELTER
T 5,

2 MBS U CTEBEREAEL, +oIcitB ¥ 5,

1
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3 RELBREREICAND, S EHWVWLIEEIR. FOICHEANROERENE
18 B R
4 WL 2~3 mL/min BRE &5, BHEITIE U TG~ =R —/L RaH3
2,
5 Sep-Pak Plus NH, Cartridge (Waters ) (2472 XK@ D U W — 3 — % 5k
L7bDOXTZNEREFED S D
6 Sep-Pak Plus Silica Cartridge (Waters ) (2 Y72 @mED V' — N — %8
FBLIEbDOXITIZINEFRIEDO LD
7 ZORBAX Eclipse XDB-C18 (Agilent Technologies #l) XX Z i & [F%D 1
@D
8 ACQUITY TQD (Waters i) 1 X % 51445
(2%) HERN) T —va v
< WINEN =R K OV U KE

e T B LR
RN 4 SR HE ﬁﬁﬁfﬁ@@,ﬁ%:?4 ﬁiﬁiﬁ
IR F— b kE 0.5 3 77.3 7.8
5 3 95.5 4.9
Eob AL 0.05 3 84.5 5.5
0.1 3 99.3 19
TAT 7T 7oA 0.5 3 111 18
15 3 87.9 10
15 3 90.1 13
bbb 0.05 3 84.8 7.1
0.5 3 76.8 5.0
3AF L o 0.5 3 716 10
RAT 4 =2 5 3 87.1 8.3
ZACR g S RN YD 0.05 3 79.9 0.9
0.1 3 72.3 9.6
TNT 7T 7oA 0.5 3 93.4 4.5
15 3 78.4 10
15 3 78.6 3.2
fg b 0.05 3 90.8 8.8
0.5 3 74.2 3.1
N-7EF LT k#E 0.5 3 99.0 5.7
LR R — b 5 3 115 14
Eov AL 0.05 3 116 1.6
0.1 3 87.7 19
TNT 7T 7oA 0.5 3 110 6.7
15 3 97.5 45
15 3 935 8.3
b o 0.05 3 111 11
0.5 3 94.9 2.3
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- R EAER
. ot v EZDE IR URINVEREE WONENCE  semmiie SRR SR
v B DOFEEE n oy N HorRat
s AROTH pay pau (mg/kg) (%) RSD, (%) RSDg (%)

N-7 & F /1 RKFE 8 0 5 110 3.1 10 0.77
TIVIRY F— bk 7rorn7rat 8 0 15 107 4.4 12 1.1
TIVIRY R — FRE 8 0 5 101 6.7 8.2 0.66
TNT 7 NT 7N 8 0 15 100 51 14 1.3
Z-AFAKRRAT 4 KRNI 8 0 5 91.4 8.1 12 0.97
—arn EZ]“/E@Z\‘ TINT 7T 7o 8 O 15 928 10 13 12
c EBE TR (H—EBREIC L DR Bk 4 0.05 mg/kg (HZHE4 0.5
mg/kg)
- B TR (B3 BR=I1C L 20ER) e 4 0.02 mg/kg (BZHE 4 0.2
mg/kg)
(BE) 7a~ 7T L
A
I IAFIN-AFA T 123
gl vt S0t B
gl
1
i
[i] 2 - .-'I B o
TECIE et
B C
I IAFI AR T4 e il
| Gt SO A RERE bk
| B |
| %
o | o
ﬂ 2 4 ...... B ﬁ . - - - - — - -
. 0 2 4 B
19150508, 43 msgane o1

FERRUAMAHDIOT R F L
AR (JVEYR— MR 3-AFAVFAT q=aryaFr@ge LTx
100 ng/mL)
B: IRIEE (F VKRR =PRI AFAFRRAT7 =araF e L%
5 mg/kg A4 ERIMN)
C: IaElkt (REZIZN-TEF VI IVARTF— K& LT 5mgkg FHY &E00)
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25 ZunAbVRAAFILKEREY IRAAFLOT A7 a~x 7T 712X 5 RS

470

Hrik
() StrstgibeEym Ja)LEYRAAFLROEY IRZAF IV (2 555)
(2) ik

A HEOHAH

1) Z7uenrtURAAFIIEERIK 7 vV E U ARAAF )L [CH/CIsNO3sPS])
20 mg # 0.01 mg OHTETED ., TOHMEAZFTE L, 100 mL OBEARTET T A
AN, TR 20 ML 2 TREML, BICERET224-FY AF
o hEMA T ane VRAAFIVERERIRZFHMST2 (Z0® 1 mLix, 7=
NEVERAAFLELTO02mMgE2EAT 5, ) .

2) BV IRARXAF IR U I AR A AF L [CuH2N3OsPS) 20 mg %
0.01 mg DHIETED, TOEELZFLEKL, 100 ML ORET T AT AN, T
T hr20 ML EZIZ TENL., FITEMRET2,24-F U AF A2 &2 T
Y IRARATFOUVEREFR 2T 2 (O] L mLiE, BUIKRAATFLEL
T02mgza a9 %, ) o

3) BEEAEWER BAICELT, Z7aAl U RAAFARREY IHRARAF
AR O —HZRA L, 224- N AF AR H =T > (4+41) T
EREICHAIR L, 1mL P27 e b BV RAAFALKROEY IRAAFLELTE
NEN0.1~4 ug #5067 DA D RIKIBAEIEERZ RS 5,

4) TUBFIN BEE U B (kifg 63~200 pm (230~70 A v ioa) )
BTV — 2 —HTRAET D,

5) #EEKE b7 ET=72.4109 (0.95~1.049) &E/KILIZENL, UEE2
mL =z 5,

6) 714 VvUl AT LR BBAKRRAY ) — )L TG LIk, BT 5,

B = =

i H 4kl 10~20 g &2 0.01 g DHTETEY . ZOHEAFH L. 500
mL O3 EIRHZ AFL, 7K 60 mL Z/x L, 30 oEFE%R,. Lic7' b
140 mL Nz, 30 RV EE T+ 2, P —h—%2T7 77—k} D
TlCEE, Mitikaz A8 (5 F B) CTWIlAl L%, LDk R Ok S %
IER 7 & k> —o7Kk (7+3) 100 mL THEF L. FEERICKSI AL, A% R
g 2 3B & 32,

B o RENRRZEH SN UL MU U AR (5 wivde) 400 mL KON
smana AL 100 mL Z A7z 1L Oz, 3 2EE L <RV BT
BEEL, Yr/ru X2 UE (TR 2=A7 723l Ahvd, EERIZY 7 e
2 A% 100 mL 2z, FRCLICIRVIBEZHZFHFEL, Y/7re XX U Eali
D=7 T Aallhbyd, YA EEEEORMEBT Y v A (HEK)
THAK L, 500 mL O3 T 7 A2 0T ABHEAE R TAHB LIZ1%, e =
77 2afONAREIARDEDO Y 7 aa XA X THid L, RiKE D A% @
LCAlRERDLED, A% 40 °CLLTOKIBTIE & A E[ET 2 £ CHULIRE
L7=th, RN AZE-> CTHIET 5,



7T N30 mLEMX CTEEMEENL, 714 v+ 059 (045~0.54 g) K&
OEEWR 40 mL 20z, B IRV IBE 7248 5 o flFfE L, A% 300 mL @
SRR A ST T ABHEARTESCAHIBT D, ORI T T A3ZTE h 30
mL Z 1% TR IE VIR, BEEWR 40 mL 0%, FERICEIEST S, Hizkor
TIT 7 AaROT T AFEMEABEZNAR D EOEEKR — 7 & F (4+43) THE
L. BERZ SeD 777 Ak A /A8 L TRk A lIcebt s, SR Al
~FX P50 mL Az, 34MM LRV IEE-#fHE L. KE (THE) % 300
mL O 3ikdR}F BIZ AL, ~FH g (LE) 2=A7 7 X3l Aivd, mikis
SEBICAFH Y 50 mL 2Nk, FERICEEL, ~XV U EEEO=AfT7F 2
ZEbED, ~FHUEEEEOMET MY v A (K) THAKL, 300 mL @
RTIET T ANCH T ABHEAKT S THET D, KOZATTAARRHT T A
WAE AR ANER D EO~FY TG L, WIREA DT 7 Af#EAEEZE L TAH
WEADYE, A% 40 CLLTFOKIBTIEE A EHET 5 F CHULEM L 7%,
EERH A w ko THIET D,

AFP -V F T —TF 0 (9+1) 5mL A TEEWEERENL, 1T L
PRI 23 BHAK & 35,

VRN s Wil vV 7 A (#EK) 59 (45~55q9) . YU B L5¢g (45~55
9) KOWREEFT FU A (K) 59 (45~550) ZZhEn~FHhor—ryF
T—7 /b (9+1) B S TH T L% (£ 156 mm) (ZNEKRGE LA, HRiHE A3
FETAHID LS s 3mm OE SIZET 2 E TS, 77 22085,

200 ML ORTIET7 F A 3% A7 LD FICES, EHEKREZ 77 M AL, &
BHREDO AN > TW T 7 T A az~xHh -V F oz —7 /0 (9+1) 5 mL
TARPEE L, WREINER D 7 22N Z 5, RENFTETAH O LSS 3 mm o
BSWCETHIETIMIEFLTIZ AU RAATF VLY IHRRARXTF VA S
BB, BiAF Vo —YxF Lo —T/0 (9+41) 75 mL % 7 ALI2hl 2 CREE
I &5, WA 40 °CLLFOKIBTIE & A CHL[ET 5 £ TRULEM L7
%, BRAA L THET D,

224-F U AF LR B =T by (4+41) 5 mL ZIEMEICINZ CHREM AR
MWL, AV~ 777 4 —ICT 23 BHAK E T 5,

HAIa~ NTT7 4— AR L O RIRR AR RS L L 2 T A7 e~
N7ZTICEAL, 7 a~v NI TAERD,

HIES B

i s T BA A bR g

7 7 L RAAERF Y E T U —H T A (100% Y AFLRY &
axtra—7r 07 NE032mm, £ 30m, &
J&£ 0.25 um) 4

* v U ¥ — 4 & :He (4 mL/min)

AA T w7 H A He (26 mL/min)

o Bk H 2 :H, (4 mL/min)

