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 %
THRY, ToKEELEL, 50 ML O2ET7 I A3l A, TR RN 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
Al
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.,
FARICR S AT 5, BB T AaDERETT N 2MA D, ZOWHK 2
mL (B2fEIE, BT & b CTIEMEIC 10 AR L72#%., T0iE 2 mL) % 50
mL OR2T 7 T A ZIEMIC AL, K 20 mL 214 T, F 7 LB 5
BHAK &+ 5,

N7 LREEL F 2T ) b Y BV =H T A (500 mg) E2ET
T h=FU5mLKUVK 5 mL CTIRKRESRT 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 A=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, KifE 5 pm) *3

T At W 2 mmol/L HEfE T v = AR — T h=FU 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 haRATL—A A Ak (BSD ¥ (EA A4
E—R)

A A v P OIR O 120°C
FYNNR— 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, LN U TR ~=3FR—/ FEfHEHT
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Do
2 InertSep Slim-J C18-B (V' —= LA = 28) T2 EFR%EDSL D
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 R K O U RS EE

. i - ; WP .. VS R UK B
RN 55 4 Sk R ‘J(rﬁgj’fggg gL O 7325")”” ?so, s
HINRY L P A 4 e B R B A LR 0.01 5 89.6 7.2
0.1 5 96.9 2.5
N 0.01 5 92.6 8.8
2 5 92.9 4.0
EobAZL 0.01 5 96.0 10
0.1 5 96.2 45
~A 0.01 5 90.6 7.2
10 5 96.4 1.1
F—~A 0.1 5 86.6 6.6
250 5 103 1.1
INKRT T W 4= HE B Bl A fie ket 0.01 5 93.2 6.6
0.05 5 95.8 37
N 0.01 5 95.1 6.5
0.2 5 91.3 1.9
LA L 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
F—~A 0.1 5 92.8 5.0
13 5 95.7 2.1
7x )T ANT  HWHAFIEERHE 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
E9H AL 0.01 5 92.9 7.3
0.3 5 94.3 31
~A 0 0.01 5 86.8 7.3
0.3 5 95.6 2.2
F— o~ A 0.1 5 95.3 55
10 5 99.1 2.6
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« JL[R]EABR

Fahk FeEet URINVREE RNEILER  wesElms SSEEBRE

;A 24 kS
RR ARORE gy wen (mglkg) (%) RSD, (%) RSDg (%) HorRat
F XY gL P AR AL A R 11 0 0.1 99.4 7.2 15 0.68
IINF 11 0 2 95.4 59 9.4 0.46
EHaHLAZ L 11 0 0.1 99.1 4.6 16 0.74
~ A a 10 1 10 97.9 2.6 6.5 0.58
F—~A 11 0 10 94.9 5.3 11 0.96
TIVIR 7 T L WIS AR 11 0 0.1 96.5 31 7.5 0.34
NG 11 0 0.2 94.2 5.6 7.0 0.34
EobvAZ L 11 0 0.05 96.8 3.4 9.9 0.45
<A a 11 0 0.1 98.7 2.3 5.2 0.24
F—~A 11 0 10 94.0 2.2 6.1 0.54
T x )T HNT AWIEIEE RES 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
EH9HAZL 11 0 0.3 96.3 3.4 8.3 0.43
<A 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
- T PR (H—BREIC X 2R AEHE 4 0.01 mg/kg (BzfEd 4%
0.1 mg/kg)
- B TFIR (HE—RRBREIC X 2 HERR) B 4 0.003 mg/kg R4k %
0.03 mg/kg)
(%) 7u~ 77 L0
A B
LI 5= pall IR g
MATF | | A5 | l
o th
3 i
[ Jin
A ; T, T T T
B Cicli Py EE il Py

BEBRRUVAMEA#MOIOT TS LA
AR () e LT Lng/imL, VAT Z L LT 05 ng/mL, 7 =
J 7 A7 L LT 0.3ng/mL)
B : WINECE (WAAIEE AELGEEHZ 2L )Y L& LT 0.1 mg/kg, HLHR 7
72 & L7T0.05mglkg, 7=/ 77 & LT 0.3 mg/kg FH 2 EHRN)

23 ANANYNZOMOBRIEOWEE s v~ b7 T 72T DERSHTEHT & 2 FIRE
SIMTiE

() rRaew ANSNY N ANKRTZ o FToraF YR 7T 7=/

R, T2 ) THNVT TTARENL, TAVEXFV VR RA XU T2 ) PR
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(8 Ak 57)

(2) WA b D, FRREEEHLETE L Ok

(3) mHrik

A HECHHE

IR A YRR F1 28U b [CpHuNO2) . BV AR 7 7 2 [CiaHisNOs) | F
7277 Y K [CioHoCINGS) . 77 7=/ VR [CuHsN0,) . 7=/ 7T HNT
(CioHi7NO2 ) . 7 7 A KF B )L [ CiH2CIN3O, ) . 7 VU A4 % V = )b
(C1oHeF2N202) KTUNA FF 7 = 7 ¥ K [CaHasN20s) 4 25 mg % 0.01 mg @
HiETEY, ZOEELEL, TNLZEN 50mML OEET T AT AN, Tk
FoEMATENL, FICERETT & b2z TF 2R 2 R 5
(ZNHOMES ImLiE, FREELTENRENOSMIZEAT D, ) o
B EEPEYEER S 2 mL (7024 F Y =13 10 mL) % 100 mL o4&~ 5
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 LTENERN 0.1~2 ng (ZLTAF Y =X
0.5~10 ng) Z&H T 2HEOBIKBEAERER 2T 5,

B = =

il M otk 109 % 001 g OHTE TEY . TOEMEAFEE L. 300 mL O
R =47 7 222 AfL, K 30 mL (FKiX 20 mL) Mz, 30 FrMFkE%.
W27 b 120 mL CRLKIE 100 mL) Z00x. 30 ZrRE v B T4 %,
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=FYUA5mLKUVK 5 mL CTIRKREST 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
=HTAMZ, FERRICHEESE D, 1I0mMLORET7 7 A% I =07 LD FIC
EXx, 7 r=FU—/K (3+2) 10 ML 23 =0 7 LNz, FEERERHE S
HHES, HICEAR7IAaoERETTE 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
AR 5 L 2k 7 v~ W77 7 % 0T ARV BNTFHTIEA L, BIRK
S 7 v~ N7 T LESED,



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

7 7 Lo F BTN INME U ATV T A (R 2.1
mm, £ & 150 mm, KifE S5 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 H:xzvr bunxTr—A4 4 (ESD ¥
A4 4 ¥ P OIR E:120°C
F I N_— g VIRJE 350 °C
XY v 7V —&EE: EAAF35kV, AL 1.0kV
= — v E FE:TEROEEY
aYVa T RNAF— 1 FROLEBY
T =X — A4 F v FEROEED
#x SWEOWESME

IV —Y— T HA a— a)va v

HE - N N
94, JE ERT R EE TR E—
(m/fz) (m/z) (m/z) (V) (eV)
145 — 24 11
AR NI + 202
— 127 24 25
} 165 — 32 11
HLRT T + 222
— 123 32 23
126 — 36 20
FrruFY R + 253
— 90 36 36
] ] 133 — 18 20
FT T ) VR + 353
— 105 18 42
] ] 95 — 28 13
T ) THNT + 208
— 77 28 35
157 — 36 32
77 A MBIV + 334
— 290 36 16
i 180 — 48 28
TN FxF Y =) - 247
— 126 48 28
i 149 — 18 18
ARXFT 72/ TR + 369
133 18 28

at H BONTEBIREGHRE 7 0~ N7 T A0 56 B — 7 mfE T E S 2K
D THREMEZER L, PO RIEEZR LT,
I 1 JElE 1 mL/min BEE T2, LIS CTHRGI~=8R— REEHT 2,
2 InertSep Slim-J C18-B (V' —=/L¥ A = 2M) TN EFRFEDOH D
3 BREVIRAIDOEREBALIBENND D L XIE, WHIERSERICE L
R CIAHII T &85,
4 ZORBAX Eclipse XDB-C18 (Agilent Technologies &) XiXZ i & R D ¢
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D

5 ACQUITY TQD (Waters ) 12 X 5 5145

(BE) DHEN)T—va v
* BMEN R K OVl Uk

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

WAL 53 44 FRBE D T IR (mg/kg) R L (%) RSD. (%)
77 A eI fibo b 0.1 3 103 12
0.2 3 104 9.8
1 3 87.0 4.1
it 76 I LA Ak 01 3 104 12
0.2 3 103 11
1 3 93.8 3.7
oK 01 3 Il 57
0.2 3 87.8 7.4
1 3 93.7 3.0
TN XY =L e b 0.05 3 104 7.6
0.1 3 92.9 2.6
it 76 I L A Ak 0.05 3 99.3 6.8
0.1 3 92.0 1.7
TR 0.05 3 98.9 17
0.1 3 95.9 2.7
ARFRLT2/)VR b 0.1 3 9.3 6.7
0.2 3 92.5 6.3
1 3 91.6 3.7
it 7 I8 L f A5k 01 3 96.7 9.6
0.2 3 77.1 7.7
1 3 92.9 1.1
TR 01 3 898 07
0.2 3 90.7 51
1 3 93.2 0.4
- A FABR

