113 v Aafy—i

113.1 AV YA e ZOMOREOWRIK v~ N7 T 7 5% 07 WE RS
2 & B RIS 1
32k D,

114 UAZARNY YV

1141 XV T 7 AR ZOMDRIEDIEE s a~ N 7T 7% 07 LAVE &S
FHC X B [RIRES AT 15
HI3H 202k B,

115 U AFE
1151 H ARV ua~ 7573k

A HEOCHH

VAF B URENERR VAFE RS [CeH1004S2) 20 mg A 0.01 mg D1 E Tk
. ZTOHMETLEL, 100 ML OEET 7 A2IZ AN, T 20 mL 2%
TEMNL, FIERET 224-F ) AF AR FZ U E2MZTY AT U FEAERIK
PSS (o 1ImLiZ, PAFELELTO02mgEaAT 5, ) .

EAICEE LT, BEFEIKO 5% 224-F U AF AR 2o —T 1y (4+41)
TIEFEICTAR L, 1mL FICPAFE L LT022 ug 28 B THHEEDY AT
B UREER A T 5,

B & =3

Fh H AEF10 g # 001 g DOMTETED . ZOHMEAFE L. 200 mL D42
“fT Al AN, T R=FU b=k (3+1) 20 mL 20 T L. 10 43
FRE%, HICT7 B =R VU 100mL 2004, 30 /0 RE D R T 5,

300ML ORFTHT T Aa%zT7 7 F—w}o FICES, ks A48 (57 B)
TS| Al L7k, D =M 77 2Aa U IZIART & K=K YU /L 50mL Tt
H L. FEEICWE AT 5, A% 40 °CLLFOKBTIEE A CHIET D £ T
JERRHE Lth, HICER N A &2 k- THIET 5,

vrua~dHhr—7% b (743) 10 mL 2 ERICNZ CTEREMEREN L, 2
DK% 10 mL O i Lk A 12 AL, 1,500xg T 5 [ LBt 5, LA
R AT T 7 40— (FLEBOSuMLLF) TAIBL, 77 LB %
REHAKR & T 2,

717 N | RENA 5.0mL 27 WigiE /7 a~ N7 7 7IZHEAL, PATFE Y
DR T 2 H4y % 100 mL DT 7 T A3 |2hB L, k% 40 °C LL R DK
WTIEEAEHET 2 E THIERME L%, EFT A 2% THRET D,

224-F ) AFNA_ B =T o (441) 2.5mL & IEMEICIN 2 THREY %2 1A
U, BT AT 2 RENEIR E T 5,

TRET v~ 7T 7 40—

BT A AFLUVEARCPUEAKRS T A (K 20 mm,
£ & 300 mm, RifE 15 um)
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H—=KHADTh: AF VP AXRCBUHEERERK D T A (NE 20 mm,
£ & 100 mm, RifE 15 pm)

wWOBE WY ru~ntHr—TE RN (7+43)

i # : 5 mL/min
4y He M 4y : 85~125 mL
7 NEN WEHRRE AR T A~ 7 X T LI =8 T A (100mg) FLHIZA

. MIOOFHK ImML 25T, £0®%ROMHKImML A T A7 a~x 777 4 —
[T AR & T 5,
A a~< 777 40— WEHABRKOE VAT EIERERE 2 UL 2 W A7 8
~ 7T T7IZHEAL, Zu~ NI LEED,
WIESME il

R tH

8
il = VAR

v v —HR:
AATT T I A

RICERE (A TBREHAZ V% —)

Wila Rl 7 V=75 B%Y 7 2=/L—95%
VAFARY vaXHra—T 47 N 0.32mm,
F&30m, fE/E 0.25 um) *2

He (1.8 mL/min)

: N2 (30 mL/min)

w B 4 & :H, (75 mL/min)
By kU A mpEZE& (100 mL/min)
OB AN A7 YUy LR (605s)
A Bk 3 N R I BE ¢ 250 °C
17 A FE R 80°C (2min fREF) — HR 10 °C/min— 250 °C (10 min
(ES59)
Mo %% IR 280°C
OB Beoniru~ b I AnLE - EBXIIEY -7 ESOE IR ER

O THERZIER L, BEBPOYAFEyB&ZRHET 5,
¥ 1 Sep-Pak VAC Florisil Cartridge (Y #—/3—%5%& 1 mL, Waters ) XX Zh
ERIFEDH D
2 DB-5 (Agilent Technologies ) iXZi & F%ED D
(23) HEAN)TF—va v
< IINENN R e OV U RS BE

s ; WEE .. WINEN =R o UK
AR O (mghkg)  POEL T 0 Rsp, (%)
%5 FH B A f 0.25 3 90.7 8.1
0.5 3 77.3 4.0
1 3 77.3 6.6
% A R & Bkt 0.25 3 82.7 9.2
0.5 3 76.3 8.7
1 3 77.7 10
TATFNT 7 0.25 3 100 25
0.5 3 88.7 34
1 3 85.7 49
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EREEN

e S bk EAR O RIIMEEE RMELR  sask Uk BB
D ¥
AROIE  paw man (mg/kg) (%) RSD, (%) RSDg (%)
95 B HELA R 4 0 0.5 91.6 31 31 0.17
- EE TR (E—-RBR=EIC X 2R e 0.1 mg/kg
(%) 7ua~ T L)