By B R EEZE& (100 mL/min)
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OB E AN BT A
OB E AR B ¢ 200 °C
717 L R 50 °C (1 minf&FF) —HR 20 °C/min—180 °C (1 min
RFF) —HIE 3 °C/min—200 °C
WO %% iR 240°C
R fBohire~v NI AL E—JHEERD TREMREIEMR L, R
B o rz7enr eV RAATFLVER Y Y IRARATFLVEEFEHT S,
£ 1 Silica Gel 60 (Merck ) XiZZ L FRZEDH D
2 Hyflo Supercel (Celite Corporation #) Xz & [F%EDEH D
3 GA-100 CRVFIEME) IZhERFEO LD
4 DB-1 (Agilent Technologies ) XixZh LRZED L D
(BE) piEAN) TF—va v
< WINEN =R K OV U KE

MR, VIUCIENE S SUaWY o 3

WA 53 40 Bk FEAR (mglkg) M L (%) RSD. (%)
TNV YRAATF )L 7 A T —ERE %Y HE AR 0.25 3 921 3.7
0.5 3 94.4 3.2
PR IE & B & i 0.25 3 9.1 4.4
0.5 3 88.1 6.6
P A= IR B L 5 B 0.25 3 101 4.0
0.5 3 87.1 2.0
EYIRAATF )L 7 a A T —EE % YA R 0.25 3 97.0 0.7
0.5 3 99.6 2.3
PR IE 5 B £ i e 0.25 3 107 2.4
0.5 3 103 5.8
P A= IR B L 5 0.25 3 105 33
0.5 3 100 3.7
- H[ERER
. S ; AR FEHR USIIRE WNREGE  SnEE URE SRR
P PRORE g man (mgkg) (%)  RSD, (%) RSDg (%) HorRat
saneyEAiFe T ad 7 —BE GG TR 6 0 0.25 89.8 3.5 4.0 0.20
EY IRARAFA T EA T IR I R 6 0 0.25 102 4.4 6.9 0.35

(%) 7u~ 7T L4
— PUIFRRAFI

ANLEVRR
L o |
A
o
J i —
0 G 12 15
(B i e

AN (REfARICEEELLT0.25mg/kg BEERM) Or/OT RIS LA
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26 WAt 7 = THE AR R AFHF o OH A7 a~x 7T 718 %5 REE ST E
(1) DWrgibdt Blb7 =0 7 Z AR ~FHF o (2 55)
(2) ik
A HECHE

1) Bib7 = T X AR RN AT F U RA AR fefb 7 = 78 AR
(CeoH780SN2) KO ~FHF o [CigH240Sn]) 4 20 mg % 0.01 mg DHTE TH
D, TOHMEETHEL, 100 mL OEET 7 A2 32 A, Bz~ F L — FEER
(99+1) ZINx T L, WITHEMR E CHElR =T /L — Eilie (99+1) #Nx T
67 27 2 AXKR~FHF URAGERERIREZFHT 5 (208K 1 mL i,
b7 2 T H AR ORI AFYF L L TCENTNOO2MgZEEHT D, )

2) A~ TR T A BT AW~ 7 x>0 A (Kt 149~250 pm (100~60
A v =) ) 1% 130 °C T 16 Bfijazifd 5,

B = =2

h H INTEEE 10 g 2 0.01 gOHTE TERY . TOEEZFEH L, 200 mL &
e =A 7 T7 Az A, K 15 mL #Mx TEL, 30 sEEE%, 7 b —
WEf2 (99+1) 80 mL ANz, 30 MRV IBE CHitt 4%, 300 mL o237 7
A%z T7 7w} OTICES, itk E AH (5 B) TWEIAWL#%, %t
D=7 T AaROESEINERT & > 50 mL T L. REEICKG] AT 5,
AR % 40 °C LLF OZKIRTHI 15 mL F CRUERHME L. 7 7 L8R |12t 230k
WL+ 5,

717 LALER | REHATRE 2L r A Y 7 £ h T & (20 mL FFH) 22 A,
5 RET 5, 200 mL OARTIRTZ S 2 a%2H T LD FICES, REHAKDO A
STWERTETZ T Aam~FH 2 10 mL 5T 3 BIEEH L. WikE D 7 L1
Mz, WENFETAKIO EHHIETHETHR FL, BMb7 =7 % 2 XK~
FYFUEEHEES, FIZAFTY 2 40 mL 20 7 202 TRERICIEH &4,
W% 40 °C LA F ORI TIE & A CHLET 5 & TRILIRM Lok, EFT A%

%o CTHLE T 5,
AFH Y 5 mL ZIEREICINX TEREDZED L, =T LIS T 2 530RHA
e 5,

T F AR FUBHAR 1 mL % 50 mL OFREBRE IZIEEIZ AL, =F L~ TRy
TAT7 w3 N 1 mL 2z 7% 20 pEFFE L, BL7 = 7T X AR~
¥V F o ETF T S, ZHICHIEET® (0.5 mol/L) 10 mL Z/ & J 2%
WROTF N~ Tx LTI ReafE L, HIZK 10 mL LTOA~FH 5 mL
EMA TRV IBEZZFHFEST S, ~FHrE (BE) 232y — 11Xy T
50 mL @ =7 F AalZAND, FLORBREIZ~FT 2 5 mL 200z TRERIC#
fEL, "XV UEasho=A7 7 XAaigdbtsd, ~FVUErmEEoniarT
Ui (EK) THAKL, 100 mL ORTHET 7 AT HEAKTHi LIk,
D=7 723 L ORABENERDEDO~FH 2 THF L, R E SO A% @
LCARERDLED, Ak 40 °CLLTOKIBTIE & A E[ET 2 £ CHULIRAE
L7cth, BENI AL k> CHET D,
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7

I

¥

at

AX U5 ML AN THEREVMERN L, BT LLE T 23R &
Do
7 LALER | rAEE~ 7 37 5 10 g (9.5~10.5 g) AT B ST
717 A% (NEE 15 mm) (23 LiAA, RENA R TAAID Lims b 3 mm D& S
ETHETHH S, V7 25T 5,

200 ML ORFTETZ T Aa% 7 2O FICES, REWERE 7 7 A AL, &
BHER D N> TWeZe 37 T A az~FH o 5 mL 35T 3EPEEL, ks
NEWR A Z 2N %, IRE AT TAFIO LSS 3 mm OE SISETHETHR TS
T 5,

AFH L —TVEFLE—F)b (99+1) 70 mL ZAH T AlZMAaTCeF kL=
Blh7 2 7 B AR AAFHTF U2 EH S, WHIKAE 40 °CLLTFOKIBT
LA EHEET D E TIRME L7cth, BR T A &%k THRET D,

~XT U 2 mL ZEMICINZ TEREMERNL, FAZua~ 7T 7 40—t
T HREHAIR & T 5,

RO TF ML L7 = T AR R~ F U RAERERK 1 mL &
50 mL OFRERE IZIEMEIC AL, =F ALKE DI & [Fl— S CTHIE L. 40 °C LA
TOKIBTIZE A EET D E THIERME LK, ERT ALk CTiET 5,
~FH 10 mL ZIEMEICMZ TEREDEEN L, 20RO —H%Z~% % TIikE
MEIZAIR L., 1 mL FIZIE 7 = T X AXF R A~AFHTF L LTEREN
0.01~2 pg FY EAZ G H T 2 BADRGEER AT 5,
2Arva<w 7T 7 44— REHWERM OKIRGERER 2 L VA7~ v7F
TIWZHEAL, 7a~v N T LEHD,
WESME fl
i i 7 ROOEmRbES (A XBmERAT 42 —)
bl 7 LA:F¥yETIV—=hTL B0%KY 7Aoo )L AT
V=580 % AT LRI vaxra—7 o7 AR
0.32mm, £ X30m, FE0.5um) *4
X ¥ U ¥ — 4 A :He (2mL/min)
AA T T > HA N2 (30 mL/min)
o BF # % :H, (80 mL/min)
By B F A qkZE& (100 mL/min)
#H_ OB B AN B ZAFY vy LR (605)
AROBEE N IR B 2 250 °C
17 A FE R ;150 °C (1 min f&%F) —F-iR 10 °C/min—280 °C (5 min
TRFF)
BoH 2% 7R . 280°C
B OBbNruw T ANLE— 7 EEXITE S RO TREMREE
L., BB OB =0 72 ZARBR R AFHF U BZEHT S,
H1 7Y (Floridin ) XiZZnlREDOLD
2 Chem Elut (Agilent Technologies ) XX Z L& RO H D



3 AFEBUENRENIZNLFFEDO LD
4 Rtx-200 (Restek fl) jZzh L F%D L 0
(BE) SHEANYF— g v
« TRANIEIL R K OV U KRG S

. . 5 WINRE .. S HOMOR UK E
VA 55 4 SR O ﬂ@ﬁf g PR ﬁ%hﬁf
A7 =0 T HAR T a7 —nE %A A R E 0.1 3 84.8 6.2
0.5 3 87.8 14
1 3 93.6 0.3
T KB Rk A LA Lk 0.1 3 80.0 16
0.5 3 87.4 18
1 3 89.0 12
FAT 7 ILT 7oA 0.1 3 90.1 8.6
0.5 3 96.0 33
1 3 84.4 6.3
TFHF T u A T — I I A 0.1 3 84.6 17
0.5 3 87.1 48
1 3 90.6 5.2
TR E R B A i 0.1 3 92.7 8.3
0.5 3 87.1 39
1 3 87.2 5.8
TAT 7 VT 7oA 0.1 3 89.6 6.2
0.5 3 85.7 33
1 3 88.1 8.8
- R FAER

AR AR WA EMEILE  Sdis L Sims

Ay EFOFERE o ey HorRat

oA AROIE pay ween (mgkg) (%)  RSD, (%) RSDg (%)
Bl 7 =7 X AR A FEL AR 7 0 0.5 95.3 5.2 8.3 0.47
SN F U R RS 7 0 0.5 78.7 5.6 14 0.78

- EETR (E—-HBREICX 2R B 45 0.02 mg/kg
C I NA-E AN PN/ |
L T FA S i g

TFIAEEH
i
i
o
0 5 10 15 20

(%37

AmEH (FERERARSEHEMICEEELEL L T0.5 mg/kg FHHERHM)
Y An el 7K WA

27 VTFVURRI I a T A= NDH AT aw T T 728D RS
(1) gty VTFVURRI s u T =0 (2 557)
(2) Wik
A HECHHE
1) 7TV URERERR 7+ [CeH13CINg) 50 mg % 0.01 mg D% TH
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. TOEMEAETLEL, 100 ML OBELEET T A AN, T M ZMAT
WL, FICHERETT b2 MATY T Y U EERIEZHNT S (Z0ik
ImLIZy 7 For e LTO0Emg2aHmd 5, ) .