Bt AR AR ORIMNEE WNENE  ssmElme SRS

musr % R B BeEEC . (mglkg) (%) RSD, (%)  RSDg (%) HorRat

INANY L FEb D 12 0 1 97.6 4.4 7.7 0.48

K 12 0 1 101 43 11 0.69

WVR7 T Fhb b 12 0 1 99.2 4.6 6.1 0.38

K 12 0 1 102 3.8 7.8 0.49

Frous) K FRb b 12 0 1 99.0 45 8.6 0.53

K 11 1 1 103 2.8 5.2 0.33

T77=/VK fib b 11 1 1 95.2 5.1 5.1 0.32

K 12 0 1 102 5.1 6.1 0.39

7=/ TANT FED D 12 0 1 99.3 5.5 10 0.65

K 11 1 1 105 5.0 6.2 0.39

TI3AREL FED D 12 0 1 98.2 7.6 7.9 0.50

K 12 0 1 100 45 9.5 0.60

TrvEEY=A FED D 12 0 0.1 100 9.8 12 0.55

K 12 0 0.1 107 3.8 12 0.53

Abxvz=so8 @b b 12 0 1 97.3 5.0 7.8 0.49

K 12 0 1 103 5.0 5.9 0.37

- EETNR (HE-RBREIC X DR TN AF Y = G 0.05 mg/kg.
Z Ofth D EHE - BB 4 0.1 mg/kg
s R RIR (BRI X2 AR TNTAF Y =u o Gk 0.02 mg/kg,

Z OO RE - 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-AFNVKRAT7 4 =ada’F ik (2 557)

(2) wHEHE B NEZERLS ) | BBEEATED S
(3) ik
A HEOHAH

1) ViR r— MEAERK TR % — bk [CsHisN204P] 25 mg % 0.01 mg
DOHIETEY, TOHEETHEL., 25 ML OEET 7 A 2|2 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 TEY . TOHEEFTH L, 25 mL
DEET T AN, KEMZTEN L, BICERETKEMZT 3-AF L
RAT 4 =a7 A R EREZHNST S (Z0# 1 mL X, 3-AF /LKA
TJa4=mavuArBELTImngEEAT D, ) .

3) EIKIRAREERIK ERICERL T, 7Ry x— MEERIE KL 3-2 F /v
RAT 4 =ara b F CBEERKO —HZ2REAG 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 I AL 1,500%g C 10 23 EE D4 B 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
KB TIEE A CHET D £ TRUERME L7-%, BRI A2 %> TLET 5, Wik
1mL EOA L REEEE R Y AT 0 4 mL 2N CTEREDZEN LT, ZORGE
LT 100 °C T 2 REREIINEAE S L% i L, 50 °C L F ORI TIZE A L
92 F CTHIEIRME Lok, €8T A2k THRET D,

FEf—F /L 4 mL % EREICIN X CEREMAVEN 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 =07 5 (690 mg) FO&@fE L, Hifg—F /L 10 mL CyEF7
Do

FRUEHAIR 2 mL Z38AE 7 7 AT EMIZ AL, WWEA R TAAIO EimlcET 5 F
THt &SE 5, TICHBTF /L 18SmL 25 7 Az, FERICHE S8 5,

S50 mL ORTET I Az T LAOFICESES, 7 M 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,

W% 50 °CCLA T OKIBTIE L A CHZET 2 £ THRUERM L 72k, £HK T A
ko THIET %, 0.01 vv%XBRUSTE | mL % IEFECIN 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 CHRBMERN LT, FIZ 0.01 vIv%
XA CIEREICTIR L, 1 mL P AR R =N 3-AF LR AT 4 ==
TavFriEE LTEREI 1~300 ng FHY &2 507 58RO ERIER T
Wk & T 5,

ks a~ 7o 7807 AAVEESHTRHCE 2HE FOBHAR M OV R
TERRREHERR S 5 uL 2k a~ K77 7 % 05 DRIV RBSHRHIEAL, B
W sfE 7 a~ N7 852585,
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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 K 0.01 viv%eXEEEKR -7 =KV (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
A4 F v fb E:z=Lvr b exFr—AF 4 (ESD) ¥ (GEAF v
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

7w B A RS R
BB ONEBRESHBEZ o< 7T ANS TR R — FBEA 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— hEREENT S,

bt o7 ARr— & (mglkg) =A+Bx1.3
A BRERNOROERABITO LR R — T (N-TEBFIL T IR *%
— h&&Te) OFEFE (mg/kg)
B : MEBMNOROIZALBFDI-AF LKA T s =a7a L VO
& (mg/kg)

Bl AR — b R N-TEFATNARY R — hOFEEIIE—-THDH
EMB, N-TEFLITNAERY F— NI AR F— DA BLELTER
T2,

2 LS U THEERAE L, HolciiB s 5,




3 RELBREREICAND, S EHWVWLIEEIR. FOICHEANROERENE
18 B R
4 WL 2~3 mL/min BRE &5, SHEITIE U TG~ =R —/L Ra2H3
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
(%) HIER) 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

FERRUAMA#OIOT TS 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
Mrik

(1) gy JaNLVEVERAAFALVROEY IHRAZXT L (2 557)

(2) ik

A HEOHAH

1) Z7uenrtURAAFIIEERIK 7 v L E Y 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 [CuH2N30sPS) 20 mg %
0.01 mg DHFETEY, TOHMEAFLELL, 100 ML ORET T AT A, T
T hr20 ML EZINZ TENL, FITEMRET2,24- 8 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) #ElE 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,

o 8 RENARE DS Ul MU U AR (5 wiv%) 400 mL KUY
smana A% 100 mL Z A7z 1L ORI A, 3 2EE L <RV IR
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,
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7T N30 mLEMX CTEEMEENL, 714 v+ 059 (045~0.54 g) K&
OEEWR 40 mL 20z, B IRV IBE 724 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. WiRE DT 7 AHA R Z®E L CToiRdnt Alcebts, sk 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
S} BIZAFH 50 mL #0Nx, FERICEMEL., ~F V@20 =A7F X2
ZEbED, ~FHUEEEEOMET MY v A (K) THAKL, 300 mL @
R T T ANIH T AWHEARE S THMBT D, HOZATTAaROH T A
WAHE AR ZNER D EO~F Y TG L, WIRE DT 7 AfHHEAEEZBE 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/L (9+1) [CMBSETH T L8 (WL 15 mm) (TIERF LiAA, WA
FETAHID LS s 3mm OE SIZET 2 E TS, 77 22085,
200 ML ORTIET7 F A 3% A7 LD FICES, EHEKREZ 77 M AL, &
BHAKKD N> T\ T 7 T A az~FHh o —Y=FLxz=—7/0 (9+1) 5 mL
TARPEE L, WREINER D 7 22N Z 5, RENFTETAH O LSS 3 mm o
FSICETDHETHMILTIZBAE Y RAATFALLOE Y IFRAAF VA S
Bk, Fli~FH o —vxF o —7)0 (9+1) 75 mL &7 7 A2z TRk
I &5, WA 40 °CLLFOKIBTIE & A CHL[ET 5 £ TRULEM L7
%, BRAA L THET D,

224- 8N AFNR_ =T b (4+41) 5 mL ZIEMEICIN A THREY & %
WL, HRAIZa< NI 7 4 =T 2 AR E 5,

HAZw= 777 4— REHBSEAOSRERESERERS 1pL 20 A7 v~

NTZTIWZHEAL, Z7u~v NI T L5155,
HESRME B

Fai H & T U BA T bR R

7 7 Lo R v T U — T A (100 %Y A FARY &
n¥tra—7 07 NEE032mm, B 30m, fE
J& 0.25 um) *4

X U ¥ —H A :He (4 mL/min)

AA T v 7 H A He (26 mL/min)

# B 4 A :Hy (4 mL/min)

B Bk 7 R EgiZE5 (100 mL/min)



OB E AN BT A
OB E AR B ¢ 200 °C
717 L R B 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
(B%E) piEAN) F—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 [CigH340Sn]) 4 20 mg % 0.01 mg DOHT £ 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 B4 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 pMEHET D, 200 ML ORT T T A% H T LD FICES, REHREOA
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 EF T D, ZHICHEET S (0.5 mol/L) 10 mL Z & oM,
WROTF N~ T7x U LTI ResafE 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,

AXH L —TVEFLE—F)b (99+1) 70 mL ZAh T AlZMAaTCeF kL=
Blh7 2 7 B AR AAFHTF U2 EH S, WHIKAE 40 °CLLTFOKIBT
A EHIET D E TIRM L2k, ER T A &% 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
MEIZAHIR L., 1 mL FIZIE 7 = T X AXF R AFHTF L LTEREN
0.01~2 g FY EAZ G H T 2B A DRGEER AT 5,
2Arva<w 7T 7 44— REHWERM OKIRGERER 2 L VA7~ v7F
TIWZHEAL, 7a~v N T LEH5D,
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)
OB BN A7 Yy R A (605)
AROBEHE AN IR L 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
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3 AFEBUENRENIZNLFFEDO LD
4 Rtx-200 (Restek fl) iZzh 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

- EE MR (E—REBREIC X MR bR 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 (FHREBRRERSHERICEEEL LT 0.5 mg/kg HEAEFHM)
DE/AsIcd Ry ESNN