HorRat

|
fhe
; |
oie
Jim - -
T ——————— ] T
o 10 20

EEEicic P

AMEE (BEGFERICOAFELELT0.25 mgkg HEUEFHM)
NHYOT KT S LA

116 YA7FIF

116.1 BIOHF A7 u~ 7T 7 EEONEFHICL 2 —FoNriE
I3l A,

117 A Fx=— |

1171 BHEROT A a~ N7 7 7 EESIFHC LD —FoiiE
FI3H LIk A,

1172 HHEY) VREHKOH R 7 a~ N T 712X DR SE (F0 1)
W24z A,

118 v AU

118.1 AUV A Fu b ZOMOBEEDORKI v~ 7T 7% 7 KNWE &SR
2 & BRI AT
HI3HiI 21Tk D,

119 AL — |k

1191 BIROT A7~ N7 T 7 EESIFHI LD —FohriE
31X A,

120 BALAF v

1201 HAZwu~ 7T 7k
A HREOCHRH
1) YF AV UEE 0,0-PTF )b §- A F LA CF AV U 0,0-PF )L S-
A F )L [CsHisPSz) 25 mg % 0.01 mg OHFETED ., TOHKMEETLHFKL, &> T
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100 mL DEET 7 A AN, ~FH U2 TEPL, BITERE TAFH
VEMATYF AU U 0,0-P=F )b S-AF/UEMER K 2R 5 (Z0i 1
mLi%X, ¥F A4V VB2 O0,0-P=F N S-AFLELT0255mg2EaT 5, ) .
EHAIICEE LT, BEEREO 2 ~F 3 TERICHRR L, 1 mL FicyI 4
U Ut 0,0-V=F )L S-AF )L LT 01~15 pug 2805 T2HEOVF AV VR
0,0-V T F )L S- A F/LEE UG 2 TRHl4 5,

2) K UFAU U 0,0-VEF ST =7 A 10mg (9.5~10.4 mg) %

NN-2 A FILARALT I R 60mL IZENT (AR5, )

B E =

& =

rEE. HEROCYCT A g 2Tk ralE 259 2 0.01g DT E TR |

ZOHMAETREL, 500 mL © "0 7 7 A3 A, fHEMEE HER 30 mL %
ANT- BT ABEEHERA 2 Rz L, 60 °C OMERAMEIZIR L b D) ITXE
ICHEFET D, ZTOAT7 T ATH B0 LR T pH & 2 [ZFH% L 727K 200 mL
IO 1-74 7= 1mL #z, BEHIZEREZHEET D, 60 °C OKIEH T
A % iE 60~80 mL/min T 60 4y % > THRAL A TV % 3, HESE, UF
TV VBT AT AL ATV, BRI 23 EE IR & T 5,

Ui ) AENAIK AT N Y T AEEIEK (5wiv%) 150 mL T 300 mL D43 ik

SEAICZBL, ~F Py 50 mL 21z, 3 SHEY IRE-%iET 5, KE (T
J&) % 300 mL O3ikiEF BIZ AL, ~FH U (BfE) 2=M7 7 X2l Ah
Lo ~FHY L 50 mL oIS B IZNAx, FERICEIEL, ~F Y @efko=
A7 T AAEDLED, ~FHUEEAEEOMBET Y A (HEK) THKL,
200mL DT 7 T A 2ZAHMK BFEA) THBMLIEE, O =A7F7 XA a kR
AEENARD EDO~FH TG L, WREALOAREZEBEL TAHREEDLE D,
Al % 40 °C LA FOKIBTHI 2 mL £ CHILRME ™ Lo, DEOA~FH L T10
mL DEET7 I A IBL, FICEE7 T AaDERETAII U2 M2, TA
ru~ b 757 4 —ICET LRBHATK & T 5,

HAZa< NI 7 4 — HEHAK N OB F A YV 0,0-=F )L S-AF )L

B 1L Z2 W A7 a< T 7ICHEAL, Z7a~v 7705255,
HIES B

Fii sl 7 ROOLERMR (U UoBREHAT 4 v 2 —)

7 7 LAy TV — DT BTV 7 2=/L—95%
CAFNRY) vaxHhra—7 0 7 N 0.32 mm,
F&30m, JBE 0.25 um) 2

X ¥ U ¥ — 4 & :He (1.5 mL/min)

AA YT w7 A A Ny (30 mL/min)

w Bk 4 A :Hy (75 mL/min)

By B R EEEZES (100 mL/min)

OBk B OAN AT Uy R (60s)

AR O R B 230 °C



7 A f R FE 60 °C (0.5 min £££F) — & 20 °C/min— 80 °C (0.5 min
{f:FF) — H-IE 10 °C/min— 160 °C (0.5 min {£F)
BOH 2% IR ¥ 240°C
G B O fBehrue~x b I ARLE— 7 EEERO TREREER L, &
Kz k vRB PR OR(LAF L (CHBr) BEE2HHT 5,
ARt DO RAL A F v (uglkg) =Ax400x0.474
A BREROSROT-FHENAK L uL P oY F 4 Y VR 0,0-V = F )L S- A
FLOEE (ng)
F 1 EmESERNT &,
2 DB-5 (Agilent Technologies ) XiXZ i & FZEDH O
(B%5) HiERY) T —va v
< WRINTEIIN R fe OVl LA 1

; WINRE .. WINER 2R il UG
PR O (mgkg) b (%) RSD, (%)
5 H B A R 0.125 3 97.8 6.5
0.25 3 92.6 43
0.5 3 95.2 9.5
IR A i 2 i 0.125 3 90.4 4.7
0.25 3 101 1.2
0.5 3 97.2 5.9
25 FH B A R 0.125 3 92.4 2.9
0.25 3 101 7.4
0.5 3 91.8 7.7
- R FAER
S ; AR SEHEIR WRINIREE MOMEDRR s Uk RRIABIRIE
AROIE gy man (mglkg) (%) RSD, (%) RSDg (%) HorRat
2 2 i Bid A fl B 5 0 0.25 92.5 6.1 6.2 0.31
CER TR (H-RBREIC L DR B 0.005 mg/kg

(%) Zu~ 7T L0

the}
A
n
[ IR N N B —
0 4 ]
{FFF0FRE 57

AMEH (REfHICRIEAFILELTO0.25 mgkg HHLEFRM)
DE/AsIcd Ry ESNN

121 ¥ 7VvA 7y

1211 BIEOHF A7 a~ 7T 7 EESIEHCL D —FoiriE
31X A,
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122 KL RU 7 2= XX
1221 HAZwu~ T T 7k
A HEOHH