2) 0T H = UFEUER 2 /a7 %=, [CisHi7CINs) 50 mg % 0.01 mg
DOHIETRY, TOKMEETHE L, 100 mL DBALEET T A3l A, 7k b
VEMATEN L, BITERECTTE N2 T 7 a7 ¥ = UEHERK %
W2 (ZoImLIZIZ a7 2= L TC05mgzad+ 5, ),

3) BEEREAEUER I LT, Y7 YU RN 7 n T = VR AERER R
D—HZEREE L, B CIEMICARL T, 1mL FIZTTFP U KD 7 m
TH=E LTEREN 0.02~1.0 ug =& A T 258 O IR AU & SRSl
%

4) HRES  01vWRRY =F Lo Ya—LEgR7® M

B = =2

h H INTEEE 10 g 2 0.01 gOHTE TERY . TOEEZFEH L, 200 mL &
=7 7 A3z Af, K 15 mL 2z L, 30 pMEFER. Bic7 & b
> 100 mL ZAnZ., 60 RV IEE T+ %5, 300 mL ORI 7 7 XA a% 7
7R} OTICES, itk E AH 5 B) TWEIAMLIE, o =M7
TAAROFESZNERT & F> 50 mL THEE L, FERICHEIAET 5, A%
40 °C LA F ORI THJ 15 mL £ THUERM L. EbkF FY U A 59 (4.5~5.4 g)
ZINZTHAT L0H T 23 ENEIR &3 5,

717 LA | RENAR E ALy A Y o h T 5 (20 mLRFFA) i A,
5 45 MEET 5, 300 ML ORTHTZ I A a2 T 2D FICEE, REHRKDO A
STWeRTT7 T Aaz~FHr—FifgF /L (4+1) 10 mL 5T 3 [Pk
L. WRAZNER 1 7 DZINZ %D, WREDFETARD BiGIZET HE TR FLTY
TFVURRI a7 X =V ERHEE, BloA~d o —Fg—F /v (4+1) 70
mL %% 7 MMIIA CTRBRICIEH S B 5, iR %E 40 °C UL FOKIBTIZEA L
HE[E 9 2 F CRUEIRME L7ct, BRI A2k THET D,

vrua~Ftr—7% by (4+41) 20 mL ZIEMEICINZ TEREBYEZRHNL, A
YTTrT7 4 F— (FLEE 0S5 umLLR) TAIL, AT LALER AT 2 R0R
Wi E T 25,

BT DAL AEHRIR 5.0 mL 27 ViR a~ ~7 T 7IZIEAL, T Y
VERORI a7 X = VRN T S5 100 mL O T T T A 3L,
40 °C LT ORI CTIZITHEE T 2 £ THRUERM L72th, BR T A &%k CTHzE+
Do

AFH =T b (19+1) 5 mL Z EREICMZ TEREWEZEN L, 17 LA
H AN 23 BHAR &5,
TRET v~ 777 40— f
BT A AFLUVE ARV UESE S T A (N 20 mm,
£ & 300 mm, K% 15 um)



H—RHTAh: AF LIV ARCPUIEASED T A (N 20 mm,
£ X 100 mm, Ki£% 15 um)

WO W v ZuaandP -7k R (4+1)
it ;5 mL/min
4y B M 43 : 80~120 mL
TR ARTABY IR T AI =T A (910 mg) F2EAF YL —

T by (19+1) 5mL THET 5.

REHAK 2 X =0T DA, WKEAFETAHO E5ICET 5 E TR S,
REHAIRDO N> TN TR 7 7 A a2~ —7 & by (19+41) 5 mL §0
T2REIVEE L, WREZIER I =57 HM2Nx, RIS S/ 5,

50 mL DR 4T F72a%I =T LDOTIZES, ~F¥r—TkF (7+3)
20MLEZI=ATLIMATYT IV RO 7 a7 = vainisEs, B
% 40 °C LA T ORI CIRITHZE T 2 F THWIERM L7otk, ER T A& ko THL
[E9 2,

TRy 2mL ZIEMICMA TERBY 2N L, AT a<x 777 0 —ft
TOREHEK LT D,

WA~ 777 40—  FHEHERK O EIHIBESEERS 2 L W A7~
NSZTIZEANL, Za~ NI T 7 EEGD,
HIES B
i t 2 TN U BA T oAb AR
7 7 ARy ET V=T A (B%RY T ==/L—95%
VAFARY et a—7 07 NEL0.25 mm,
F&30m, BEE 0.25 um) *3
X x U ¥ —H A :He (2.5 mL/min)
AA T w7 HA : He (30 mL/min)
B F A :H; (3mL/min)
By o o R EzEs (90 mL/min)
AWOoBE AN B AT Yy hLR (60s)
FORE AT R B ¢ 250 °C
717 A iR EE 70 °C (2 min £rFF) — R 30 °C/min—230 °C— H-R
2.5 °C/min—245 °C— %Il 20 °C/min—280 °C (10 min
RFF)
e #% IR : 280 °C
al B Bonlra~ N7 b — 7 HiEZ RO THRERZER L, &
B 7 F BRIV a T X = vEEENT 5,
£ 1 Chem Elut (Agilent Technologies ) XX Z i EREDEH D
2 Sep-Pak Plus Florisil Cartridge (Waters ) (2@ 72K &D J Y — 3 — i
LI ZNERED S D
3 DB-5 (Agilent Technologies ) XX Z L FRZEDH D
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(B%E) GIEN) T —va v
* WINEI =R R UYL A i

. . = N WINRE .. i MR UK R
FMRS L REORS {J<m2,ffg§£ oL R ?SDr E)’;
LTIV %5 A A R R 0.05 3 109 4.4
05 3 98.8 9.6
A i LA i et 0.05 3 122 45
05 3 114 5.4
K= 0.05 3 104 4.9
05 3 9.1 1.2
EH9HAHZ L 0.05 3 106 3.6
05 3 105 15
a7 A= i I & fil ) 0.05 3 92.8 45
05 3 88.7 2.6
25 i A fia sk 0.05 3 99.4 7.2
05 3 100 5.2
KFE 0.05 3 91.0 4.8
05 3 85.0 12
EobAZL 0.05 3 92.6 4.7
05 3 89.7 2.3
. " ; AR TR PNYEE FOMEE  shsiE LE s
Wk setomm S8 EA <mﬁg> oy e S HorRat
LT F T sedr-mwimRR A 7 0 0.2 93.4 5.0 14 0.68
EH5BAHZ L 7 0 0.2 94.1 6.9 7.9 0.38
N e L 7 0 0.2 89.1 5.3 10 0.48
EH5BAHZ L 7 0 0.2 91.1 5.2 15 0.72

- EE TR (F—RBREIC X 5 MR YT rr s # B 0.01 mglkg, 2
a7 &=/ # EH 0.02 mg/kg
(%) rya~< 75 L4
A B
— LFFLL

)
& o a — LTFVY
|]I|.[~ «— IZOFA7) ir
I'\-!E o

— =pOzEsL
]

é . .1.|]. .1.2 . .1.4 . 15
PSR 5 {R450508, 55

G 10 12 14 16

BERRUAMEROIOT TS L
AR (FEIELE LT 2ngEA)
B: WEkEl (e 7 —InEri A AFAEHCAEIEE LT 0.5 mg/kg f1Y &
wAn)
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28 Vak—nA KON TLT Y DHAI a~x T T 728D RESHE
(1) W8 aw Vak—nLERRNY T T U (2 R5Y)
(2) ik
A HECHHE

1) ¥V aR— VIR v ak— b [CiHeClsOJ) 50 mg % 0.01 mg O % TH:
. ZTOEMEEFELL, 100 mL OBEEET 7 A2 AN, 7 M 20 mL %
MZTEN L, BITHERET 224- P AF AR Z B2 TY ak— VEd
iR Z M TS (ZoImLiZ, Yak—L&eLTosmgx2aAaT %, ) .

2) FUTATY REUEE FU ZZ U v [CizHisFsN3Os) 50 mg % 0.01
mg O£ TEY ., TOKMEEFTEH L., 100 mL OBEEE T T A3 |Z A, Tk
hr 20 mL ZMA THEM L, FITERET2,24- N AF LU H 2 M2TH
UI7NLT ) BRI ZERT S (2o 1mLiX, hUZALZ7 01T 05
mgxEHT D, ) .

3) EIEAEUER AL T, Yak— kMY 7T K IEURER K
D—EERE L., 224-F U AF L2 —T 8 by (4+41) TIEMICHRL
T, 1mLHIZyakl—nrERRY 7L T7 0 & LTENEN0.01~1.0 ug 2 &4
T LR R D BRIIR TR Z T 2,

B = =

il B oWkl 109 % 001 g OHTE TEY . TOEMEAFEE L. 200 mL O
=477 23l A, K 15 mL ZNx, 30 pMEEEXK. TIc7kE M 80
mL Z/x. 60 MRV IERE T3 %, 500 mL ORI T IZ7Aa%T 7 ) —
O TFIcES, Mitikz A (5 F B) TRIIABLEE, ZO=MA7 TR
KOS ZNAR T = h > 50 mL Ty L., [RERICKSI A9 5, A% 40 °C
LUF O/KI THY 156 mL & THRUERME L. BRI 230K & 35,

B o RENAREH SN U AT MU U AR (5 wiv%) 200 mL & T~
¥4 100 mL & A7z 500 mL O43ikiw=k AZI ., 5 RV RS 7% i
3%, KE (FE) % 500 mL O3 iklE}F BIZ AL, ~F V)@ (EE) % 300
mL D=7 F7 2l AND, FHE} BiZ~FH% 2 50 mL 2%, 55MED
BELEZEHEL, ~X Y UEEREO=AT7 T A alZidbEd, ~F VU ELHE
O SV w7 (HEK) THAKL, 300 mL ORI 7 T A3l AH (5 B)
TABLIZ%, oD =A7 7 AaROAREIARD BEO~FH > THlg L, iR
BHRDOAMEBML TCAREEDED, A% 40 °CLLTFTOKIBTIE L A CHLET
L FE TRITEIRME Lok, ER T AEL-> THET D,

vruandthr—7% b2 (4+41) 10 mL & EEICNZ TREWMEZEN L, A
YTT 7 4 g — (FLR 05 um LLT) TABL, 77 ALE I3 5506