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) HREHE 01V RY =F Lo T Va—LEF7® R

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 TH) 15 mL £ THUE#RM L, Bk FY 7 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 i ET 5, 300 ML ORTIET T A2z hT7 L0 FIZES, AEHAKRD 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
YRR 7 a7 X = VRN T S5y & 100 mL DR T T T A 3L,
40 °C LLFOKIB TIRITHL[E T2 £ CRULIRM L2k, BF N A& ko THIET
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 ESE S T A (N 20 mm,
£ & 300 mm, K% 15 um)
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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 NS> TN TR 7 F A a2~ —7 & b (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)
20MLAEI =T AIMATYT TV ERI a7 X =)V eEt s s, Bl
% 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 EIIESEERS 2 L VA7 1~
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%
PAFARY) vaxYra—T 4 7 HNEL0.25 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 AR 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
(ESED)
Mo & R FE . 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



(B8) aWiEAN) T —vay
* RINEI R B N LRSS
WIS 53 4 BB HA

IR E AOMEIR R UK L

i L

e

(mglkg) (%) RSD, (%)

TTFVv %5 Bl A R 0.05 3 109 4.4
0.5 3 98.8 9.6

2= i A g ) 0.05 3 122 45

0.5 3 114 5.4

KF*E 0.05 3 104 49

0.5 3 96.1 1.2

EHbAHAZL 0.05 3 106 3.6

0.5 3 105 1.5

raTE=L 78 F it A i 0.05 3 92.8 45
0.5 3 88.7 2.6

25 FH B A fim 0.05 3 99.4 7.2

0.5 3 100 5.2

KF 0.05 3 91.0 4.8

0.5 3 85.0 1.2

LA L 0.05 3 92.6 4.7

0.5 3 89.7 2.3

- AR

Hahdt FEAB PONPREE WNENLER srsoE UL s

%43 4 koo FESE BEH REH (mgkg) (%) RSD, (%)  RSDn (%) HorRat
T Ty Taa iR ek 7 0 0.2 93.4 5.0 14 0.68
Lo AT L 7 0 0.2 94.1 6.9 7.9 0.38

SruT B =)L T RA TR N ARG 7 0 0.2 89.1 53 10 0.48
Lo AT 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 &=/ # e 0.02 mg/kg
(%) rya~< 75 L4
A B
— LFFLL

)
& o a — LTFVY
I'\-!E o

— =pOzEsL
]

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

G 10 12 14 16

BEERVHMABDOI AT TS L
A RRTERR (BRI L LT 2ngEAN)
B: WEkEl (e 7 —InEri AR AFAEHCAEIEE LT 0.5 mg/kg fHY &
)
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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, TOKMEEFEH L, 100 ML OBEEE Y 7 A3 |Z A, Tk
hr 20 mL ZMA THEM L, FITERET2,24- N AF LU H 2 M2TH
UINT ) NEEFRRZREEST S (ZO8) 1mL ik, hY 747U 1T 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 oMEFEXK. TIc7E M 80
mL Z/x. 60 MRV IERE T3 %, 500 mL ORI T IZ7Aa%T 7 ) —
O FicES, Mitikz A% (5 F B) TRSIABLEZE, O =Mf7 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
EHRDOAMEBL TCAREEDOED, A% 40 °CLLTOKIBTIZE A CHLET
D ECRIERME Lk, BRI AE K- THET 5,

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 & IERRICINZ CHEREMAZRD L, B 7 H0LE 1123 2 50EHE
e+ 5,
TNRBI < NI T 74—
BT A AT LY VS ARV 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) FLEAFH L 5
mL CTHEFT 5,

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
VINT ) BRI EE D, IEHE 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 e~

NI 7IZFEAL, Zu~ 7T 85155,

WESME Bl

i s R AR

7 7 LA Ry T =T A (B0%Y T = =)L —
50 % AFNARY 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
BT A FE IR OFE 70 °C (2 min £R¥FF) —FIE 20 °C/min—280 °C (10 min
REF)

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

v VL R Y B G > ek
FRA s RO R fﬂﬁf g L %%5?4 ﬁﬁhif
Jak—)L 5 LA R 0.1 3 94.8 1
05 3 88.5 4.4
W A R i 0.1 3 98.9 2.0
05 3 80.8 38
FAL7 7> 01l 3 94.3 8.2
0.5 3 89.0 3.6
FEL— 0.1 3 90.4 11
05 3 85.7 1.9
T LT T B A i B 0.1 3 95.4 10
05 3 90.7 4.4
Jo H B B R 0.1 3 107 4.7
0.5 3 91.9 52
TINT IV T 7 0.1 3 101 8.8
0.5 3 91.6 1.7
FE T — 0.1 3 90.1 8.7
05 3 87.6 2.0
- L[] FER
\ i e VR IR VRINJEEE WO e LR SRR
A BROME oy mEl (mgkg) (%) RSD, (%) RsDg () 0T
ok —) )L AREEHE AR 5 0 0.2 88.2 5.6 10 0.49
<A a 5 0 0.2 89.9 6.5 13 0.60
MU TZAT Y WIRIEE RS R 5 0 0.2 98.6 55 6.6 0.32
A 5 0 02 99.7 5.9 8.5 0.42
CER TR (H-RBREICL AR W % 0.01 mg/kg
(BE) yu< k75 L
1= ]
& FUZILSU
Hm oo
H
?LE o o b el [
HH v
I oL J
un
— 0 2 4 B b 10 12 14
(R38R, o1
AR (Jo4S>—IRERYREAHEBICEEEELLT

0.5 mg/kg HHEEFRM) DI/AT TS LA

29 IRy TTFNUNKRORC T LbE— NOEKI7 a~ 757407 NUE &Sy
Hratic & 2 [RIkRg o i ik
() oiratgibay voaRy T TFARKRORR T LE— |
(2) WP FRIEEEA R
(3) ik

(2 ples7)

A HEOHAH
1) vk vy 7T FOERER R oty 7 F I [CrHoFNOL) 25 mg %
0.01 mg DHiIETEY, ZOKMEEZFHFKL, 50 mL OEET T A2 AN, 7Tk
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oMz TENP L, FICERETTE hralzaTonnky 77 F LR
WHABT S (Z0E L mL X, v ahky 77FALLELT 05 mg 2507
Do ) o

2) N7 lLtE— MEEFERK N7 Lbt—F [Ci2H1604S) 25 mg # 0.01 mg ®
HiE TR, TOHEZTHEL, 50mLOEET7 T AT AN, T M 2NZ
THEML, FIERETT R Z2MA TR 7 L — MEBERERZFHET S
(ZoWE1mLiZ, 7L —FrELTOEMIZEET D, ) .

3) EIEAEEMER  EHICERL T, SEEFRO —HE2ES L., 7k bz
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
ZH1~200 ng # & T D E O RIE SRR A R T 5,

B = =2

h 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
SO TFICE S, ik E AH (5 B) TWBIAB LK, Ko7 7 Ak
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
[Z AL, 40 °CLLF ORI TR 0.5 mL & THRUEIRME L. H 7 20 1t 53
BHAR & T %,

BT AAER L REHR ARSI A Y T (5 mL R FLIC AR,
ARENEIEDO AN > T\ T 7 7 A2 %K 4 mL THEF L, TEiKkE D7 22z
7o, 10 DHERET 5, 200 ML ORTIET7 7 A 2% 77 L0 TIZEE, A
BOANS> T\ T T T Aaz~FH > 5mL 35T 2 [BIesE L., PeiRzlERk
T HIMAZ, WHEBFETAKIO EIGIZETHE T EFL TRy 77T
FOR 7L — FRIEHEES, FIZA~FH2 90 mL 24 7 A2z CREEE
(IR S, W Z 40 °CLLFOKIRTIZ & A EHLIET 5 % THRUERME L 721,
BRI Ao THET D, R F L 2 mL 2N CEEWEIENL, BT A
SLER 12T 2 3 UEHA K & 35,

17 LHVER N2 T 774 Nhh—Ry /T 77U U s
FEE I =% 7 & (500 mg/500 mg) 3 % EEfE T /L 10 mL THEFT 5,

S50mLORTIT 7 Aa%I=T7 L0 FICES, fHEKE I =77 ALIZA
N, WEANFKRTAHIO EEICETL2ETHR FLTI AR R Yy T T FILRRR T
Lt— F2HHERED, REHAKRDOA> TWERTIE T I 2 a2 [ F L 2
mL 32T 2 BI¥EE L, IR ZIAR I =5 7 22Nz, Rt sS85, i
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
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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 Boni@RKERH e~ N7 T AL E— 7 W XIEE S E KD
THRERZERL, APy uksy 77 FLERORC 7 - M EEZRE
T 5,
# 1 InertSep K-solute (¥V—x/L# A = Z8) FZNEFREDED
2 T 1 mL/min B2 &L 55, LEIZS L TREI~=FR— L REHT 5,
3 Supelclean ENVI-Carb/LC-NH, (Sigma-Aldrich ) XIZZ i ERZEDOH D
4 Inertsil ODS-3 (Y —=x /¥ A4 = 2M) TN EFRZED L D
5 LCMS-8040 (EERERTERY) 12 X 2 54



(BE) GIEAN) T —a»