WAk b U 7 = =)L A RFEAREE R BAL MY 7 ==L A X [CigH1sCISN] 20 mg %
001 mg DHFETEY, TOHMEZFHEL, 100 ML DEFE T 7 A 2T AL, ~F
P EMZTHEN» L, BIHERE T o2 M THEENY 7 = =)L R XFEHE
R Z TS (ZoW@ImLiE, b ) 7= AXL 1L T02mgaEaa T
Do ) o

B & =

il B oWraE5~10g 2 BT 44 E CTED . TOHEAFL&E L, 200 mL
DIk =7 T AT AIL, K1I0mL 2z ML, 5 oMfrEg, HicA X/
—/L =il (9+1) 70 mL Z 0%, 30 4rfEE v iRE Tt 3%,

200mML D=7 T Aak7 7F—FI}IOTFICES, MHEEs A GFEB) T
WHl A L7, MDA TWE=AT7 T 2a RS EIERA X/ —L—I
2 (9+1) 10 mL TyEH L., FERICESI A L, AR 2R RIS 3 2 3URHATR &
T 5,

B o BN EH O U MY U AR (10 wiv%) 50 mL & OVEE
fgrF )L —~FH > (3+42) 50 mL % Adv7z 500 mL D4Rt A 2z, #08k
WIRDO N> TN =87 7 A azFlETF /L 50mL THEE L. iRz 0k A
ZEbE 5, DR} A % 5 SRMLIEVREE-ZFEL, KE (TR %
500 mL D43 ikiE<F B IC AN D, ikIEF B ICHEE—F /L —~F 4 (3+2) 50
mL ZMx. 5 2B LRV BT ERHEL, Fig=TF L —~FH g (LE)
ORI A B DY D, BICHHKIE} AlZ~FH 150 mL & 012 TR NT
WO IRE% 30 oRFEFEL., KEZHET, BT L~V EEx A7 7
A AND, BT —~F Y U @rEEoniEs MY A (EK) CHK
L. 500 mL ORFTET T A Z3EABTHBT D5, LD =MA7 T X a kUK
SENERDEDO~FH L THE L, WREEOAREZBE L TAREGDLE D, 5
% 40 °C LA FOKIBTIZ L A EHE T 5 £ CRIERME L, Eic~F 42 10 mL
FTO&ENMZ TEARIZ 2 [FBJERM L CHREBARE L, ERT A2 Eo CTHET 5,
AFH L 10mL ZIEFEICIN 2 TEREDZ L, 71 BRI 2 3 0RHE
KeT 5,

Tu s REBHAR 1~2 mL & 50 mL OFREBRE ICIEMEIC AL, n-7 o el
~ XUy ATa R 1 mL 2%, 30 ofEEE%, FICHE (0.5 mol/L) 7
mL ZLVEFoz, @BEO n-Fet A~ 2 v AT al Resfdsd, 2o
REBREICAX /=T mL 2z 7%, ZOWERE% 100 mL O43EREF C IZA
oD, FORBRE &K 25mL O3> 20mL TP L. YEik & B 53 ik =
Clcabtd, Hikim}CESHMIRVIBE-%HFE L. KE (T/E) % 100mL
DRI DIC A, ~F Vg (BE) #=A7 7 2alc Ahvd, 75ikEFD
IZ~FH o 20mL 2z, 5 OBHIEVIRE-HBHEL, ~FHrEBrlto=f>
FAALEDLED, ~"FXVUEEBEREOMRBET MY v (MEK) THAKL. 100
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mL ORTHT 7 XA EAMTAHAT D, HD=A7 7 X a RRAEENER
HDEONFT L THREL, MIREZEDAMEZBEL CHEREEDE D, A%
40 °C LT OKIBTIZ & A CREET 2 £ TRIERM Lo, BERT A% %> T
B9 5,

XY 10 mL 2N CEREMEEN L, BT AU 5 EATR &

Do
BT LU BRI ABR~Y AT AI =T A (910mg) A2 10mL
THEFT H, 100 mL ORITH T I Aa%2I =7 LD FIZESES, BEHAKE
=HTHBIAND, REHAKDOA > TV T T Aaz2bBEO~XH3 Tk
L, iRAEI =72 2Mx, MFLCT b Lzt b)) 72 =LA X
ZHRHEES, Bl —YoF oo —TF/0 (99+41) 10mL % 2 = T LI
Nz CTRBEICHHRH S8 5,

T % 40 °C LR DK TIE & A [T % £ THIERME L7212, EHF T X
Zik o THIET 2,

~FH 2 mL ZEMICMZ TEREMZEN L, WA~ N7 57 4 —|2t
TOREHEK LT D,

B D7 o et Y 7 ==L A ZEAEERE 1 mL % 50 mL OB I
EfEIZAIL, 7R BRSO & R—F&ETTr ek d 5,

AFH L 10mL BRI TEREMZEN L, 20RO —EH%Z~F 2 Tk
FEICAIR L., 1mL FICHE F Y 7=2=Lb 2 XL LT 0.025~15 pg MY EEEH
T O ER DIEERR & S %,

HAIa~ N7 7 40— HEBHRERKOSIEERS 2yl a WA 7w~ 757
IZEAL, Za~ NI 05ED,
WESME fl
i i 7 ROOLERbS (XA XBmERT 42 —)
71 7 LA Ry BT U — T A (100%Y A FILRY &
nXxtra—7 7 NEL032mm, EX30m, &
JZ 0.25 pm) 2
X ¥ U ¥ — A4 Z:He (4mL/min)
AA T T > H A N2 (50 mL/min)
o oBF 2 :Hy (75 mL/min)
By B R EpEZES (100 mL/min)
WOBE AN A7 Uy LR (605s)
OB A R B - 280 °C
717 A R 0100 °C (2 min fREF) — FHRE 25 °C/min—270 °C (5 min
TRFF)
Mo %% IR £ 280°C
7 B O Bonre~v NI ANLE— 2 EEERD TREMREZER L.
BN 7= 2AXEAH ML, FIZ 0952 %3 U TRl okEgk Y
T VARXEEEHT A,
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£ 1 Sep-Pak Plus Florisil Cartridge (Waters fi!) [Ci@E 472 F&DO Y F— 1 —%
HELZLOXIFIINERZEDOL D
2 DB-1 (Agilent Technologies ) XiXZ i & FI%EDH D
(%) HEAN) T —va v
« TINMEN R K OVRaR UK EE