WL+ %,
AT LALER | BRI 5.0 mL 27 WViR%E 7 n~ 7T 7ITHEAL, Yak—

IWEORRY 70T N EHT D% 100 mL ORI 7 7 A2 L.,
40 °C AT OKIBTITF & A ERIET 5 £ CTHRITEN LI-th, ZBR T A2 1%E->TH
35,
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~X 5 mL & IERRICIIZ CHEREMAZRD L, B 7 H0E 1123 2 30EHE
e+ 5,
TNRBI < NI T 74—
BT A AT LY VS AR UIREAERS T A (A 20 mm,
£ & 300 mm, RifE 15 pm)
H=KHT L AF LUV E AR B U HRHAKRD T A (P& 20 mm,
£ & 100 mm, RifE 15 pm)

WO W v ruandYr—7% b (441)

i ¥ : 5 mL/min

5y B O 4y 60~110 mL
VAN U | BRTAB~ 7 3T LI =775 (910 mg) F1EAFH L 5
mL THEHFT 2,

100 ML D22 R T F7 2342 I =T LD FIZESE, ABHAK 2mL 2 =
T LZIEEICAND, WEP R TAFO EiglZiZET 5 E Tt S8 72%, ~F
=Yz Fom—Tb (99+1) 30 ML ZEI =T AIZMATYaRs—A KOk
VNI ) BRI EE D, IEHlE 40 °CLLFOKIBTIZE A CHET 5 £ T
WUEIRAMG L=tk BT AL ko THRET 5,

224-F Y AF N BZ =T hr (441) 2 mL ZIEFEICINZ TEEY A
WL, HRAIZa< N7 T 74— 2R EHEK E 35,

WA~ NTT7 4— AR K O RIRRAIEER S 2 L 2 T A7 <

NI 7IZFEAL, Zu~ 7T 85155,

WESME il

i s R AR

7 7 LA Ry T U — T A (B0%Y T = =)L —
50 % AFARY vaxthra—7 o7 NEL0.25
mm, X 30m, JEE 0.25um) *2

X v U ¥ — 4 X :He (2.5 mL/min)

AA T T > HA Ny (60 mL/min)

OB B AN A7 Yy R R (605)

OB B IR B ;200 °C

B oM O IR FE ;300 °C
B 7 A FE IR E 70 °C (2 min £&¥FF) — R 20 °C/min—280 °C (10 min
RFF)

Al B BFohfzra~ NI A0 E—7 @S TmE % R TR Eft & (F
L, BB O aR—LE& RO RN IV ) v EERET S,
£ 1 Sep-Pak Plus Florisil Cartridge (Waters %) |23 Y72 R ED VU ' —/N— %8
FELTZbDOXIIZNEREFED S D
2 DB-17 (Agilent Technologies #) XX Z L &L [FA%FEDH D



(B%E) GIEN) T —va v
* WINEI =R R UYL A i

. . = N WINRE .. i MR UK R
FMRS L REORS ﬂ@ﬁg oL R ﬁ&rﬁ;
Jak—/L %5 AL A AR 0.1 3 94.8 11
0.5 3 88.5 4.4
Jox ) Bl A fir et 0.1 3 98.9 2.0
0.5 3 89.8 3.8
TILT Ty 0.1 3 9.3 8.2
0.5 3 89.0 3.6
FE L — 0.1 3 90.4 11
05 3 85.7 1.9
N 2% V% %5 H B A fial Bk 0.1 3 95.4 10
0.5 3 90.7 4.4
JR I Bic & i Ak 0.1 3 107 47
0.5 3 91.9 5.2
TINT )T 7 0.1 3 101 8.8
0.5 3 91.6 1.7
FE T — 0.1 3 90.1 8.7
0.5 3 87.6 2.0
. e e AANER FEHIR WRONJREE WONEIE R LEE  SITRAE
A BROME oy mEl (mgkg) (%) RSD, (%) RsDg () 0T
T ak— L WIREREE A 5 0 0.2 88.2 5.6 10 0.49
<A 5 0 0.2 89.9 6.5 13 0.60
NUTAT U RIRIEERE A 5 0 0.2 98.6 5.5 6.6 0.32
<A 5 0 0.2 99.7 5.9 8.5 0.42
- Ee MR (H—EBREIC L 5HR Bk 45 0.01 mg/kg
(%) Z7ua~ 77 L6
14
& HIZILSU
fig o
H
?LE o b el [
AH v
I oL J
un
— 0 2 4 B ] 10 12 14
IR, oy
AEE (oA S—BERYARAGHEHICEEBELLT

20 VOl T TFARORR 7L — ORI a~ N7 57 %7 L

0.5 mg/kg HEEFRM) DI/AT TS LA

Pritic & 2 Aok

(1) ST Rieew

(2) i #iPH
(3) ik

A
1) rafy P T FARERERK

oNaRy T TFILERR T LE— R
i 25 P FEL A

HEOHY
voNa TN ‘)707\‘7‘/1/ [ConzoFNO4] 25 mg ;E
0.01 mg DHiIETEY, ZOKMEEZFHFKL, 50 mL OEET T A2 AN, 7Tk

=N
HE

B

(2 gl
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oMz TENP L, FICERETTE hralzaTonnky 77 F LR
WHABT S (Z0E L mL X, v ahky 77FALELT 05 mg 2507
E)O ) o

2) N7 lLtE— MEEFERK N7 Lbt—F [Ci2H1604S) 25 mg # 0.01 mg ®

WMETERY., 2OBELFHL. 50mLOEET7 I A AN, T M AZ2IZ
TENL, FIEBRETCTE M2 M2 TRy 7 e — MERFERZ LT 5
(ZoWE1mLiZ, 7L —FrELTOEMIZEET D, ) .

3) REEAEUER  HEHICERL T, FEEREO —MzREG L, 72 bzl

2T, 1mL iz v Ry P TFLUROR 7 E—FE LTERZER 50 ug
e AT O REIEGEERIK RN 5, ZOREEREEK— A% 2 —/b (1+1)
TEMIZARL, 1 mL iz nafRy P T7FALREORRCT7LE— e LTER
Zi 1~200 ng = & A T HER O BB SR 2 AT 5,
B = =2

H INTEEE 10 g 2 0.01 gOHTE TERY . TOEEZFEH L, 200 mL &
R =7 7 A2 A, K 20 mL 0%, 30 oEE%R, L7+ 2 100
mL &Nz, 30 /IR0 IEE THH T 5, 200 ML O2&ET 7 2 a% 7 7 F—F
SFOTICES, MR EZAH (5 B) TWHIAB LK, o =MA7F7Rak
O S ZNER 7 & o 50 mL THE L., FERICKE] AT 5, TICRET 7 X
IOEMETTE N ENMAD, ZOWS5 mL %50 mL O3 T T A T IERME
([ZAFL, 40 °C LA F ORI THI 0.5 mL E TR L. & 7 LB 1Tt 25
BHAR & T %,

BT LB RENAIR A A A Y U T s (5 mL fREFA) T LIZ AL,

REHER DA > TV T 7 7 A% /K 4 mL THEF L, WwiRE D 7 22z
7o, 10 DHERET 5, 200 ML ORTIET7 7 A 2% 77 L0 TIZEE, A
HDOANSTWERTIET T ATz ~FY 2 5mL 35T 2 mIPESH L, Pk zlEk
T HIMAZ, WHEBFETAKIO EIGIZETHE T EFL TRy 77T
FOR 7L — FRIEHEES, FIZA~FH2 90 mL 24 7 A2z CREEE
T S Wik Z 40 °C UL F ORI TIZ & A EFcET 5 F TRIERME L 72,
BERH Ao CHET D, TV 2 mL 22 CEEMERENL, BT A
SLER 12T 2 3 UEHA K & 35,

H T LHLER || T2 T2 757, Nh—Ry /T /a7

FiE X =% 7 & (500 mg/500 mg) *° & FEfE—T /L 10 mL THET 5,

S50 mLORTIRT7 7 Aa%I=T7 L0 FICES, fHEKE I =77 LIZA
N, WEANFKRTAHIO EEICETL2ETHR FLTI AR R Yy T T FILRRR T
LE— a2 EEs, BREHAKOA> TWERTIHT 5 2 az T 2
mL 9°0T 2 B L, WIREIEXR I =0 7 Az, FERICHEHSE 5, HIC
HEfiE—F /L 4 mL % X =07 MM TR S5, JHiE%E 40 °C LLF
DKBTIEE A CTET D E CRIERMGE L%, EFH A& %o TRET D, K
— A X =) (1+1) 1 mL Z IEMIZINZ CTEEMZRN L, 5,000xg T 5 5y HiE
ODOBEL., EBARERRIK v~ s 75 7 % 0 F ARV ESITENC X 2 RIE It



T OMEHAIR & T 5,

Wik v~ 72748207 DAVEESHEHZ L 2HE UBHEK K OV BEIES
YR A 10 uL ZiRIK 7 u~ v 77 7 2 57 DRVEBOEHCEA L, @RS
M7 v~ 77 8%15%,

HESRM Bl
(k7 v~ ~7Z 7H)

7 7 LA BTN Y BT N (NEE 2.1
mm, & & 150 mm, Ki£E 3 pm) *4
B At W2 0.1 VIV% X BRIRIE — 0.1 vVIV% X TR A & J — VIR
(4+6) (1 min f£FF) — 12 min — (1+99) (15
min PRFF)
it # ;0.1 mL/min

A7 A KR 40°C

(% 7 DBV BT aHis™s)

fi sl o DU E AR By AT R
A4 & v b i RREREFEA A4 (APCD 3 (EA A2 E— )
X7 T A4 Y —H A2 (4.4 L/min)
CA H A N, (20 L/min)

A B —T = — ARFE 350 °C

t— h7 vy ZiRE:300°C

D L & JE:300°C

a2 U ¥ g v 4 A Ar (230 kPa)
aYVar R AX— FROEBY

T = F — A4 F v FTROEEBD

x AWEOWESM:

TV == TuaX I A ayVar

T 7E R S E Ay EER R TR F—

(m/z) (mfz) (mfz) (eV)
Loms Y FTF 358 20 — o

N e J
7 — 120 28
163 — 11

X7 LbtE— b 257

— 121 22

iR Bohi@RKSRHE e~ N7 T ANLE— 7 W XIEE S Z KD
THRERZEKRL, REFOv Rl 77 FLERORC 7 LE— N EEZRE
T 5,
# 1 InertSep K-solute (¥V—x/L# A = Z8) FZNEFREDED
2 T 1| mL/min B2 LT 5, BLEIZS L THREI~=FR— L REHT 5,
3 Supelclean ENVI-Carb/LC-NH, (Sigma-Aldrich ) I ERZEDOH D
4 Inertsil ODS-3 (Y —=x /¥ A4 = 2M) TN EFRZED L D
5 LCMS-8040 (EERERTERY) 12 X 2 54
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(BE) GIEAN) T —a»
* AINEI =R K UYL A i

; X e , W .. WINENN SR R U RS
WIS 4 ol FEHH (malkg) 3 L (%) RSD, (%)
voaRy 77 FRsEeHETENL 0.009 5 93.2 7.7
Fov 0.1 5 87.0 11
FRFEEAATE2  0.009 5 85.3 14
0.1 5 91.0 5.4
N7 bk—b  FEEEAEEEL  0.009 5 86.0 6.4
0.2 5 89.0 11
FRrsEALEER2  0.009 5 91.1 12
0.2 5 101 2.7
. . 7h B v EE D RN R e Uk SRR RSN
Wk o o2 R “’%(?Eé% o B e HorRat
onky 7TFN FRR R R 1 11 0 0.045 97.0 4.8 32 15
Tili 6 P AL i ) 2 11 0 0.225 92.7 2.7 22 1.1
N7 L — MR E 1 11 0 0.045 94.7 3.7 10 0.45
Tt B AL AR B 2 11 0 0.45 96.1 2.6 8.1 0.45

I opralelh (RE) (259 2 N

- ER TR (BRI & 2R

BURE (RVEZH) 4 0.02 mglkg

- B TR (BRI & 5 AR

voNaiRy ST F I

Akt (aEy)

0.0005 mg/kg. <> 7 Lt— b @k (A#Y) F 0.006 mg/kg

(%) 7ua~ 77 L4

A B
~ T r—t etz

3= apoop . 3= q0000
o | O L B 2O A F I
m 30000 m 30000
< | N,
M 20ma M 20000
ﬁ 1003 ﬁ 10000
1o I
tuo 0 —

& 0 12 14 16 18 3 10 12 14 16 18

(RIS 1RSSR

BERRVAFMEHDOIOT T T L
A ERERR (oNadky 77 FE LT 50 ng/mL, X7 L&— K& LT 100

ng/mL)

B : IRINEE (FRRBEMIfAEHZ > ~aky 77 F L LT 0.2 mgkg, X7 L

t— K & LT 0.4 mg/kg ¥4 EFSN)

30 aRy T TFARORC T LY — b DOH A a~ W77 7EESHEHNCE D
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(3) ik
A HEOHHE

1) vraky 77 FIERERR oy 77 F b [CaHFNO4) 25 mg %
0.01 mg OHFETEY, ZTOKMEZFHKL, 50 mL OEET T A2 AN, 7T
Mo Z2MzTENP L, FIERETTE Fra2aTona iy 77 FIUFEURER
WAERUST S (o 1mL X, > aky F7FLE LT 05mg #aHT
Do ) o

2) N7 Lb— MEREREK N7 LE— 1 [C2H1604S) 25 mg % 0.01 mg @
HiETRY, ZOEETHEL. 50mLOERET I Xl A, T2 &2z
TEML, FICERETTE 22Ty 7 b — MEHERK 2 FHT 5
(ZOWImLIE, X7k —FrELTO0EMgEEHETD, )

3) EEREOHEUERE  ERICE LT, Yoaky ST FOEERERIK R R T L
t— MEEFRKO—MEZEAS L, ARG CEMRICHIRL, 1 mL Fize miR
T TFNROR 7 Le— e LTENER 0.005~0.5 ug = &H T A0
BB A IEER 2T 2,

4) AR RNY)x=F L7 a—n (E¥sy+& 400) 50 ub #7 & h
100 mL 2Nz CABRIE B A2 9 5,

B = =

il M otk 109 % 001 g OHTE TEY . TOEMEAFEE L, 300 mL O
R =A 7 7 22z AtL, K 20 mL (Fg 6% 30 mL) Zhnx. 30 4rfAl#fiE 4.
FiZ7 & b 100 mL (fid 51 120 mL) %Nz, 30 43RV B8 TR 5,
200 ML OB I A&7 77—} FICES, MRz 5% (5 B) T
WHl Al Lizt%, D =A7F7 A3 KO IZIART & b 50 mL THHE L,
FRICHE AT 5, FICER 7 I ATOERETTE M 2MZ 5, ZOHK
40 mL % 100 mL ® 72T 7 7 A 2| ZIEMEIZAIL, 40 °C LLTFOKBETH 4 mL
(Fgo 5138 6 mL) £ TRUEREME L, 77 L0 T 23 ERRHR & 35,

T NE L BRI E 2 A Y T (20 mLARER) THic AR,
REHARD AN > TN T 7 7 A2 %K 5 mL THEF L, WmiRE D7 Az
7o, 10 pRERET 5, 200 ML ORI T F7 A2z h 7 L0 FICTEE, A
HBHDONS> TN T T T ATE~FH 2 5 mL 35T 2 mEHE L, Pk z AR
KT NI A ., WENFTETAKIO EMICET A E TR T L TREEL RSG5,
BlZA~FH 2 70 mL 20 7 D2 CRABRICE N S, WK% 40 °C LT O
KB TIEE A CHET D & CHIEIRMG L-th, EFH A 2L THRETDL, 7
aAaFt o —7% h (4+41) 10 mL ZIEFEICIIZ CEREMZENL, AT T
YT 4N — (L 0S5 um LA TF) TAIML, 77 LER 1S D RENATK &
T 5,

717 LNALER AREAR 5.0 mL 25 ViREZ a~ N7 T 7IZEAL, ¥m
Wy T TFNVROR T b — MR EHT DH5 % 200 mL ORTIET T A=
25 ELL, 40 °C LT OKIBTIE L A EH[E T 5 F THIERME L2k, EFK T A
ko CHET 5, ~FHhr 2mL M TEEMZEN L, B 7 L0 112
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g 23 EHRIK & T %,
TNRB I~ NTTT7 40— f
BT A ARFLUVESARVBUHELSES T A (N 20 mm,
R & 300 mm, HIEE 15 pm)
H—=KRHBFTh: AF LI ARCEUHEAERD T A (FNR 20 mm,
& 100 mm, HKIEE 15 um)

w OBt Ry ua~xYr—T7TE R (4+1)
it ¥ : 5 mL/min
4y B H 43 : 60~115 mL

7T LRLER QT2 TF LUV TIVN-Fa LU Y BTV =T
2 (500 mg) FEDOTFICERT A~ 3 U LI =HT L (910 mg) T4 & ERE
L. ~F%F% 2 10mL THREFT D,
ABHARZ I =7 MTANL, RIS R TAKIO BiglcET 5 F TS 5,
RENRI DO AN > T\ T 7 T 2Aaz~FH v 8§ mL THE L, LRz I=
T AT A, FRCHBsE5, Bz~ —78 b2 (99+41) 10 mL T
BHARD A > TWe 3B T7 7 A2z L, WikE I =07 A&, FERIC
MHESED,
WIZ, =2 F VLoV T IV-N-7a e UMb U 5NV =07 L& 137 L,
S50 mLORTIETZ T AAZEGMITA BT TR TAI =N T ADFICES, ~F
=7t Rr (19+1) 20 mL Z BT A~ 7 X U LI =0T LITIMZ T,
WRHAFETAHO LEGICET2L2ETHR FLTEREZRESE S, BHK%E
40 °C LN OKIB Tl & A CREET 2 £ CTRUERM Lo, EF T A& k- T
BT 5, MPRAEE 1 mL 2 EfICM2 TEREMEENL, PA7a~ N7 78
BEONTEHZ X 2 E AT 23 EHER & T 5,
A7~ 7 I 7HBESIFHCLD2WE SRR L O BB AR A& 2
UL Z A7~ 87T 7EESNRHCEAL, BIRA A U7 e~ 7T A
s
HIESM B
(A7 v~ ~T7Z 7%5)
il 7 LA RMAEX T =T 5%V T 2= —
5% AF LRI vaxhra—T 7, AR
0.25 mm, & 30m, BEE 0.25 pm (ARA 5T —
KA 75 (025 mm, £ 10m) &) ) *3
* ¥ U ¥ — # A :He (1.0 mL/min)
AOB E A AUy LR (60s)
AR E N B R EE 250 °C
7 A A IR FE:80°C (1 minfREF) —HIE 20 °C/min—280 °C (10

min £REF)
(&g By HraHER™e)
fR H 5 DU EARE BT



A4 #F v Ak EEFA A (ED &

A B —7 = — R : 280 °C

A4 A ¥ JR IR E:230°C

A4 & v fb &\ E:70eV

T =X — A F Vi EEAFT Y mz35T (aRy T TF) | 256
(N7t —h) | FERA A miz256 (Vhnm
Ry T TFN) 163 (X7 LE—1)

i i HonERAA U7 e~ N7 T a0 0 7 EmS VIEEEY
ROTHREMRZERL, REFO ok 7 T7FLEROR T LE— N EE
HHT %,

# 1 InertSep K-solute (V—=T/LH A =28 LixZhER%EDL D
2 JiElE 1~2mL/min F2EE T 25, MHEIL U TSI~ =48R —/L REHEHT
P
3 Bond Elut PSA (Agilent Technologies ) XX Z i &REDEH D
4 Sep-Pak Plus Florisil Cartridge (Waters #) (2@ 4 2K &0 Y P — 3 — %
LTI EREDOH O
5 DB-5ms DG (Agilent Technologies #) XX Z L ERIZEDH D
6 Agilent 5975C inert XL MSD (Agilent Technologies ) (2 & % 5§14
(BE) piiEAN) TFT—va v
< IINENN R e ORI U RS BE