* AINEI =R K UYL A i

. . 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
« J IR B
- h R E NN RS B EMEEURE SRR
4 ﬁﬂ@@ﬁgggﬁggﬁ@ﬁgfﬁgw mu%)iﬁi: HorRat
omRy T TF FERE R R 1 11 0 0.045 97.0 4.8 32 15
it % P L f ) 2 11 0 0.225 92.7 2.7 22 1.1
R T L — NRIEEHLEE 1 11 0 0.045 94.7 3.7 10 0.45
Filh & 1 L ) 2 11 0 0.45 96.1 2.6 8.1 0.45
& drEE (az®) (239 2 s E

- ER TR (BRI X 2R

BURE (RVEZ#) 4 0.02 mglkg

- B TR (BRI & 5 #Ead

voNaiRy ST F I

Akt (ay)

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

(%) 7ua~ 77 L4

A B
~ T m =t etz

3= apooo . = 40000
iy | O L H 2O A FFF I
m 30000 m 30000
< | N
M 200 M 20000
ﬁ 1003 ﬁ 10000
1o I
tuo 0 —

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

(RIS R =i s

BERRE VRN

HEnsavw bS5 A

A ERERR (oNa Ry 77 F 0L LT 50 ng/mL, X7 L&— K& LT 100

ng/mL)

B : IINEAE (MRZEBEHLEEHC > ey 77 F 18 LT 0.2 mgkg, N> 7L
t— K & LT 0.4 mg/kg ¥4 EFSN)

30 aRy T TFARORC T LY — b DOH A a~ W77 7EESHEHNCE D

oNaRy T TFILNRR T LE— |k

[FIBRE 3 AT
(1) T giba
(2) JENHEPH o b K ORK

(2 ples7)
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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
WERUST S (o 1mL X, > aky F7FLE LT 05mg #&aHT
Do ) o

2) N7 Lb— MEREREK N7 LE— 1 [C12H1604S) 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) EAEESHEEUER  ERICEE LT, Yoaky T FOERERIK 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
BEAIR SRR 2R 5,

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
e =A 7 7 22z AtL, K 20 mL (Fa 5% 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 7=} FICES, MbiEs 5% (5 F 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 2 EHRHR & 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,
BIZA~FH 2 70 mL 20 7 D2 CRABRICE N S, WK% 40 °C LT O
KIS TIEE A CHET D & CHIERMG L-th, EFH A 2% CTHETL, 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



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 VLUV TIVN-Fa LU U AV =T
2 (500 mg) FEDTFICERT A~ 3> U LI =HT A (910 mg) T4 & ERE
L. ~F%FH% > 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 OKIBTIZ & A ERLET 2 £ CTRUEIRM Lok, BEF 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 um (ARG R —
RA5 25 (N0.25mm, & 10m) fF&) ) 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 o DU EARVE BT R
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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 v EEBAA Y mz357 (Uaky T TF) | 256
(N7 bt—h) | FERA A miz256 (VU hnm
Wy T TFN) | 163 (N7 Lk—])

i i HonERAA U7 e~ N7 T a0 0 7 EmS VIEEEY
ROTHREREZER L, RETO ok y 77 FALREROR 7 L — %
BT 5,

# 1 InertSep K-solute (V—=T/LH A =28 LixZhER%EDL D
2 Pl 1~2mL/min BE & 95, LEIZIS U TRS|~ =48R —/L FEfEHT
5o
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 i L FRI%EDH D
6 Agilent 5975C inert XL MSD (Agilent Technologies ) (2 & % 5§14
(BE) piiEAN) TFT—va v
< IINENN R e ORI U RS BE

. i e , W S 2 MR LK
WS4 B Qgﬁ{ @ma,“mgf* ﬁ%aﬁ)
vonRyTTFL b b 0.02 3 109 4.6
0.3 3 93.5 10
2 3 77.4 10
g 0.02 3 80.6 5.8
0.2 3 89.9 18
2 3 74.2 13
Ry 7 LE—h b o 0.02 3 119 1.7
0.3 3 102 4.9
2 3 99.5 46
g 0.01 3 102 1.7
0.02 3 116 41
0.2 3 113 41
2 3 92.6 4.2
- JL[R]) FBR
. e VR FEEIR IRINYREE AONENLER  sssesiime ML
B4y 4 REORE gl ey (mgkg) (%) RS, 9 RSD. (6 HorRat
kv TIIL R b 9 0 2 77.9 9.4 27 1.8
K 9 0 0.2 80.2 8.2 29 1.4
Ry 7 LE—Mibb 9 0 0.3 9.3 55 15 0.80
Bk 9 0 0.03 103 6.8 21 0.96
- B MR (E—RBREIC X DM voakRy 7 7F o B 0.02
mg/kg, X7 Lt—b g oH 0.02mg/kg, K 0.01 mg/kg
R TRR (BRI X DR vosaky 77 F @ e 0.002

mg/kg., N> 7 LE— b 3B 0.0003 mg/kg



(%) 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) 77 a)ry— AR T 7 a3} —/ [CisH2CIN3OJ) 25 mg % 0.01 mg
OHTETEY., TOHMEATEL, 50 ML DBEAEEY 7 A2 AN, TE >
EMZCEMNL, BICHERETT 2 N2 M2 TT 7 a)y — VR & 15
T5 (ZOWImLIZT 72+ =L LT05mgaahld 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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TRFIAIB LT, EO=AT7 7 A a RIS ZIERTE =KV /L 50 mL T
Wi L, FERICESI AT 5, AiiA 40 CCULTFOKIBTIZE A LHET 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 A 40 CCLUL T OKIBTIEZ E A EHLET 2D £ CRIERME L72%., 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 3EHAR & T 5,

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 AFLUVEmARCEUIEESER S T A (N 20 mm,
£ & 300 mm, RifE 15 pm)
H—=RAFGh: AF LI AR UHEESEKR S 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 F Aaz~%H% 2 2 mL 0T 2 B L, iR
AR =07 A2z, RIS SE 5, Bloa~dhor—71% Fr (19+1)
100mMLZI=A7HIMA, FRICHRESES, 50 mLORTHT7 T 2a%23I =
NTLDFICESE, ~FHhr—T8hy (743) 20mL 23 =h 7 HIMZXTT
Tafy =K ORT7 = FVEAEEBSE D, BEHE%E 40 °CLLFOKIBTIEE
Ao EREET D E CRUERME L7k, BRI AL ko TiET 5,

FRIELE 2 mL Z BRI TR EZRN L, TAZa~ N7 7 7 E&SH
FHZ X 2 MEICHT BRI & T 5.

A~ N7 7 7EEGIFHCLDME FBHAR K OE RIER SR 2
UL A7 v~ b7 7 7EESHFHIEAL, B@BRA AU Ri7 e~ 7T A
2155,



At

HERM Bl
(Ao~ k7 F 7E)
7 = I

v U v — A

(BRI )
0 il ”

0

BRA SRR Yy T V=75 BT 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)

: PR E &5 Hr 5t

: 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

MEMER L, BEPOTF 7 a by =L E&PSROT = F VELVERERIET S,
1

Chem Elut (Agilent Technologies ) XX Z L& REDH D

2 Sep-Pak Plus Florisil Cartridge (Waters ) (2@ Y725 8D Y ¥ —R—%

HiELZboX T EREDL O

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

W5 Bk B ey gy PO e
T ar—)u T A7 —BE %A EA SR 0.05 3 86.6 4.7
0.5 3 91.9 9.8
4 4B RO Bl A 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

4 RO A e ek 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 ; HRhE FEHI URINJLEE VOIS sovon U s msirsy
o AROIE  gpan pan (mglkg) (%)  RSD, (%) RSDg (%) HorRat
FTaF ) T uA TGRS R 5 0 0.2 89.1 2.1 9.3 0.45
K#E 5 0 0.2 91.0 6.3 12 0.56
T U EI TrA TR &R A R 5 0 0.2 02.7 5.4 6.0 0.29
K#E 5 0 0.2 90.9 7.3 10 0.49

CERETIR (HE—RBREIC L D) T 7 aFy = BEH 0.005 mg/kg.