- ; WMEE .. WMER 2 ek U RS B
PR O (mgkg) Bl (%) RSD, (%)
%5 F i A f 0.5 3 89.8 10
1 3 88.8 14
2 3 94.0 5.0
JR I B & Bt 0.5 3 87.3 1.7
1 3 84.9 43
2 3 81.0 41
LT 2B 17 T A i R 0.5 3 82.3 2.7
1 3 81.7 2.0
2 3 80.3 0.9
=y 0.5 3 91.6 39
1 3 86.7 4.4
2 3 825 49
FE T —A 0.5 3 79.2 4.0
1 3 76.3 39
2 3 74.2 3.9
- L[] FABR

e S Ao mAIE OISR RMENLE s Ume SR
E: S ba
WO g mas  (mgkg) (%)  RSD, (%) RSDy (%)
FIKE R BCA sk 6 0 1 88.4 58 7.6 0.47
s EBE B (H—3B=EIC L HHER) ek 0.05 mg/kg

(%) Zu~ 77 L0

HorRat

l
o ¢
iy
o
ESCiTi e

AEE (AMHZKEEIERY) 22 =Z)ILRXE LT 1 mokg HHEERM)
DAl A FN

123 AV /H K (AU ARTARY /D)
123.1 ks v~ b7 T 7 EAESHEHE
A HECHHE
1) At/ AR A ) v ARERERL (CaHesNO1) 10 mg % 0.01 mg
DOHIETEY, ZOHEZTHEL, S0mLDOEET7 I Ralc A, 7 h=FV
NEMZTHENL, BIERETTE =M LEZMXTALY ) v A EHER
AR 2 (o 1mLix, AL AELLTO02mgaaaT %, ) .
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2) AYJ T DIEAERIK AE v DEEUES, [CaHerNO1) 10 mg % 0.01 mg
DITETED, TOHEETLEFHFL, 50 mL OEET7 7 A3 Z AL, T =KV
NEMZTHEN L, FITERETTER=MILEMZTALE v D AR
WAERTS (o 1mLiZ, A/ DELT02mgEEaH T 5, ) o

3) IRAIEHER Ay A RO D EEREO—HEZRGL, 72 =K
=K (9+1) TIEFEICHNL, 1 mL FITAE /> AKUD & LTENEN
0.001~1ug # E&H T 2 A ORAIERER 2T 5,

B = =2

T i SHTEEE 10g % 0.01g DHTE T (Fi 51X 5.09 % 0.001 g DT £ T)
By, TOHMEFE L, 200 mL 44 =f 7 7 23 Atv, K 50 mL &%
T30 /MEE®%., FICc7 v h=1F U/ 50 mL Zh1Z. 30 2RV EE THiH9
%, 200mL ODEET7 I AT 7 —w}FOFICES, ks A% (5FB)
TSI A LTth, O =A7 T A2 RUOFEIZIEKT £ =K U Lb—7K (1+1)
50 mL CU¥Ed L., RERICRSI AR5, FIZRRET 7 AaDERETTE =1
Jr—k (1+1) MMz, H T 2AFICHET 2R BNEIK E T 5,

717 BALBREL IR ULV I Y SNVI =T A (Lg) B2ET®
F=hFU5mL KOKSEmML THEFT D, FBHATK 10mL (Féb & 2 b < #H0s
TiX, 7 b=RrU—7k (1+1) TIEMEIZ 10 5K L%, £ DR 10 mL)
EI=ATNIAN, WENSKETARO LIHICETH2E TR FSE5, BTk
F=HFUL1I0OMLZMATI =N T LEPWF L%, 50mLDORTETY 7 XA a%
R=AMTLADOFICEE, 7TEr= )=V ZF LT I (49+41) 10 mL % 2
=ATAIMATAE ) AROD Z2EHEE 5, WK% 40 °C LT O KB
TIEE A LCHET 2 £ TRUIERME L7c#%, ER T A %% THET L, 7& h=
FUL—7K (9+1) 1 mL % IERECIZ CHREHZTRN L, 5,000xg T 5 4O
SEEL . EBAREIRE 7 v~ N 7T T EESHTEHT L D HEICHET 2 BRI
LD,

k7 v~ ~ 77 7EESHTRHC X 2HE AREHA K OB IR SRR A 5 uL
BRI a~ N7 T 7EEGHTFHCIEAL, BRA A U7 0~ T A% 15
%o

HIES B
(k7 v~ s 277 7H)

VY 7 Lo F BTN I MU AT T A (R 2.1
mm, £ & 150 mm, Rifg 5 um) 3

N i W: 7t r=FU/)L—5mmol/L 2T o T =7 ARWK
(9+1)

it @ 0.2 mL/min

77 A f R 40 °C

(& By et ™)

Fi H o RS & Et
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A4 F v fb HExL s ruxTFLr—AF 1k (ESD) i (EA A4 E
—F)

X7 T A% —H A :Ny (1.5 L/min)

E—h7 a7 200°C

C D L # JE:250°C

FE =X — A F v imlz732 (R A) | 746 (AE 2 D)