WIRE PRONEL R AR URG

WIN RSy 44 OB (mglkg) R L ) RSD, (%)
Ry TITFL b S 0.02 3 109 46
0.3 3 935 10
2 3 77.4 10
Bk 0.02 3 80.6 5.8
0.2 3 89.9 18
2 3 74.2 13
Ry 7 LE—h faio & 0.02 3 119 1.7
0.3 3 102 49
2 3 99.5 46
Bk 0.01 3 102 1.7
0.02 3 116 41
0.2 3 113 41
2 3 92.6 42
I [R) FAR
e AR I RN NI smEume SRS
53 4 BEOMA g b o e (mgkg) (%)  ReD, G  RDs () HorRat
vruky77IL fED D 9 0 2 77.9 9.4 27 1.8
K 9 0 0.2 80.2 8.2 29 1.4
N7 L= Migbb 9 0 0.3 96.3 5.5 15 0.80
Bk 9 0 0.03 103 6.8 21 0.96
ERT R (BRI L2 R vomdy 77 F v ek 0.02
mg/kg, X7 Lt— b fboH 0.02mg/kg, FKHF 0.01 mg/kg
R TIR (E—RBR=EIC X 5 vosaRy F7F o BRSO 0.002

mg/kg., x> 7 Lt— b 3 EH 0.0003 mg/kg
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(%) ru~ 7T LH)

A B
W ol e[l ol _
I ‘ '|
. l | Lvll.- -.L"IanIJII.J I J|| .||| ’
o S I I L LR
" VIR ISFL O UNOF I
| ] | .
| | |
. ! -
| . I . r_____9 _________ ”] ________ 1 1..12..13
T Vs PRIRL 2

BERRVAFIMEHOIOT T T L
A REEMERR (23K L LT 20 ng/mL)
B : INEUE (Fabo B EHK L L T 0.02 mg/kg 84 &HRN)

31 T aFY AR T 2 FVERADHT AT~ 7T 7 EESHEIC X DR
Hrik
(1) Sgibdtn  T7aFYy =L k07 =F VTN 2ED)
(2) s
A HECHH

1) T7 a)r V) — VERERR T 7 a) Y —)L [CisH2CIN3OJ 25 mg % 0.01 mg
OHTETEY., TOHMEATEL, 50 ML DBAEEY 7 AT AN, TE >
EMZCEMNL, BICHERETT 2 N2 M2 TT 7 a)y — VR & 15
T5 (ZOWImLIZT 72+ =Lt LT05mgaafld 5, ) .

2) 7 =)V T VAR 7 =5 UE/NL [Ci7H1CI2N,0] 25 mg % 0.01 mg &
HiE TR, TOHEEZTHEL, 50 ML OBBLEET T A2l A, Tk %
M2 TENL, BIERETT 2 b 2A7 o)V B VEREFK 2RI 25
(ZOWEImMLIZ7 =FVEALLELTOSMgEEAT D, ) .

3) BIIRAEMER  HHICELT, 77 a Y A K OT =) U LSRR
WO—HZEA L, MREECEMRIZCAFRL T, 1 mL FIT7 72ty — L KD
Tz FVENLELTENETN 0.01~1.0 ug =& AT 5508 0 EEIRE A=A % i
WD,

4) TR RY)x=F L7 a—v (E¥)5 & 400) 50 ub % 2,2,4-K Y
AFNAR =T ko (4+41) 100 mL IS 2 TARIEE 2559 5,

B & =2

oo oWk 109 A2 001 gDHTETEDY . TOEEAFE L. 200 mL D
e =T I Al AR, T h=bhUL—K (3+1) 20 mL Z Iz /=% 10 43
FE L, BIZ7 2 h=bhU/ 100 mL Zh0%, 30 4rMHE Y IRE CTHIH T 5,
300 mL O3 M7 I 2 a% 77 F—igto FIZEE, ks A# (5 f B)
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TWRFIAIB LT, EO=AT7 7 A a RIS ZIERTE =KV /L 50 mL T
Wi L. FERICESI AT 5, AiiE 40 °CULTFOKIBTIZE A EHET D ET
WERAE L=, /K20 mL 22 Ch 7 LALHE 3 23 EHAR & 5,

BT LHEE L RBHRIE R S AN A Y U T (20 mL AR FLIZ AR,
5 pMErET 5, 300 mL ORTHR T I ZAa%x b7 LD FICESE, AEHAKRD A
STWERTETZ T Aaz~FH% 2 20 mL 5T 3 HEH L. WwikzlER D Z
AZMZ D, WRENPFETARIO EMGIZET HETHR FLTT 7)Y — L kDT
=TV ENEZEHSE, FIZAFH 2 60 mL 25 7 A2 A CTRERICE S8
%, M % 40 CCUL T OKIBTIEZ E A EHLET 2 £ CRIERME L%, BHE0
Ak o CHIET 5, Y Zua~dHh o —7T1% oy (4+41) 10 mL & EfECzZ T
BHRMEEN L, AT I 7404 — (L% 0.5 um BLF) TABL, # T A4
JVER 13 2 3 UEHAK &35,

535 AR 1 BRBHAK 5.0 mL A ViRE s a~ T ZICEAL, T aF
=V R OT =Y EBANENT 5% 100 mL ORI T T A 2oL,
40 °C LA DOKIBTIZ & A EREET 2 £ CTRUEIRM L7, BT A%k Tz
32,

NEHY 2 mL BINZCEEMERN L, BT N0 128 2 0EHATR &
T 5,
TRk a~w 777 40—
T A AFLUVEmARCBUIEESER S T A (N 20 mm,
£ & 300 mm, RifE 15 pm)
H—=RHFGLh: AF LI AR P U EAER T T 5 (NEE 20 mm,
£ & 100 mm, FifE 15 pm)

wOBE W vru~nthr—7E b (441)

it ¥ : 5 mL/min

5y B M 43 2 70~125 mL
BT LE N BRI ABR~ T F T AI =T A (910 mg) F2EAFH L5
mL CT¥EF3 5,

REHAK 2 X =07 HMZAN, WKEAFETAHO FEICET 5 E TR S5,
REHARDO AN S TV T 7 Z Aaz~FH% 2 2 mL 0T 2 B L, iR
AR =07 A2z, RIS SE 5, Bloa~dhor—71% Fr (19+1)
100mMLZI=H7LIZMA, FRICHEESED, 50mL ORI/ T7 I 2343 =
HTLDFICEE, ~FHo—TEhy (743) 20mL 23 =h 7 LZMZTT
Tafy = KO T7 2 VEAEENSE D, BEHE%E 40 °CLLFOKIBTIEE
A EREET D £ TRUEIRME L7z, ER T A2 K> TET 5,

AR 2 mL 2 BRI TEREMEZRN L, A~ 877 7 H&0H
FHZ X 2 MEICHT BRI & T 5.

A7 v~ N7 I 7EESIFHCEDME FUBNAK M O R ERIR G IR RS 2
UL WA~ 7T TEESFHTEAL, BRA A U7 e~ F 77 4
2155,
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At

HERM Bl
(A7~ 75 7E)
7 = I

S G B Gl DS

(BRI )
*ﬁ i °

0

BRA SRR Y T V=75 BV 7 ==L —
BUIAF AR vuxHhra—Tg00 7 NE
0.25 mm, & 30m, MBF 0.25 um) *3

: He (1.0 mL/min)
= - S NI
AOBFE N O
/R AN - R

27U v LA (605)

250 °C

70 °C (2 min f&Ff) —H-ilE 20 °C/min—280 °C (10
min {&%f)

: P E RS &5 Hr it

: 280 °C

: 200 °C

B4 A A (ED) ¥

: 70 eV

:m/z250 (77 =2} —))

330 (7= FVUEN)

B OBohE@RA AU n~ b T AL E— 7 HfiE R THE

WMEVER L, BB OT7a )y — L& RN T =2F B LEZREET S,
£ 1 Chem Elut (Agilent Technologies ) XIXZ N ERZED L D
2 Sep-Pak Plus Florisil Cartridge (Waters #) 2@ 4 2R &ED Y ' — —%
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HAE LZbOXIT I ERFEDS D

HP-5ms (Agilent Technologies ) XiXZ I ERIZED L D
GCMS-QP2010 (EEHRUEFTR) (X 2 Z-MH
REFOT 7 ady — V&N 5 mgkg 2 H5E1T. RIETIXEILEED

KR D REMERH DD T, B 15 141312 K58 BRZ217 9,



(B%E) GIEN) T —va v
- WINEI =R R UYL A

W5 Bk B ey gy PO e
FTTa)f—)u T A7 —BE %A EA SR 0.05 3 86.6 4.7
0.5 3 91.9 9.8
H A E R LA R 0.05 3 101 1
0.5 3 99.5 6.0
EH9HAZL 0.05 3 90.1 9.6
0.5 3 91.9 11
FA4 T TR 0.05 3 87.1 4.7
0.5 3 85.4 4.2
7 UENL T a4 7 —EE %A A R 0.05 3 95.3 4.2
0.5 3 98.6 9.0
545 B R B A R 0.05 3 100 1.0
0.5 3 102 5.1
EH9vAZL 0.05 3 96.9 1.2
0.5 3 101 4.6
AT TR 0.05 3 97.9 2.3
0.5 3 97.6 3.6
- R FAER
. s 5 HRhE FEHI URINJLEE VOIS sovon U s msirsy
5% AROME gy gan (mg/kg) (%)  RSD, (%) RSDg (%)
FTaAFY )L T uA T BN R 5 0 0.2 89.1 2.1
K#E 5 0 0.2 91.0 6.3
T U EI TrA TR &R A R 5 0 0.2 02.7 5.4
K#E 5 0 0.2 90.9 7.3
CERETIR (HE—RBREIC L D) T 7 aFy = BEH 0.005 mg/kg.