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

T 7 aFy— v @B 5 mg/kg

FFaF—=)l
by
A
e JrFUENL
|
10 12 14 1B
EE el e

BER (FBELLT2ngFEA) OO NS A

32 72N L—RFEOLRA N U OH AT v~ 7T 72K DRI

() Hiratgibay T NLL— MR A RN >

(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
Fik 242 (o 1mL ik, 7= L L—hE LT 01lmg 2847
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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
WERTIE 7 I 2aw2Y7nn A% 10 mL T 2 [EVEE L, Wik & 55k -
Abt, 5 SRRV IEEZHHEL, Yo X U@ (FTE) 2 -7 7 A2
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
AK) 39 (27-33¢9) . EZENThAFHICBBIETHT 28 (WL 15 mm)
(BRI LA, WWHESTE T AR O E3E/ 5 3 mm OF SICET 5 £ Tt S48,
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 %,
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TER=RUNE5EmLEZMATHEEMEZENL, FIZKS5mL 2N, 7 A
SLER I3 2 3EHAIR & 35,

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

BRI EZ A LT T 7 42— (JLEE 05 um LLF) TABL, I=4F A
ICAND, BREHERDOAS TWERTE T FRAARRA LT FZ 0T 4 NVE—%/b
BEOT7EF=FU =K (1+1) THHFL, K EZXOA T T T 4V —%
WLTCI=F 720N, JEES LTRHEES, 7 =1V -k (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 °CLLFOKIBTIZE A EHET 2 F TRUERME L72%, EF T AE%-T
HE[E 5,

~XH 5 mL ZEMICNZ TEREMZRN L, FAZa~ N7 77 40—t
TOREHEKET D,

WA~ NTT7 4— AR L O RIRRAIEERS L L 2 T A7 e~
NI 7ICEANL, Zu~w NI T L0555,
HIES B
Fi sl 75 B
7 7 A:FXYETV—HTh 4% T /) 7TOENLT =)L —
86N ATF AR vaxHhra—T 07 NEE0.25
mm, £ 30m, BEE 0.25 um) 4
* ¥ U ¥ — 4 X :He (1.5 mL/min)
AA 7T v FHA Ny (60 mL/min)
OBk AN AT Yy bR (60s)
OB AR B ¢ 260 °C
717 A FE R FE 80 °C (1 min /) —FE 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

i

BB R
Y
%

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

H1 7we U2 (Floridin ) Xz ER%EDO LD
2 Sep-Pak Plus Cis Cartridge (Waters H) (472 B &ED U W — N — &
L7Zb DI ERIFED L D
3 JiEIE 1~2 mL/min &5,
4 DB-1701 (Agilent Technologies #!) XiXZ N & FZED L D



(BE) GIEAN) T —a»
* WINEI =R K UYL A i

N N N ‘:’2 & TN Az
A4 SOR O R e i PR L
T AUL—k R A A 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
oA L 0.05 3 106 13
0.1 3 105 6.9
0.25 3 97.2 11
0.5 3 88.4 5.1
TINT T 7 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
~YLARY Rk A B L & A Ak 0.05 3 100 17
0.1 3 95.8 3.5
0.25 3 100 8.2
0.5 3 89.1 3.4
EovAZ L 0.05 3 101 9.9
0.1 3 95.4 17
0.25 3 95.6 10
0.5 3 86.2 2.7
TIT )T 7 0.05 3 114 31
0.1 3 105 6.0
0.25 3 108 1.2
0.5 3 95.3 1.7
- L[] AR
N o S Bk A VRINVRES WONEMUER  wosom Ukt Si ik
i RO gaow man (mgkg) (%)  RSD, (%) RSDg (%) HorRat
TarRLL— | Fud S gRRAE 6 0 0.25 95.3 8.1 10 0.51
UL AR Y v Tad g HEA R 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 VALY

E9EE

{

A £ 0.05 mg/kg

Pl L—F
1

{cisi$s

0 40
ESCiis )

AN (REfARICEEELLT0.25mg/kgBEERM) O/ OT RIS LA
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33 RUALTa U AFIIVEOMOEEOWK I v~ 7 F 7% 07 NUE & HTE

496

\Z X % RIFE AT A

TINT RS AL AW TIUOLANLTRY AV ANLTRY, TRhFLARNLTH

V. vruaALTZyrhlay, o NaAvarAFL T RV Y IRy
A7 AF v (T RS
(2) @ AP faio &, FRISEEHLEDEL K Ok

SO IRES
A HEOHER
2 KR A MR 7Y AANT Y [Ci3HigNOsS) . A ~Y A7 1a v

(C14Hi3CINgOsS) . = hF v A7y [CisHiNsOsS) . 7 B ALV T 7 Au
> [Ci7H19N506S) . /" A7 1> A F )b [Ci3HisCINGO;S) . 7 /bt kA L~>7
7Y [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
(INHOWE I mLIE, 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 = =

H SHTEEE 10 g 2 0.01 gDOHTETEY . TOEEZEFTH 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,

T DALFR ] FABHANRIZ 0.1 mol/L ¥afE 2.5 mL Z# N2 < IEVIRE-%. Z1L

YerA4 Yy o+ 75 (5 mL RFEH) FHIZA L, 10 SRE##ET 5, 100 mL D7
THETZ T A% T LD FIZEE, REHREDOAS TV T T 7 XA az~F
B - =T v (3+1) SmL T O T2 EYEE L, WRAIAKR D 7 224, #K
HNFETARNO EMIZET S E TR F LK, B~ SV —FRR=F /L (3+1)
40 mL 20 7 A2z, RERICIEH S5, WHIEZE 40 °)CLLTFOKIBTIZE A
CHIET D FE TR L%, BEITRAEES>THETS, 7T h=hrJ L —
K—=M (50+50+1) 10 mL ZMX CHREMZEN L. 77 LU I 58
BHARW &3 5,

NTLME N TT7T77A4 =R I=8TFL (500mg) *2%2T7Er="hKV



Wk 7o~ 7778205 A

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, K
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,
TSRO —ER&E T F=hrVU/L—k (1+1) TEMIZ 5 FHRLEZLD
bk v~ 87T 78 07 DAV RGN K D HE IS 23 RHAK & L
TIOLANLNTRY A AN TEy, T RFVARNLTEL . NB AT IR
FNLRKORT7E hZ LT DERIZHWS,
RE BT EHC LD
PEAENRAS 4 ul ik a~ N7 7 X2 T LA
BH 7o~ 7T L0555,

HIES B

(K7 o~ 77 7H)

UBHA IR M O R RIR &
BOPEHTIEA L, BIRBUS

E
-1

*  HWEOWE R

VY 7 LA BTN I D AT VT T A (NFE 2.0
mm, £ & 150 mm, Kifg 5 pum) *¢

b At W2 mol/L WEFE 7 B =0 AR — A %/ — b (9+1)
— 5min — (1+1) (15 min f£FF) — (1+9) (15
min R&FF) — Smin — (9+1) (5 min ££FF)

it # : 0.2 mL/min

A7 A KR 40 °C

(% > T WAV BTt ™)

Fii &5 DUERRE & pT R

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

A4 A4 v JE R E:120°C

FYINR—= g5 A N, (650 L/h, 400 °C)

¥y 7 U —%FMKE:1.0kV

= — v A :N, (50 L/h)

o — v B OE:TROEEDY

2 U ¥ g v H A :Ar (0.25 mL/min)

Y VarzxLF— FROLEEBY

T = F — A4 F v FTROEED
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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,
1 InertSep K-solute (¥V—=x/L# A = ZM) XN EFREDHD
2 ENVI-Carb (Sigma-Aldrich ) XiZZh ERZEDO LD
3 VX 1~2 mL/min F2E LT 5, LEIE U THRE|l~=K—/ FEfHT
Do
4  Mightysil RP-18 GP (BB ) X Zh L FRFED H D
5 ACQUITY TQD (Waters ) (2 X % 5:f4-61
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(BE) GIEAN) T —a»
* WINEI =R R UYL A i

. . e ; W . FMEI R R UK
RAEL 5> 4 SO TR e iR L i e
TYAANT T i ol 0.04 5 87.2 5.7
0.5 5 96.0 7.0
it 2 P AR ) ) 0.02 5 84.1 37
0.2 5 94.4 8.4
B S 0.01 5 77.4 2.0
0.2 5 84.7 4.0
A~ ATy a5 0.04 5 78.8 15
0.5 5 82.5 5.8
it 5 I AR ) sk 0.02 5 75.3 2.8
0.2 5 75.2 7.3
B S 0.01 5 71.8 7.2
0.2 5 74.5 9.0
T hFVALTO Y bbb 0.04 5 775 47
0.5 5 90.0 25
v 7 B L £ A5k 0.02 5 70.7 1.4
0.2 5 76.9 3.8
K 0.01 5 85.3 8.8
0.2 5 91.2 39
VIR ALT ARy FMbb 0.04 5 89.7 3.4
0.5 5 109 2.0
Fivh 26 B A 5 0.02 5 116 1.4
0.2 5 118 1.7
FK 0.01 5 88.8 7.1
0.2 5 99.5 1.4
NaALTaAFL bbb 0.04 5 82.8 7.7
0.5 5 80.6 5.1
Fivi 2 P AR i s 0.02 5 71.4 5.0
0.2 5 75.4 8.9
Bk 0.01 5 77.2 42
0.2 5 87.9 11
Tk RARLTE Y b b 0.04 5 85.7 5.8
0.5 5 84.9 5.4
it 2 P AL s 0.02 5 72.6 6.4
0.2 5 75.8 6.0
PN 0.01 5 87.4 18
0.2 5 85.1 6.9
Ryzp7arsAF)L  fibb 0.04 5 91.7 1.9
0.5 5 116 32
it 2 I AR A sk 0.02 5 120 1.4
0.2 5 119 15
IS 0.01 5 91.9 5.3
0.2 5 95.9 1.4
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500

EAEEN

. S e AR FEHR URINGREE WOMEIRCE s SR

oy PR ORI gy g (mg/kg) (%) RSD, (%) RSDg (%) HorRat
TYAANTRY FEDD 1 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 5.5 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

=rxvaavay fEb b1 10 0 0.08 75.1 4.1 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

T otrelel (RE29)

A = SV

mg/kg

B TR (H—REBREIC L DR
Ty hhua o

(RS o AR 13"

- ERETIR (E-RBR=IZ X 5HE)