At i Bonl@&@RAA U7 e~ N7 7406 —7 5 S NdmE%
ROTHREMEER L, REFOAE v AR D B2HIEL, T0O4EE
A REET D,

H o1 WEEIE 1.0 mL/min F2E L35, LEICG U TR~ =K —V REEHT
Zaxs
2 Mega Bond Elut CH (Agilent Technologies ) (X Z i & [FAZED H D
3 Inertsil ODS-3 (Y —=x /¥ A =2 8) I I EFRZEDO LD
4 LCMS-2010EV (EHEEUAERT) 12 X 2 5051

(2B) HIENY T —va v

« WRINTEN R fe OV LA

. . e S WINEE .. s ROEORUKSE
TIN5 4 SE ORI Vf rﬁgj’fg’); gL 7 ME;*” ;‘ig jf%z

AV VUA O REEEARAERE 001 3 9L.7 5.4
0.1 3 106 16

4 A R N LA 0.01 3 92.9 0.3

0.1 3 93.4 2.4

EobAZ L 0.01 3 101 2.2

0.1 3 95.8 1.2

TIT 7T 7o ~A 0.1 3 96.8 4.2

1 3 91.6 1.0

frio & 0.025 3 86.8 0.9

0.25 3 98.2 2.6

AY D pREEE AR AR 001 3 90.1 2.4
0.1 3 99.6 43

4 T RN BB R 0.01 3 95.2 4.8

0.1 3 94.7 2.9

LA L 0.01 3 98.9 1.4

0.1 3 98.0 1.7

FILNT 7T 7oA 0.1 3 91.9 6.5

1 3 89.2 1.6

fad & 0.025 3 86.5 4.0

0.25 3 100 2.0

- JL[R) FBR

Aaheh A USHNUE BE MBI e Uk S0 B

EJZ%ZI Eﬁ*’,’@*ﬁiﬁ Sﬁ%i& :%ﬁf%( (mg/kg) (%) RSDr (%) RSDR (%) HorRat
A TUA B HEA TR 8 0 0.1 96.3 2.7 11 0.49
EH9HAZ L 8 0 0.1 93.2 4.5 9.2 0.42
b b 8 0 0.25 90.1 1.8 8.5 0.43
AE ) D s AR 8 0 0.1 95.2 3.6 12 0.52
Eo9HAHAZ L 8 0 0.1 93.2 3.7 14 0.62
T b 8 0 0.25 92.8 2.8 10 0.52
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- EE PR (H—-RBR=EICL DR 2E v A EH 0.0025 mg/kg
(FZBCH 0.025 mg/kg., Fg4> 5 0.0050 mg/kg) . AE /v D: ikEH
0.0050 mg/kg (§z##  0.050 mg/kg. Figi> &  0.010 mg/kg)

- BRI R (E—RBR=EIC X 2 D) Z¥ v A EEFR 0.001 mg/kg
(W42 0.008 mg/kg, fid> 5  0.002 mglkg) . At /3> D:#pd  0.002
mg/kg (RZ4E 0.02 mg/kg., Fgi> 5 0.003 mg/kg)

(%) Z7a~ 77 L0

A B
e ASA | e— AESVUA
o i
g =
o «— A D ?EI',E' «— A0
S ; I
ISR, 55 DY e

BERRUAMAROIOT LTS L
A FERER (AE /> AKOYD & LT 50ng/mL)
B : Ntk (BB KA A 2 2> A K O'D & LT 0.1 mgkg F124
BRI

128 ATV v
1241 BIHROT A~ N7 7 7 EESIFHI LD —F oM
I3l A,

1242 FHHEY) VREHOH R 7 a~ NI T 7LD SE (F0 1)
H2HEi 412X D,

1243 FHHEY) VREHKOH R 7 a~ NI T 7LD SE (FD 2)
2SIk A,

125 XA bnmv

1251 AUV A MR bErZOMOREDOWRK I v~ s 7T 758 07 LB &SHTE
(2 & B[R oA vk
W32k B,

126 Z#—/X )1

126.1 BIOHF A 7 u~ 7T 7 EESIEHTL D —FoNriE
31X A,
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127 F77ua7U kK

1271 ANV AVZOMDBEOWEKR I v~ 7T 7% o7 DAVE &SR X D
[ IR oy AT v
#3231k D,

128 FT7RUEY—)L
128.1 Wik7 o~ ~7Z 7k
A HEOHH

1) FTRUF Y — W AEHEE FT R H Y — [CpHNsS] 20mg % 0.01 mg ®
HIETEY, ZOEETH L, 100 ML OHBARET T AT AN, A X ) —
NEMZ TP, FICHERETAY ) =NV ENZTF TR Z Y — UAERER
TS (o 1mLiZ, FTRUVEY—LELT, 02mg aaET 5, ),

I LT, EERIKO —fZ A X J — /VCIEMICHR L, 1 mL Fi2F7
NRUHEY =L LT 0.05~05 ng 250 T HBRDOT 7R & — )VEEHER % 51
5,

2) FEEET NV U AFEMER Fefe) b U o A (#K) 33.0 g (32.95~33.04 g) M

O LT B U ™7 42009 (199.5~200.49) %KL TLIL &35,
B & =3

il o obretkl 5.0 g & 0.001 g OHTETEY . ZOHEETLE L, 300 mL
DRI FIC AL, BT b U U AFEETHR 30 mL K OVEERE =57 /1 100 mL Z /%,
30 HRRVIBECHET %, F—AbE—h—%27 7 F =K} FICEx, HiH
& AR (5 F B) TWBl Al L7k, B0 0RO & & B R EERE — F v
30mL & UVK 10 mL THEH L. RIERICKGI A L, Az I3 2 B0URS K
L5,