7 F UENHEH 0.01 mg/kg
- ER BIR (B —3RBREIC K DR
(%) ra~< 7T Lf

77

o)y —b BB 5 mglkg

FFaF—=)l
by
A
e JrFUENL
|
10 12 14 16
EE el e

BER (FBELLT2ngFEA) OO NS A

32 72N L—REROULA N v OT AT a~ N7 T 71255 RIS E

() Hiratgibay T RN L— hEORL AR v

(2) ik

A HEOCHH

1) 7=y b — MMEREFIK 7 =3 L— K [CypH2CINOs) 10 mg %
0.01 mg DHIETEY, TOHMEAFELL, 100 mL OBERET T X 2T AL,
ANXHUEMATEN L, BITERE AT U Z2MATT7 =N b— MERE
ik 2+ s (o 1mL X, 7= "L L—FE LT 01lmg 2aHT
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%o ) o

2) LA NU REERE ~UL A R Y ¥ [CauH20Cl203) 10 mg % 0.01 mg D7
EFTEY, ZOHEAETHEL, 100 mL DBOERET T AT AN, ~FHh %
MAZ TN L, BITERE TV E2MZ TV A N Y REREFR 2T 5
(ZoWEI1mLiEZ, VAR ELTOIMgEEET D, ) o

3) MEEEAEUER I LT, 72 AL L= ROV A B K IESE
JFKD—E2RE L, ~FH U TERICHRL, 1mL itz AL —F K
DAL A R U & LTENLR 0.05~1 ug Z &4 9 25 Hom o B3R AR &
WD,

4) AW~ TR T A BT AW~ 7 x>0 A (Kt 149~250 pm (100~60
Awa) ) 1% 130 °C T 5 B MR 5,

B = =

il o oWtk 5~10 g #FOK T 4 HrETEY ., ZToHEETE L, 200
mL Ok =A7 7 X3 A, 7 h=FUL—7K (7+3) 100 mL #/Hx. 30
SRRV IEE THIH T 5, 500 mL ORTIET7 72327 7 F—FR}FD FIZEE,
itz A4 (5 f B) TWHIA WL, D =MA7 7 2a RO ZIART
h=hrUb—sK (7+#3) 10 mL T 2 [E@HEEF L, FERICHKSIART 5, AiRE
50 °C LA F /K THJ 30 mL & TRUERME L. BRI 230HAiK & 5,

B W BRI EH O UL MU U AR (10 wivd%) 100 mL &Y
Yrun A% 30 mL & A7z 300 mL ORI Z %, fEHARD A - T
WERTIET7 I 2aw2Y7nn A% 2 10 mL T 2 [EVEE L, Wik % 55k -
Abt, 5 SRRV EEZHHEL, Yr/uux X @ (TE) 2=-f77 A=
WZAND, BRIy 7o 22> 50 mL 2z, FEICERIEL, YZ7an
ABZ VRO AT T AAIEDLEDH, Y/aa A Y o EEEEOmET Y
UL (HEK) CHK L, 300 mL ORFTIT 7 AR AMTHE LItk L
D=7 T AaROAMENERDEOY 7 aa A4 THE L, TRz o0 AH
ZBELTAREAEDLE D, A% 50 °CLLFOKBTIZE A LRLET 5 F THUE
BAE LI, BRI AL THET D,

AFXF 10 mML E M2 CTHEREDAEEN L, 77 20 9 23 ERER & 9
%

BT LALER | FAMe~ 7 %N 10 g (9.5~105 g) K OWiEE T U 7 4 (4
K) 3g (27-33 Q) . 2ENENAFTH BB IE T 7 4% (N 15 mm)
BRI LA, WIHE ST CTAFIO B/ 5 3 mm OfF SICET 5 £ Tt &4,
7 LEFET D,

RENRW 2 71 Z JT AL, IREDA TR CTAFO Eigos 3 mm & S ICET HE T
MHEE, HlIZAFH o 00 mL 2 H T LIz, FECHEEEE%, 300 mL o
T T T AN T LAOFIZEE, ~FHhr—yY=Fr=—7/1 (7+43) 100
mL ZHT7 LM TCT7=2 NN — RO A N U EREHESES, EHK
% 50 CCLL N OKIRTIZE A LHET 2 £ CTRUERM L72%, ER T AE%E-T
HE[E S %,



TER=RUNE5EmLEZMATHEEMEZENL, FIZKS5mL 2N, 7 A
SLER I3 2 3EHAIR & 35,

717 LALER F o BTN I ) B =T A (360 mg) 2 AEK
10 mL THEHFT 5,

HEWEIRAE AT T 7 42— (LB 05 um BUF) TABL, I=87 A
ICAND, BREHERDOAS TWERTE T FRAARRA LT FZ 0T 4 NVE—%/b
BEOT7EF=FU =K (1+1) THHFL, K EZXOA T T T 4V —%
WLTI=HTHIMMA, EES LCitEts, 7 F=FUL—JK (1+1)
0mMLEI=H7 LM, FRRICIRHSETI=A 7 22057 5, 50 mL ®
YW T I A I =T LADOTICEE, 7Er=FI L 15mL ZI=07 A
Mz, EEESLTCTZ =2 N L— MRV A N U EEHSE S, BHIK
% 50 °CLL N OKIRTIZE A EHET 2 £ TRUERME L72%, EFR T AE%-T
HE[E 5,

AFXH 5 mL RSN TEREMZEN L, TA7a~<x 8777 0 —(Cft
TOREHEKET D,

WA~ NTT7 4— AR L O RIRRAIEERS L L 2 T A7 e~
NI 7ICEANL, Zu~w NI T L0555,
HIES B
i t 75 B
7 7 A:FXYETV—HTh 4% T /) 7TOENLT =)L —
86 N AFNRY vaxHtra—TF 07 NEE0.25
mm, £ 30m, BEE 0.25 um) 4
X ¥ U ¥ —H A :He (1.5 mL/min)
AA 7T v FHA Ny (60 mL/min)
OBk AN AT Yy bR (60s)
OBEE N S R BE - 260 °C
717 R 80 °C (1 minfREF) — R 30 °C/min—250 °C (5 min
fR¥F) —FiR 1 °C/min—280 °C
: 300 °C
n~v N7 T ADPLEREN 2{\T OOV — 7 mFEO XX

]
¥

BoH 2R OE E
B " sohnizs
%

EIOfMERD THREREZIERL, REHO 72 XL L—F EETAL A R
vEEEET S,

A1 7a U2 (Floridinf) XiZZhERZEDL O
2 Sep-Pak Plus Cis Cartridge (Waters H) (472 B &ED U W — N — &
LebDOXITZNEFRFEDS D
3 JiEIE 1~2 mL/min &5,
4 DB-1701 (Agilent Technologies #!) XiXZ N & FZED L D
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(BE) GIEAN) T —a»
* WINEI =R K UYL A i

N 3 N, ‘:’_5 & Eln N Az
A4 SOR O R e i PR L
Tl ANLL—bh RS RS Rk 0.05 3 106 8.7
0.1 3 99.7 6.6
0.25 3 106 9.6
0.5 3 91.7 3.6
EH9bAZL 0.05 3 106 13
0.1 3 105 6.9
0.25 3 97.2 1
0.5 3 88.4 5.1
TFNLTFNT Ty 0.05 3 119 2.0
0.1 3 96.6 7.9
0.25 3 105 5.2
0.5 3 91.2 2.8
~YLARNY & i B B A Bk 0.05 3 100 17
0.1 3 95.8 35
0.25 3 100 8.2
0.5 3 89.1 3.4
oA L 0.05 3 101 9.9
0.1 3 95.4 1.7
0.25 3 95.6 10
0.5 3 86.2 2.7
TNTFIT T 0.05 3 114 3.1
0.1 3 105 6.0
0.25 3 108 1.2
0.5 3 95.3 1.7
- AR ER
P o \ BohE FEHIE USRS WMNEIER  SRMR LlE SR
ad AROME oo ek (mgkg) (%) RsD, () RsDg () 0T
B e T 6 0 0.25 95.3 8.1 10 0.51
ARJLA R Y Y Tud TR AT 6 0 0.25 97.0 6.8 7.8 0.40

cER TR (BRI X 5 R

5%) rua~< 77 L

AL AR
(transiy VAU

E9EE

{

A £ 0.05 mg/kg

LN

0 40
ESCiis )

AmEN (BEEfAMICERELLTO0.25 mg/kg HEERM O/ OT LIS LA



33 RUZANTR U AFAEDOMOREOWIK v~ 75752 7 LB B HTEH
X B [RIRF 53 4T 4

(1) Htrxtgibad TIYOLANTOY AV AN Ty, T hFUANLT O
V. vruaALTZyrhlay, o NaAvarAFL T RV Y IRy
27 a v AF v (757

(2) b FH fado B FEIEEEAH AR L OVBK

(3) ik

A HECHHE

SR G A MR K TYVAANTE Y [CHieNWOsS) . A~ Y AT nm s
(C14Hi3CINgOsS) . = hF v A7y [CisHiNsOsS) . 7 B ALV T 7 Au
> [Ci7H19N506S) . /" A7 1> A F )b [Ci3HisCINGO;S) . 7 /bt kA L~>7
2 [CisH»FNsOsS] KOV A7 1 2 F )b [CigHisN4O;S) 4% 25 mg %
0.0l mg DHFETEY, TOFMEFHEL, 50 mL ODEET 7 A2 I AN, T
Mo EMAZTENL, BICERETT ¥ b2 TR R g = {5 5
(IO ImLIE, FEEELTOSmgzEHT 5, ) .