0.006 mg/kg, ¥I>kH  0.003 mg/kg

R A)NTa AT IR 7 7 A
AR (RERBEHLGTEHI R Y, L P AREIZBWTRHL, ) F %
0.01 mg/kg, =Dl : Fado b K OFEFREFLEEIF 45 0.04 mg/kg, Bk 0.01

N2 TaryAF IR T a R
OB 4 0.003 mg/kg., DO : fiidb & K OFR B AL £



(%) ru~ 7T LH)

A B
1F= L AL 7A 5IhF=RI7A
24FUAILZAY B AT AN T O HFL f
JFNAE-ZNTFAY 7oA FrAOY ; 7
4 AR O AFL ] || .
) [
4 [ T
] 5 o 3
% 3‘1 1 1 4 H 311- 1 II
o 1 1 A A TR 1]
L 1 ' o l T
a— | 2 [ J 9 2 __.
1 i | 1
I A
. v . : . T 4 [ g 10 1z 14 16
4 8 g 10 1z 14 18
(R 505R8 45 {403,
[=]

BERRVFMEHOIOT LTS A
A REHERR (£ JR3K & LT 10 ng/mL)
B : WIIEEE (Fab HIZARIE L LT 0.5 mg/kg A4 =IRN)

3 VI Uy REORTa— oK va~ NI T T X T ARV REGHFHCL D H
IRF 3 T 1%
() ZHrtgib ey I Uy NERUUNT a— K (25%57)
(2) #EARE  EAER R OB
(3) rHriEtl
A HECHH
1) Y7 Uy MEREFRK Y27 U b [CiaH12N2Bra) 25 mg % 0.01 mg OHrE T
By, TOHEETHEL, 50mLOKRY e Lo BEE T I A aiC A, Kk
(0.01 mol/L) ZMNA TH#L, HITHEEME THE (0.01 mol/L) Mz TY”
Uy MERFFR AT S (2o 1mLiE, YZ7Uy LT 05mg E5A7
Do ) o
2) /X7 a— MEAERHE /N7 @— | [C12HuN2Ci2) 25 mg % 0.01 mg D E T
B, TOHEETEL, 50mLORY e LU leET I X all A, g
(0.01 mol/L) ZMZ THNL, FITEME THER (0.01 mol/lL) ZINZ T/RTZ
o— MEWEFRZFENTS (Zo@1mLix, XT3 —hELTO05mgaEaHaT
Do ) o
3) WBAEMER U7 Uy MEWFIRK O T 2 — MEWEFES 1 mL % 25 mL
ORY 7L U BMEET T2 |ZEMICANTRESG L, BICERE CHER
(0.01 mol/L) ZINZ TEAEERKZHYT LS (Z0#K 1mL X, 77> b
EONTa— R LTENEN 200 EEET D, ) o

B E =
il H IIHTEREF 10 g & 0.01 gDOHTETEY . TOHMAETH L, 300 mL O
RTIE T T AT AN, K60 mL K OWEEE 30 mL 2%, ZEmE 2+ 120 °C
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DR T 60 43 MIMEGEE L TRt 35, 200 mL OR&ET7 7 X3 %7 77—k}
DTFICEE, EmEofitikz A (5 B) TRSIAE L%, X0k THY
T A3 KOS Z AR K 100 mL THEE L., FEEICRSIAET 5, EiceidET 7
AaDEMETKEMZD, ZOW 2mL 2RY) 7oLy —h—CERIC
AtL, 7K 30 mL ZNz, KEgkF N U 7 A%E#K (12 mol/L) T pH 5.5~6.5 (7
FELTth, SO mLRERE 2D X2k EMZ, 7 LEE T3 25 UEHEIR &
T 5,

BT LML TE2 4T RS AEEMYE =L R_R P —N-E= LR Y R
VHIEASIRI =8 T A RUOA VKR VEBEEY E = LR B Y —N-E =L e
2l RUVEESGERI =T L™ 2ZNENAS /7 —/L 5 mL K UUK 5 mL TIEK
W+ 5, 4 T E=ULEEMiE =AU E—N-Y=/tr ) FILH
BRI =D T LD TIZANE U BEEM =1 E—N-E=1rEnrl R
VIREARI = T A E s L, BUBHAR 8 X =0 T AT AR, KIS FE T
AFID EEIZET 2 E TR EE 2, BMEHEERDO A > TR e L oy
— A —%/K5mL$OT 2 EVESL, RIKZIEKER I =07 A2 x, FERIC
WHEES, 4 7 v EFo T AEEM Y =P —N-E=Ltr ) Fodt
FHEKRI =D T L%2ITTL, 10mLAY Fe LU RLEET T 22k ALK R
WEMIE= AP —N-E=arbtnl) RUEEARI =TI LD TICEX,
WAL T =7 AEIE (25 wiv%) 9 mL & A LR UERHEER Y B =L R B v
—N-vt=nrtnul FRUVEEEKRI =T AN, V27T y FERUONTa—|
ZWHEE D, FICERE CHILT V=7 LM (25 wive) 0%, Bl
BT 23 BRI & T 5,

Eefp e RENAK 2 mL 25 50 U KEER{ET N U 7 AR (12 mol/L) 10
mL X7 = Uo7 b B U o AR (1 wiv%) 1 mL Z APUES LIoAR Y 7a
Lyl —h —IC BRI A TH 225 X HORVIEE, &7 208 11 12k
THRENRK LT 5,

BT LALER I1 2 b= AR EBry—N-F=arr ) RUORESKI =T A
ZESTE R=FUJL 5 mL KOVK 5 mL CIEXREST S, REHRRE I =0T 4
IZAIL, RIEDAFTECTAAID EEICET 5 F T S8 5, BEHEIR D A > Tz
R FoelLrfle—h—%/K 10 mL 95T 2 [EWEH L, WiKZIERI =0 5
LTz, FRICHHEED, S0mL ORI T T A EZI =0T L0 FIZEE,
TER=PFINSmMLEZI=ATAIMATY 7Yy RRUNT a— FEREE
B2, WHIREZ 40 °C LA FOKIBTIE L A CHolE T 5 & CRIEEMG L-%, €%
HAZEs CHET D, K— A% 7 —/ (4+1) 1 mL (EHEAZBE< BT 2 mL)
BEIEFECMZ THREMEENL, AT T 7 408 — (FL 045 um LA F) %
HAnTArlBL, Bk~ 7o 78207 2RV ESHTFHC X 2 HIEICHT 2R
BHAK &+ 5,

FEYENR OBEALALER ] OV 7 SRR T JRAGEEHERIE 1| mL % 20 mL OARY F'm &
Lo R T T A TIEMIC AN, BITEMR E THEE (0.01 mol/L) %Mz T
{LHIREGEERZHRT 2 (ZOW 1mL %, 7Yy hEONRNTa—kELT
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FNEN L pg 25 HT D, ) o LT E=0 AEK (25 wiv%) 2 mL 121k
FEAIERER 0.1 mL Z2EMICMZ7=bD%, H O COKEERIET B U 7 AEIK
(12 mol/L) 10 mL X' 7 = U7 b u Y U7 AR (1 wiv%) 1 mL & AfLiE
ALIARYV 7L e —h—12iNzx %, LT, REHRR OGS & Rk
SLER Ry ONA7 7 BZALER 1T 24T\, K— A K 7 —)b (4+1) TIEMEIZHARL, 1 mL
FIZP 70Uy FROVRTa— k& LT 0.1~20 ng Y BOR OB S 2 EAT HIR
AR AT 5,

Wik a~ NI 78207 DRVEESHEHZ X AHE FRNEIR &K CNEA R MR
HZA0pL 2tk o~ v 7T 7 2 T MARVE B EHIEA L, @RS 2
n~ b7 8BRS,

WIESME il
(k7 v~ 275 71)
71 7 LA BTN I D ATV T A (NRR 2.1
mm, £ & 150 mm, Kifk 4 pm) 6
i it 0.1 VIV FFRIRIE — A &% / —)v (4+41) — 10 min —

(3+7) @2 minf&FF) — 5min — (4+1)

it 1 0.2 mL/min

77 A f IR BE:40°C

(% 7 WAVE &5 AT Rt ™)

f# H 7% o DU EMALE By AT R

A4 F v fb Ezxzvr haexTr—AF 4k (BSD &k (EA A4
EF—F)

FTTAY =T

: 284, (3 L/min)

HZ, e il A : Nz (15 L/min)
tE— 7w v 7R :500°C
D L i £ :100°C
2 U ¥ oa v H A :Ar (230 kPa)
aYVaryIxLAX—: FTEOLEBY
T =X — A F v TRODEBY
£ BWEOWE S
VI —H— Ta A A ajyay
HE St '8 AA T =3 TRILE —
(m/z) (m/z) (m/z) (eV)
DUy NBALR 215 17 — 25
— 153 35
174 — 31
sNTa—Rg bk 217 0 =

LR

BONTRINSHH 7 v~ F 7T L6 v —

7 R Em S &K

THREMZER L, BRETOY 7Ty FROANTa—re&xH8 T2,

1

I Ty NERORT a— NIT T AGRICESRETH720, EHE%ZOY



T A B AWM (1+410) 2 —BETE WK, MK TES, BIZRAKIZ
KO KREZANEZ D HKIT 1 RRFREFRITEWCEZ, KTESZ LI
KXo THIABE~DEBZHZENTE D,

FOEIE 1 mU/min BRE L9 5, BB LTS ~=Fh—/L AT 5,
Oasis MAX (F& T A A& 500 mg, VU ¥ — N—% & 6 mL, Waters ) X