K BUBHAIR A 300 mL O kiE=F A IZ AL, KEEET R Y 7 AEKR (1
mol/L) 30mL Z/l %, 5 RV B - %iFE L. KE (FE) 2B T5, 2K
T AIZK 30 mL 2 AN A, [FARICEAET 2, 2wk A IZHEE2 (0.1 mol/L) 50
mL Z Nz, 57V IBE7-%EE L, KE% 500 mL O3 #KiRKF B IZAiLD,
YIRS A WCHERE (0.1 mol/L) 50mL &Nz, [FERICERIET D, ki B 12k
fefbF b U ¥ AP (1 mol/L) 30 mL & OVEEfR =5 /L 100 mL =z, 5 4R
VIRE 2% eRE L, KJE% 500 mL O3k} CIZAND, mikin} C ICHEE~
F 100 mL 2Nz, FERICHAEL 2%, Fi—TF v (BE) ZoikiEF B I
Hb¥ s, MR} BTk 30 mL MMz, EVIRE-HHEL, BT LE
BT T A AND, BT V@ aemEEOmE;T MY v A (JEK) TR
L. 500mL D737 7 A2lAH GEA) TAHABLEE, LOo=AfT7T7 22
K OARKENER D EOFEE T F )V CHIF L, WEREZZEOAMEZE L THKEED
B2, HilE A0 CLUUTOKBTIEFE ALHET D £ CTHIERM L%, X0
A& ko THIET 2,

KEmL ZMA THEREDZEN L, 7 LT 23R & T 5,

BT FTEFIAT I Y BV =T A (360 mg) AR A X
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J =L 10 mL K OVK 10 mL THERLEE T 5,

RENAKZ R =Hh T AT AN, HSEZ%, REHARO A>TVt
TAAZKESML CHREFL, WREI =7 ACMAFEESE D, BIZKk—2AHF
= (7+3) 5mLZ I =07 LM THHFT 5, 50 ML D2 TIET7 7 A a%
R=DTLADOTFICEE, K—2AZ/—1 (1+1) 10 mL 2I=hH T ANz TF
TRULS = VEREBESE S, EHIEE 40 °CLLTFOKBTIEE A CTEET 5 %
THUEIRME Li=th, BEAT A2k THET 5,

AH )= 5mL ZEEICMA THEREMZENL, AT 707402 — (4L
BOSuUMLLT) TABL, Wik a~ v 777 4 — 1o 26 BHAK E T 5,
k7 v~ 777 40—  REHERREOET T XU X — VB A 10 uL %%

Koo~ 7 I 7 ZFEAL, Zu~v 7705155,
WE A Bl
B R E0bRHEE (R : 300 nm, @R - 355 nm)
BT AT BTN I ALY BT E T A (RN 4.6 mm, K
X 250 mm, RifE 5um) 2
wWOBE W AE == R TOKED Y T AR (1+1)
i i : 0.8 mL/min
717 LFEIRE ¢ 40 °C
R Bonisu~ b AL E—7m S Ty RS THREREE
L., Bt oF TR — L BEZRET S,
1% 1 Finepak SIL C18 T-5 (A A H) T Zn L FAFEDOH D
2 Sep-Pak Plus Cis Cartridge (Waters ) [Zi# 4 2R ED U P — N—ZHE L
THbDOXFEINEFFEDOE D
3 UV TIKFEDY T L136g (1.355~1.364¢g) ZKIIEMNLTIL &7 5,
(2E) HHEANY T —va v
< WSHNIEII R e ORI LA

~ B

s ; WMRE .. WNENY S o UKEE
PO (mgkg) 2V (o) RSD, (%)
Y3 5 B AL ARG Ak 0.05 3 90.1 6.1
0.1 3 85.7 39
0.5 3 85.5 3.2
A H 4R E H B A Bk 0.05 3 84.3 7.0
0.1 3 83.1 6.2
0.5 3 82.8 31
E9bAZL 0.05 3 82.9 4.2
0.1 3 85.4 35
0.5 3 87.2 2.2

spofsg AR TR WINPREE WOMENLR o Uke  SSREFBLRE
) TOBREH BREM (mglkg) (%)  RSD, (%) RSDg (%)
K5 AR A BT 6 0 01 817 51 6.5 0.30

CERFIR (- RBREIC L SR SEHT 0.01 mg/kg

HorRat
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(BE) ya~ 7T L6

HAREE

0 10
R0, 5
wmEs EEFERIZFTAEY—)ILELTO0.1 mg/kg HHHERM)

DAkl A NN

129 FT7 A FFHP L4

1291 A 33X 77V R, suFr7=r, PI)2TF7730FONFT A MY LDHK
Krva~ 777807 DVE RS L D RIREHTE
FHIE 17K B,

130 FA42 7 7 L
130.1 iRk v~ ~ 7T 7 E&EHHET!
59.1 12K %5,
Bl FAYI TN, Iy T LTORIEBRES N, IAY v T IAY
O M LIF A7 T BROH NS » FITHRA LI 2S5 T DR
e LTERESND,

131 F477F = AFI (DARUVEVA, FAET7 72— AFLEOR) I)L)
1311 FA 7 73— M EOMOEREK s a~ N7 T 7% 07 AUV ESHTFHZ L DA
IRF o T 1%
IS Ik D,

1312 k7 v~ ~7 T 7 EEOHTFHES
6321255,
HE 1 FAET77 %= FAFNT, IAVRCEDAELTORICHE SN, IR
VHET B, NN NEE LT AT 7 R — R AT AR OH R H
VAHE LR ILOBE LTEEESND,