K REHAEAEFUL S 1| mL 2 25 mL O2&E Y 7 A ZIEMEICANTRA L, FiC
THRETTERN A ZMAT I mL PICKREEE LTENEN 20 ug 2 E5HT 52
FER AR ERIK 2T 2,
fEHICEE LT, BEBEAERERKO #4278 h=rJ L—K (1+1) TIEfE
AR L, 1 mL FIZHRHEE LTEREI 0.5~100 ng & & H 7 2 En O 3K
BREHENR & T 5,

B = =2

h H SHTEREF 10 g &2 0.01 gDOHTETEY . TOHMEETLH L, 300 mL O
e =M7 723z At, K 30mL Zx, 30 SEFERZR, TI27® M2 120
mL ZAZ, 30 REEVIEE T %, 200 mL O2E&T7 7 XA a3% 7 77—
b TFICE S, K EAH (5 F B) TWBIAB LK, Ko7 T Aak
VRS ZNER 7 > 50 mL TWeyd L, [FAARICKSI AT 5, BIZEET T A
ADERETTEIN A ZMA D, ZTOH 10 mL % 50 mL ORI 7 7 22 |ZIE
MEIZ AL, 40 °C LLFOKIBTH 2 mL £ CRUEEM L. 7 208 11245
RENEIR & 95,

717 AR T BRUEHARIZ 0.1 mol/L ¥ifE 2.5 mL Z# M xRV IRE-1%. £l
Moy Z s (5 mL AR B AR, 10 2HEET S, 100 mL O72
TIT7 I AXAa%h T LADOTICEE, EHEROAN> TWeR2 T T 7 X ak~F
Yo —HEEETTF L (3+1) S5mL $OT 2 EIEES L, WRZNER AT 7 2TA, #K
BT CAFNO ESICET D E TR FLEE, B~V —FiR=F L (3+1)
40 mL &0 7 DIz, [FERICIAH S ¥ 5, IWHIZE 40 °CLLTFOKBTIEE A
CHLET D E CRUEIRME L%, BEI R %> CHET D, 7T h=hF UL —
K—Fm (50+50+1) 10 mL ZMX THEEMZEN L, B 7 L0 I3 53
BHARW &3 5,

NTLME N TT7T77A4 =R I=H8TFL (500mg) *2%2T7Er="hFV
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V5 mL KON T viv% X ERA IR 5 mL CHARGER T 5, SRR Z I =1 7 AIZA
. WEBFTETAFIO ESICET 2 E TR FSELE3, BEHREDO A>T
BRI T I AaETE M= ) L—F8E (99+1) 5 mL 92T 2 FI¥EH L, HiK
EI=ATAMIMA, RECHREISESE3, 100 mL ORTE 7T A% =
FLADFICEE, 7 br=hFU/L— bl —XE (75+25+1) 30 mL Z I =7
T AIMA CTHBIREZVER S & 553, IEHIEA 40 °C L FOKIBTIEE A EHEH
THECTHIERM L%, ERT A2 Ko CHETL, 7T F=FUL—0K

(1+41) 5 mL ZEfEICINZ TERBWZEN L, AT 707 408 — (LR
0.20 um BAF) TABL, Wk e~ 7o 7% 7 MUVEESHTFHZ L DHE
T HRENEIR & T 5, Fo, BB D O L UORREHETE CTh 25513,
FICRBHRIG D —EREE T h=FVU/b—/K (141) TIEMEIZ 5 EHFRLIZLD
bk v~ s 7T 752 07 DAV RGN K D HEITHT 23 URHATK & L.
TIOLANLNTRY A AN TEy, T RFVARNLTEL . NB AT IR
FNLRKORT7E hZ LT DERIZHWS,

Wik m~ b7 727 ARERERGHFHI L DME  SUBHER L O ZRIRE
“q

BEWERAS 4 L 2Rk o~ N7 7 2 07 LA
BH 7o~ 7T L0555,

HE S il

(k7 v~ ~7Z 7H)

BOMRHIEA L. BIRUS

7 7 L F BTN I Y TV T A (NEE 2.0
mm, £ & 150 mm, K& 5 um) *4
i Al # 12 mol/L HFfRT > & =0 LK — A # /7 — b (9+1)

— 5min— (1+1) (15 minf&FF) — (1+9) (15
min R&FF) — Smin — (9+1) (5 min ££FF)

it # : 0.2 mL/min

A7 A KR 40 °C

(% 7 DAVE &5y Mt ™ s)

Fii 5 DU E AR B AT R

A4 4 v qb E v heRTLr—AF 1k (ESI) 1 (IEA A
E—F)

A4 A4 v JE R E:120°C

F I NR— g U HA Ny (650 L/h, 400 °C)
¥y &7 U —@EE:1OkV

o= — v H A:N; (50L/h)

o — v B OE:TROEEDY

2 U ¥ g v H A :Ar (0.25 mL/min)
Y Ta X — D FROLEEBY

T = F — A4 F v FTROEED

x BWEOWE S



FY et TEET A F a—y ayvav

HE St G E A A pes=v:s! R AR TRILF—
(m/z) (m/z) (m/z) M (V)
) 182 - 25 15
TAA)Ta 425
- 156 25 36
. 153 - 22 10
A~ AT 413
- 258 22 23
261 - 27 14
T hFT AT 399
- 218 27 24
261 - 25 16
v aA )T 7 ha 422
- 218 25 27
182 - 27 20
g A7 a s AF)L 435
- 83 27 52
156 - 32 17
% NV = 4 488
- 273 32 23
149 - 28 21
Ny 2T AF )L 411
91 28 58

AR BOnBIREISREZ v 87T A0S E— 7 [HifE % RO TR ER
EUERR L, REPOKBEEZHHT 5,
H 1 InertSep K-solute (¥ —=x /%A = 28) T2 EFRZEDO L O
2 ENVI-Carb (Sigma-Aldrich ) I & FRZEDH D
3 WHIE 1~2 mL/min BRE L F 5, HLEIZE U THE|l~=4R—/ FE/FHT
Do
4 Mightysil RP-18 GP (BIA{b#Hd) XX TN & RFDH D
5 ACQUITY TQD (Waters #) = X % £
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(BE) GIEAN) T —a»
* WINEI =R R UYL A i

. X e ; WM . I ROR UK
AR 4 S 0 R A gy HHEL (E)”” "D, (06
TYOANANTE Y fib b 0.04 5 87.2 5.7
0.5 5 96.0 7.0
it 2 P AL ) 5k 0.02 5 84.1 37
0.2 5 9.4 8.4
K 0.01 5 77.4 2.0
0.2 5 84.7 4.0
A~y ANT0 Yy bbb 0.04 5 78.8 15
0.5 5 82.5 5.8
Tith 26 P AL i) sk 0.02 5 75.3 2.8
0.2 5 75.2 7.3
Bk 0.01 5 718 7.2
0.2 5 745 9.0
T RFTRALTOY b b 0.04 5 775 47
0.5 5 90.0 25
it 7 T AL 6} 0.02 5 70.7 1.4
0.2 5 76.9 3.8
FK 0.01 5 85.3 8.8
0.2 5 91.2 39
vIuALTrArY bbb 0.04 5 89.7 34
0.5 5 109 2.0
il 7 B AL A5 0.02 5 116 1.4
0.2 5 118 1.7
K 0.01 5 88.8 7.1
0.2 5 99.5 1.4
raAzariAFiL fibb 0.04 5 82.8 7.7
0.5 5 80.6 5.1
il 7 P AL i A5 0.02 5 71.4 5.0
0.2 5 75.4 8.9
K 0.01 5 77.2 4.2
0.2 5 87.9 11
TNERNALTE Y bbb 0.04 5 85.7 5.8
0.5 5 84.9 5.4
it 5 P AL ) A5 0.02 5 72.6 6.4
0.2 5 75.8 6.0
K 0.01 5 87.4 18
0.2 5 85.1 6.9
Ry Zp7arsAF L bbb 0.04 5 91.7 1.9
0.5 5 116 3.2
Tith 26 P AL ) sk 0.02 5 120 1.4
0.2 5 119 15
Bk 0.01 5 91.9 5.3
0.2 5 95.9 1.4
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« JL[R]EABR

ARk AR WINIREE WRNECE  semaUme SRS

/S e G
5% PR ORI gy g (mg/kg) (%) RSD, (%) RSDg (%) HorRat

TYRANTRY FED D1 10 0 0.08 79.0 4.4 11 0.52
bbb 2 9 1 0.2 84.1 6.0 8.7 0.41
T 96 B LA B 1 10 0 0.1"F 81.7 55 8.4 0.38
TR 96 WML A 2 10 0 0.4 85.9 55 7.4 0.39
Bkl 10 0 0.04 78.8 6.7 10 0.46
B2 10 0 0.5 85.2 8.5 9.4 0.52

A4=vAZrTRY fHb D1 10 0 0.08 75.7 6.6 1 0.51
b 2 9 1 0.2 77.3 8.5 9.3 0.44
6 96 B L6 o 1 10 0 0.1% 77.7 8.8 11 0.51
6 T AL B 2 10 0 0.4 82.3 7.8 8.6 0.45
AL 10 0 0.04 77.8 75 14 0.62
k2 10 0 0.5 78.0 7.7 12 0.65

crxvarray DD 1 10 0 0.08 75.1 41 17 0.79
et 2 9 1 0.2 82.2 6.4 15 0.70
%6 LA B 1 10 0 0.1%F 76.0 6.4 16 0.72
T 96 B L £ 5 2 9 1 0.4% 87.1 2.5 12 0.65
Bk 10 0 0.04 78.8 7.0 19 0.88
A2 9 1 0.5 84.4 3.0 9.4 0.52

vruarzrany fRH L 1 10 0 0.02 85.2 4.0 15 0.68
b b 2 9 1 0.1 86.3 5.6 13 0.59
T WML AR 1 10 0 0.06" 84.9 3.9 14 0.63
T 96 B LA 2 10 0 0.4 87.5 5.6 15 0.81
k1 10 0 0.04 89.7 5.0 13 0.58
k2 10 0 0.5 91.6 4.2 12 0.66

nuarzariFEr f{D 5 1 10 0 0.08 69.7 45 16 0.73
fab s 2 9 1 0.2 75.5 5.7 14 0.66
96 B LA B 1 9 1 0.1% 72.0 33 13 0.60
T R A 2 10 0 0.4 82.0 5.4 13 0.69
Wk 10 0 0.04 63.4 55 19 0.86
BIA 2 9 1 0.5 79.2 4.6 10 0.54

srk Ay fRbH b1 10 0 0.08 73.8 4.4 14 0.63
b 2 9 1 0.2 81.6 6.1 8.9 0.42
TS B B 1 9 1 0.1% 78.0 2.8 11 0.52
96 LA B 2 10 0 0.4 87.2 5.0 7.9 0.42
WAL 10 0 0.04 81.2 6.7 16 0.71
k2 10 0 0.5 86.1 5.9 11 0.60

~vavzavirr fEHH 1 10 0 0.02 91.2 34 11 0.51
fab s 2 9 1 0.1 90.9 5.2 10 0.47
96 WL B 1 8 2 0.06' 93.9 2.1 45 0.21
TR BEHLA R 2 10 0 0.4 93.4 5.3 11 0.58
k1 10 0 0.04 94.9 5.0 1 0.51
BIA2 10 0 0.5 97.3 2.7 11 0.59

W otrelEl (REZY) 12k 2 IRINIR

- EETR (H-RBREIC L DR RUANT R AT ROV 7 1 AL

7y hnm o e (BEAEAEHIRRY, DLFAREIZEWTHELE, ) 7 %
0.01 mg/kg. Z Ol : fto & K ORI EEHE B 4 0.04 mg/kg, Bk 0.01
mg/kg

- TR (E—3 BRI X D) RUANTBUAF NIRRT B AT
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