T ERZEDH D

4 Qasis MCX (& TAAI& 500 mg, VU ¥ — N—%#& 6 mL, Waters i) %
INEFRFEDL D

5 Oasis HLB (FECAAIE 60 mg, V¥ — —%%& 20 mL, Waters &) X%
INERIFEDS D

6 Inertsil ODS-3 (Y —=x/LH A = 2 8) I EFREOH D
7 LCMS-8040 (SHEHBERTHR) 12 X % 5401
(235) HERY) T —va v
< INHNEN R J OVl U RS B

MR WNER S MR U RS

WINBL 53 44 Ak oo fE K (mghkg) WL (%) RSD. (%)
DAY % s e B Bl A e R 0.02 6 106 17
0.15 6 94.7 4.4
EobAZL 0.02 5 79.4 4.4
0.1 5 87.4 45
T4 % 0.01 6 81.8 12
0.06 6 81.3 6.2
RTa—h pk 7 il B B A Rk 0.02 6 88.5 9.7
0.15 6 92.3 4.1
EobAZL 0.02 5 74.7 15
0.2 5 88.4 6.8
T4 & 0.01 6 85.5 17
0.1 6 90.1 5.2
- L[] FABR
. g ; 2t AR WONIREE WRINEIE s L SRRIISIHE
A% WHRORR gy wak {J(mzjng (%) RsD, () RsDa(6) O
U Uy b mBETARAEEE 10 0 0.3 77.4 13 30 15
E5HAH5ZL 10 0 0.05 83.2 12 24 1.1
FAHE 8 2 0.01 88.3 43 18 0.80
SRS o — o RS R 8 2 0.2 73.9 4.0 8.8 0.41
EO9HABT L 9 1 0.1 77.1 5.3 21 0.97
54 % 9 1 0.01 83.4 9.4 23 1.0

- ERTIR GLREBRIC X 2 MEE) AUBE (ZEZRS) T 4 0.02 mg/kg.
ZFH  0.01 mg/kg

- TR (E—3 BRI X D) Ak (ZEzR<) P 4 0.006 mg/kg.
Z¥AH 0.003 mg/kg

504



(%) ru~ 7T LH)

A B
= 1800 1= 1800
y 1
B 1500 B 1500
E 1200 ! @ 1200 2
. 900 ﬁgm \’
%am 45 600
o 300 or 300 H
ing ijno

0 0

3 4 5 6 7 3 4 5 6 7

{RIFEEEL B ey

EBEREOIOI NI S L
A:V7YUy MEHER (77w h&LTO0.2ng/mL)
B: T a— MEHERKR (NF7=a— k&L TO0.2ng/mL)

35, FA V7 X— NEOMOBEBEDEEKI u~ N T T E T ARERSHFHCE D
[Fi] R 53 B 12

(1) D@ ba IAREIAE2 (AR EI A, FF T 7R — R AF
WEONR 7 V) ROTF A7 7 %2— bk (2557)

(2) AP ECERTER, B AT, b o . TRRSEEHLATE K UK

(3) ik

A HECHH

1) BN H Y AEAE F RV I [CoHoN3O2) 10 mg % 0.01 mg DOAF
FTERY, TOHEETLHF L, 100 ML OEET T AT AN, A ¥ —1E
ZTHENP L, BITERETAZ ) — NV EMATHNRZ Y MMEREFR 2 iR
L5 (2O ImLiZ, IARVEDLALELTOImgEEAT D, ) o

EAICEE LT, EEFRRO—f%Z A ¥/ — /L CIEMIZHAR L, 1 mL ik
RUFLVAELT01-20 ng ZE5HTDEEDOINRZ Y MMERER Z RS D,

2) FTAT 7 r— MERFEFRK F A7 7 % — F [CuH1sN404S2) 25 mg % 0.01
mg OHETEY ., TOHKMEETHL, 50 ML OLBET T A3l AN, A¥ ) —
NEMZ TP L, FIHERETAY ) =V ENZTF A7 7 32— MEREFE &
T D (ZoiImLix, 477 %x—hELTOEMgZ2&AT 5, ) .

RIS L C, RO —5Z A ¥ J — LV TCEMIZHRL, 1 mL Fi2T574
Ty X —hELT 04U 2EATHTFAT 73— MEMERZFR L, BHBRNKG
IS 5,

3) FAT7 73— MAF BRI (TR EHITF A7 7 2 — N A F L OFEE R EE
PNLGEIHERT5) FH 77— F AF I [C12HuuN4O4S,] 25 mg %
0.01 mg DHiETEY, TOFMAEFHILL, 50 mL OEET 7 AT NI, AHF
= VEMATEN L, BIERETAY ) —LEMATTFF T 7 X — M AF
EEFIEZFAT D (2o 1imLik, 477 Xx—AFLELTO05mMg &5
BT 5. )
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ERICES L C, BRI DO % A X /) — )V CEMICHR L, 1 mL Fl2FF
T7F—RAFNELT 040y 2EHTDHTFAT 7 32— b A F VIR % i L
L. PABRKIGICHET 2,

4) R INVEREFTR (ONREHC R S VOB NEDNLDGAICERT5)
~_ 2 [Ci2H18N4O3) 10 mg % 0.01 mg DM TEY . T OKME A7 L.
100 ML OERET 7 AT AN, AX ) —VEMZTENL, BICERE TAH
J = EMA T IUVEERE 2S5 (Zo# 1 mL X, X/ I1re LT
01mgZEfa4 5, ) o

BRI L C, EEFRERO —#E A% /) — )V CIEMIZAR L, 1 mL iz~
SNLELTO0ANg ZEHETH ) I VEERER 2R L. BRRISICHT 5,

B ;-E %ES

i B oWkt 109 % 0.01 g OHTE CTEY . TOMEE T L. 300 mL O
=7 7 AN, -7 AL E VT U AR 1 g, K 20 mL (§24k
B, figb b R ORIEEALAEHT 30 mL) ZNx., 30 FER, TICA Y ) —
Jb 100 mL (BzARE, fido b M OV S BEFLERBHE 120 mL) Z ANz, 30 MR Y
RAECTHET 554 200mL O02&RE7 7 2a%2 7 7F—K}IO FICEE, g
A (5FEB) TWEIABLIEE, EO=AT7 T 2aRPEIE AL /) —/L 50
mL Ty L., FRRICKEIAET 5, BICERT T AaDERETAY ) — V%
Mz (EECE, fab o, fSEHLETE L UKL, Z0O# 2 mL % 20 mL D4 &
7T AZIEMEIC AN, BERETAY ) —VEMXT-kE) . HRKSCHT
REHAR & T 5,

FABREOS™S  HBHRIK | mL % 50 mL O3 7 5 2 2 ITEMIC AL, ZIUCHE
F2 (1+1) 10 mL, FFEESH (1) — /KA 0.2 g K OIS A 5E 2 N 2 . Z=mE
ZediEfe LT-1%. 120 °C OflR BT 30 oBINEVT 2, Hmtg. 1 mol/L HE2 10
mL ZZEmE O LN LI TEEEZE L, BHRIRICE b2, REHEIKR %
100 mL @ b= =T —IB L, DR TET 7 XA a UKk I% | mol/L HilE
20 mL TS L, PRz REHRIRIZ A D5, 1 mol/L X% 10 mol/L KEE{L T ~
U U LK CHEHAK Z pH 6.8~6.9 ITHHFE L, &% 100 mL D&Y7 7 A 2
BL, FIZEET7 7 AaDERETKEMZ, BT 2T 2REHATKR &9
Do

717 NLE BUEHRIE 10 mL 2% 4L 4 Y v+ T A (20 mL fREFFH) Ol
AL, 5 HMERET 5, 200 mL ORTET 7 A% 07 LD TICEE, Hilk
TF L 100 mL Mz, WEAFETAHO Eimlici#Ed 5 £ Tt F L, EBC XU
NRUFED DR SET%k, BELTCEEZREMNIE S, BEHEEZ 40 °C KL
TOKBTIZE AV ERET 2 E TRIERME L72%, EFRT A L% THRET D,
AH =)V 2 mL ZEMEICNA CTHEREMEZENL, AT 707 408 — (LR
0.45 um LLF) TABL, K7 a~ 777507 2RVEEBESTFHZ X DHIE
(S DA & T 5,

EREORABRMIG KR D T LB F47 73— MEWR, ¥4 77— b AF
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JUVREHER TN S VEEHERR 1 mL % 50 mL 03297 7 A I ERKIZANRD,
IR, SBHER D56 & FRICBARKIS K O 7 DALBR 21TV, A X ) — /L CIE
FEIZAR L, L mL FICTF A7 7 X — M XITT A7 7 X — FAFNAELLER
I ELT0.2~20ng FHY EDOM OB R Z EH T DR 2T 5,
k7 v~ s 777807 MRVEESHFHZ X 2WE  FURHAR K QR HER S 2
UL ZiEE 7 v~ 75782 07 MRV REGHTEHIEA L, @IRKIGHEH 7 =~
NIT LESD,
HESRM Bl
(k7 v~ ~7Z 7#)
71 7 LA T BTN I Y BTV I T A (N 2.1
mm, £ & 150 mm, RifE 5 pm) 8
T e W2 2 mmol/L BEFE T = LRI — A % / —)L (3+2)