132 FFXINT

132.1 BRI TR a~ 7T 7EESIEHC L 5 —F ok
31X A,
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133 F7LH¥I K

133.1 =F7u—LZOMOBEOERK I a~ N7 T 7207 AEESHTRHC X
% [RIRE Sy Hr i
HI3H 191k D,

134 T4 RJ
1341 BIDOHF A 7 u~ 7T 7EEOITEHICL D —Foiris
W31k B,

1342 AHEFZZALOET I RREEKO TR 7 a~ N5 7128 5285 E
H2Hi3ITL D,

1343 HHEHZREKOH R 7 a~ 7T 712 Xk 5 RIEESHTE
I3 TICX A,

135 575
1351 B DO H A7 u~ 7T 7EEOIEHTL D —FoiriE
FI3H 1k A,

136 S hI27/LE KRR
136.1 BIEOH A7~ 7T 7 EESNEFIICL D —FoNriE
I3l A,

137 7 hJafFy—
1371 BIROT AR~ N7 T 7 EESIFHI LD —FoiriE
EI3HLIZTXK D,

138 T F T VR
138.1 BIDOHF A 7 u~ 7T 7EEOIEHTL D —FoiriE
HI3HiLICX A,

139 T hTA KU v
139.1 vl z2nuA RREIKOH A7~ 7T 71255205 HE
W22 A,

140 7 =)7ua—/)b

140.1 AUV AR b ZOMOREDOWHREK I v~ N7 T 75807 LB &SHTE
(2 & D[RR o A v
WIF 2k D,
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141 7 ary—
1411 BEOHDA 7o~ N7 T 7EBESNFHC L D —F ok
w31k B,

1412 7 aFy—nAEORN72FVEALOHAZ o< 75 7 E&E5NEC L AH
A IRFA
HI3Hi3L Ik B,

1413 HRA7m~ ~7 7 7HESHEHE

(G FHPH - R L)

A HEOHHE

1) 77 a3 — VRN 7 7 2 —/L [CisH2CIN3OJ 25 mg % 0.01 mg &
HiE TR, TOHEZTHL, 50 mL DBALET I A3 ANh, T %
Mz TENPL, BITHERETT 2 M 2MATT 7 oty — VERERR 2 R
L5 (ZoO@ImLIZT 7ar Y — e LT05mgE2EH07 5, ) o

ERICER LT, 7 7 3 ) — VAR UK D — 58 & A R I CIERE I AR L C
I mL FiZ7F 7 a)r Y — b LTO0001~15 pg 20T H5HEDOT 7 a) ) —u
PR 2 T %,

2) AR RYVZFL o7 Ya—50ul & 224-F U AFN_ X —7

T b (4+1) 100 mL (2l CARARIASE 2 83 %,
B = =3

oo HoWEEl 109 A4 001 g DHTETEDY . TOEAFIH L. 200 mL O
=77 23 A, 7 =KV /L—JK (3+1) 20 mL %1% 7=% 10 45 [t
FEL, FI27E =M 0100mL ZH01Z, 30 73RV BT THiEHT 5,

200mL DEBET7 T Aar 7 7h—KR}IOTFTICES, MHEE A8 GFEB) T
Wsl A L7cth, D =M7 7 A a RIS ZIERT & h= KV /L 50mL THF
L. [FERICRSI AT 5, BICEET7 7 AaDERETTE =N VENZ,
ZDW10mL Z 50 mL O T T T A T IEREIZ AL, 40 °C LLFOKBETIZE
Ao PR T H £ CIUERME L2, /K20 mL 202 CTh 7 LB | IC b4 2308
Wi E T 25,

T L RENARE SIS A Y 7 T A (20 mL REFA) T2 AR,
57 MErET 5, 300mL DT KT T A% 0T AOTFIZES, REHAKDO A -
TWERTIET T AR~ H 2 20mL Fo T3 [EPEH L, Wik ZIER Y T LI
Mz %5, WMENFTETARD LEIZZETAETH FLTT 7 af Yy — v EEHSH,
HIZA~FH o 60mL 27 7 LA CRERICIEH S5, I A 40°CLL D
KIS TIEE A CHET D & CHIERM L-th, EFH A 2% CTHET L, ~F
210 mL & ERECINZ TEREWEE L, BT LALE 1St 2 3EHATK &
T 5,

T LB N AT AR LI =T A (910 mg) P AEAFH L 5
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mL CHHFT 5,

ABHA 2 mL Z EFEICI =0T DA, WWENFETAKO LimlcET 5 F
THHEEES, =0T L5E~FH 2 4mL THRE L, AFCHESES, B
AFXF=TE Ry (19+41) 10mL 2 =87 A2z, FEECHERESE5, 50
mL ORTET7TAaE2I=NTLOFICES, ~FHr—Tk M (743) 15
mLZI=hTLMATTTary—Li2EHEE5, WHIK%Z 40 °C LD
KB TIZE A CHZET 5 F THIERM L7oth, ER T A2k THRET D,

AR 10 ML 2 ERMEICINZ CTHEREMERN L, HAZa~ N7 T 7 E &850
FHZ X2 ME AT 2 3R & T 5,

A v~ ~7 7 7'HESHEHT L D HIE

Ay v~ NI T 7 H &SR
WIESME fl
(A7 v~ 7 Z7H)

AUBHRIE e O AR R AT 2 uL &2 77
EAL, BRA A7 v~ b7 7 L2155,

7 7 A REA RSy TV T A BBV T =L —
5% AF VR Y vaFH ALFEFESR . N
0.25 mm, X 30m, fE/E 0.25 um) **

* v U ¥ — 4 A :He (1.0 mL/min)

Y S Y N S A I N P S (V)

OB HOAN BB I : 250 °C

7 A IR 70°C (2min f/EF) —FR 20 °C/min—280 °C (10
min {&%f)

(CE BT EHa™o)

i H 5 o DU E MRS BT R

A4 4 v v E:E AL AL (ED) &

A K —T7 — AR 280 °C

A4 #F v | E  :200°C

A4 #F v ik B JE :70eV

T =4 — A F v

A 4 mlz 250, #EFRA 4> miz 125

CL 1%%%7‘:3%?)3/(2]‘/1‘%&7 0~ 87T AL E— 7 HEE RO TRE
AR L, BBthOTF7ary—L@&2HHT 5,
1 KEE, R o7 7ary— &R EZ 5 mgkg 22 256 126
T %,