(5 min f£FF) — 5 min — (5+95) (5 min £&FF) )
— 0.1 min — (3+2) (8 min {££F)
it I : 0.2 mL/min
A7 A fl IR E 40 °C
(% 7 WAV By ATt o)
Fi H o VO EE AR &5 M Et
4 *F v fb v brAxATr—AF 1k (ESD & (EA A
E—R)
* 7 7 A4 Y — A4 A :N; (3 L/min)
A 7 A N, (10 L/min)
t— 7 4 v 7 H A %% (10 L/min)
A H—T oA ZRE : 350 °C
t— h7 8w v Z7iEE:500°C
D L iz FE 1 120 °C
2 Y ¥ g v A Ar (230 kPa)
aYVa R X — FEDODLEED
T =X — A4 F v FTROELEBY
£ BWEOWE S
T —Y— TaET A F YDy
W E S E A A i B fifewd TRLF—
(m/z) (m/z) (m/z) (eV)
cBC 205 160 - 15
134 30
BB 192 160 - 16
- 132 30
" Boni@RRKCBRH o~ b7 T AL E— 7 HEXIEE S ERKD
THREREER L, REF D EBC KON ARV LAEZHHT L, EBC &

121806 % U CF A7 7 Rr— FhEICHEST S,
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508

HE L1 OREHC AN R A DA T T 73— AF LR ILVDH HE
BOBRENRDONDGE, DNV MMEREREZHNCTT A7 7 53— kA
FAROR ) INEERTDHIEHAMREN, EREME RD2GE1RH D
fod, MBS U CRYEEHIET H I &,

2 KRETIE, BREHFOTF A7 7 R—FAF VKRR INVETNR DN
WCEHL, BABHOINR TN NN T NIME LT TF A7 7
F=FAFNANREOONR A NBE LT I Vot LTER
Do

3 HTIBRE THES DWERNE LT WD, 26 0 7 LB E TO#
EIXT 1A CTHRTEI® 5,

4 ZOBHH SR IVE, IARUE D AIEREND,

5 FAT77F—FMITFNAR XA IZS—)L2-A LT3 X — | (EBC)
W2, FA 77X — R AFIIIINR XD MIEBRSD,

6 Chem Elut (20 mL f£¥#f) (Agilent Technologies ) XixZ it & [FZED
H D

7 HFAT 7 F— MEBEROREE (ng/mL) x 05540, #%F A7 71— b A
FIOAERER OPEE (ng/mL) x 0.5584, &~/ I VIR ORRE (ng/mL) x
0.6585 NZEH#H%E D EBC XU W NN X LD (FRONETEHRSH
=5a OBE) LD,

8 ZORBAX Eclipse XDB-C18 (Agilent Technologies ) it Z i L RZED $
D

9 LCMS-8045 (SHEHBERTHR) 12 X 5 5AH01

10 FAT7 72— AT IVEORR) I VI NRE D DIEBRINDHTZD,
HNRESAE LTCERBL, DARVEDARIZ, 1791 U CF 47
7 X — hAFILEIC, 1519 2R LT/ IVECHET S, /2B, EBC &
NN Z Y WE~ET 556, 09316 2% L 5,



(B%E) pHEAN)T—va v
< WSINEY R B OV LRSS (4 7 7 12— b A FOUREHRERL . X 2 VEEYER I
FA 7 7 R — MEMRZARK G L TELNTZ LR XY AT EBC TER)
OEE WO oK UKS

W 4 2B o> FE I (mgkg) FRIR L (%) RSD, (%)
FF 77— AFN REEGETE R EA R 0.2 5 105 34
15 5 106 1.0
RKZ#E 0.2 5 110 34
1.2 5 111 31
EobAZL 0.2 5 95.6 7.6
15 5 92.8 4.2
FE L — 3 5 89.9 2.5
20 5 88.8 3.7
fab b 1 5 91.4 45
40 5 89.9 15
Filh 2 B A £ o) 1.8 5 99.8 4.8
11.1 5 96.4 5.1
K 1 5 99.7 10
10 5 94.5 11
VAV~ B % F A Bl A R e 0.1 5 101 5.4
15 5 92.1 1.4
K#E 0.1 5 95.2 4.0
1 5 93.4 2.3
Lo A L 0.2 5 90.0 48
15 5 94.1 35
FE L —HE 3 5 84.5 2.2
20 5 79.3 2.8
fa b 6 5 97.8 2.8
40 5 85.1 5.0
Tilg 3 B A £ o) 1.3 5 103 3.3
8.9 5 92.2 3.2
Bk 1 5 94.7 3.2
10 5 98.0 11
FAT7 7 Hx— b ik %5 £ 5 B A fie ek 0.2 5 825 6.6
15 5 98.2 1.6
K& 0.2 5 109 4.0
1.2 5 110 47
EHrvAZ L 0.2 5 925 2.5
15 5 89.3 0.9
F Y —RL 3 5 83.9 1.5
20 5 90.7 2.5
fab b 1 5 81.3 43
40 5 94.0 4.0
Filg & e AL £l e 1.8 5 93.1 3.2
1.1 5 96.6 5.4
K 1 5 112 9.0
10 5 94.2 1.3
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510

s WNEI R R O UAIE (U L 20 DR TR C e &

; . s WSINE . TR UKE
WA B R ey L TR B L
PINIZaNE VN kS i T B A R 0.1 5 93.4 3.7
1 5 94.0 6.8
R#E 0.1 5 9.5 14
1 5 91.4 3.6
E9bAHTL 0.1 5 87.4 3.3
1 5 85.7 1.4
FEL— 2 5 73.7 3.9
10 5 75.7 43
fao o 4 5 87.3 5.3
20 5 82.8 11
T 26 B A fie) ) 0.9 5 100 3.7
6.7 5 84.4 4.6
WK 1 5 87.5 11
5 5 81.0 1.9
FF 77 F— b~ AFN KRG E HE AR 0.2 5 84.8 3.0
15 5 78.6 1.0
K#E 0.2 5 718 3.4
1.2 5 72.3 31
E9bAHTL 0.2 5 78.4 7.8
15 5 76.2 4.2
FE T — AL 3 5 70.6 25
20 5 79.4 3.7
b b 1 5 77.2 45
40 5 81.8 15
T 26 B A £ ) 1.8 5 79.0 5.1
11.1 5 84.6 5.4
K 1 5 86.8 9.2
10 5 76.8 11
~) v S i T B A fR ek 0.1 5 85.6 5.9
15 5 78.5 1.4
KR#E 0.1 5 90.3 35
1 5 87.5 2.5
E9bAHTL 0.2 5 73.2 4.4
15 5 70.5 3.4
FE T — L 3 5 72.9 2.3
20 5 76.9 3.0
fao o 6 5 825 2.9
40 5 79.4 5.0
T 6 B A fi) o 1.3 5 86.7 33
8.9 5 81.8 33
K 1 5 95.3 2.6
10 5 94.2 11
(R BR
-\ =g v B TR OWRNIREE AOMENRE  semEUs SRS
R % AROMIE gon man (mg/kg) (%)  RSD, (%) RSDg (%) HorRat
FA T 7 X — wABNRAE 10 0 0.2 92.9 5.4 17 0.81
~ LopAZL 10 0 0.2 94.0 7.0 19 0.94
FE L —HL 10 0 12 87.1 6.9 13 1.2
b 9 1 50 28.3 4.0 12 1.3
PR REHLE R 10 0 20%E 95.8 13 14 1.4
Bk 10 0 6 87.1 75 15 1.2
F AT 7 X — wOEMRAE 9 1 0.2 102 5.1 9.2 0.45
kA F L FE L —WE 10 0 10 92.6 6.5 11 1.2
Bk 9 1 4 95.3 8.9 16 1.2
~b EI9BAHZL 10 0 0.2 100 75 21 1.0
faib b 8 2 45 68.6 2.8 39 0.41
TR R R 9 1 15 89.2 35 5.1 0.47
E e (JREZE) 1233 A IRINEE



- EE TR (ERRBRIC L DR AN Z DN BLA R R O
% 0.1 mg/kg, FEBCE R ORGFSEEFLETE (R, UL FARBEIZBWTHLE, ) H
% 2 mg/kg. FaHH 4 mglkg, MK 1 mglkg, T4 T 7 rx— b BLA AR
LOEY 4 0.2 mg/lkg, E4CELH 3 mglkg. fiido & R OWLKH 4 1 mglkg.
i s BEAML AR R 4 mg/kg

- B TR (BB EIC X DR TR BTN FA R O
% 0.03 mg/kg, HZACE KR OFRFEEEAH A B 4 0.6 mg/kg, o HH 1.2 mg/kg.
Bk 0.3 mglkg, A7 71— b BAETE R OB % 0.06 mg/kg, FL
Wk 0.9 mg/ikg, o b K OMKS 4 0.3 mg/lkg., FRFEEEMLEDE R 1.2
mg/kg
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BEHRDIOT TS LA
A:FAT7 73— MEWER (EBCLLTO089ng/mL, ¥4 77— L LT16
ng/mL)
B: WARUHE Y LERER (D25 E LT 1ng/mL)
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