2 Chem Elut (Agilent Technologies %)
3 Sep-Pak Plus Florisil Cartridge (Waters #) |

XTI EFFED S D
Y IR D ) PN — 2

LI ZNERED S D
4 HP-5ms (Agilent Technologies ) XX Z I ERZED L D

5 GCMS-QP2010 (&t Epry)

(2 KD &A1
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(BE) GIEAN) T —a»
* WINEI =R R UYL A i

e ; WIRE .. WINEN R MR UK R
OIS (mgkg Y () RsD, (W)
TIVT IV 7 0.5 3 93.5 5.2
30 3 88.8 2.6
F—~A 0.5 3 98.8 15
30 3 93.3 2.3
FE— 0.5 3 935 17
30 3 94.3 8.2
NRIz—HKRA Fo— 05 3 99.4 2.8
30 3 87.7 5.4
- SRR

AR JEAR URINIREE WM  dviie e ERABURIE

PROER  men mEk (mgkg) () RSD, (%) RSD On) o
F—~A 10 0 20 915 5.8 9.7 0.94
FEY—~A 9 1 20 93.5 3.1 9.0 0.87

- ERE TR (HE—EREIC X MR Bk 0.5 mg/kg
- R FRR (R —3RBREIC X D ERR) Bt 0.2 mg/kg
(%) ryu~< 27T LH
A B
i 'I " '|

i) |

- | I, N | I.

13 I 1;1 13 I 1I4
BRI 5 {23909, %3

ZEBRVHEMEHOI AT M S A
A HERERR (773 Y —L e LTO0.15 ug/mL)
B: WEE (FEv—lc77a)r Y — b LT 30mgkg Y4 &HM)

142 777/ FR

142.1 ARV IVZFOMDBEOKIEK I a~ N 7T 752057 ARV ESHTFICE D

[RIIRE 57 BT 45
w3231k B,

143 77T K
1431 BIOHF A7 a~ 7T 7 EESIEHTL D —FoiriE
WmI3FilLIcK A,

144 7))L KD v

1441 BIOT A~ N7 T 7 EESHFHC LD —FohriE
HI3ELITXL D,
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1442 Yl RAuAf RREEOHT A7 o~ 7T 71285 %05 HTE
2212k B,

145 FAEALRNY Y (FAEARNY L, trans-TAZ A R U KRNI AR V)
1451 RBIEOTA v~ 7T 7EESIFHZ X D —F ok
HWI3HiLITX A,

1452 YL RAuAf RREEOT A7~ ~7 T 71285205 HE
E2Hi212K D,

146 a-R-TILVEZ A Y v
146.1 BEIoHAra~ 7T 7EBESITEFHI XL 5 —F O E
WA3FEi LIk A,

147 A7 KU v
1471 BIDOHF A7 u~ 7T 7EEOIEHT L 2 —FoiriE
FI3H LIk A,

148 T 7K A
148.1 BHDOH A 7 u~ 7T 7EEOIEHTL D —FoiriE
I3l A,

1482 HHEY v RBIEO T A~ 7T 7L AREHSHE (D 1)
24z A,

149 Fr7m AR
1491 REOHA 7 mn< 7T 7HESHEHI LD —FoimisE™!
BIMLICE D,
E1 FIuA )AL, TAZA RN ACEBSHh, TAZA R EDOEE
ELTERSND,

150 RUTTRX))—)L
150.1 FUTY—=ILNREEKOH A a~ b7 T 7255 REESHE
Wa3HielTX D,

151 FUT T AKRY

1511 EBEoOH A7~ 7T 7ERESEFHICL D —F ok
HI3EiLICL B,
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1512 RUTY—LNREEOH A a~ 7T 712 L5 RIESITE
HI3Hi6ITX D,

152 FUTL—Fh
1521 BT A 7 u~ 7T 7EEOITEHICL D —FoiriE
w31k B,

153 U Z iRy
153.1 Hizxrzua~ TS5 7
A HEOHHE
~U 7 a ViR B AE IR NU 27 muA [CsHsCls04P) 20 mg % 0.01 mg DT
FTEY, TOEEATHEL, 100 mL OEET7 I 23l AN, Tk M2z
THMML, BIERETCTE N 225 (ZOWEKR1ImLIZ, N Z ek
ELT02mgEEAT S, ), BICZOWERD— %27 b CIEMIZHIRL, 1
mLHIZRY 7R LT 20 25T MY 7 v bR SEHERKRZ T 5,
B & =3
Fh i ATERE10 g 2 0.01 g DT ETEY . ZOEfEAZFLEE L. 200 mL O
=M 7 7 A3l A, K 15mL 2z L, 30 ol#EEgR, FIZ7& R
>80 mL ZMx, 30 RV IEE CTHitE %, 300 mL ORI IRT I AaxT 7
F—iFto FiIcE S, MHkE A% 5 B) TWBIABLIEHK, ko=Aa7F
AR OESZIER T b 50 mL TH#&E L, FEICWRSI S8BT 5, A%
40 °C LL R Ok TR 15 mL £ THRUERME L, k7T FY v A 659 (45~54¢9) %
MMZTH T LB TS 23 0BHATKR & T 5,
7T L RERARE S A Y U T A (20 mL REEA) TLIZ AR,
57 MERET 5, 200mL DT KT T A% 07 AOTFIZES, REHAKDO A -
TWERTIEY 7 2 aZfifgoF /L 10mL > T3 [mIPed L, WA IER D 7 A
Mz %, WEBFETAHKIO EIZET2ETHRFL TR 7o vl o 2 S
., BICHEfR =T L 70 mL 2 7 7 AN A CTRERICIEH S5, W %E 40 °C
UUFOKBTIEE A EHET 5 E CTHIERNE L7c#%, ERT AL %> TiET 2,
vrua~dHr =7k (441) 10 mL 2 EREICNZ CTEREMERM L, A
YTT 74 F— (FLEE 0S5 um LLF) TAEL., BT LA I AT 2506

WL+ %,
A7 LALEE AEHEKR 5.0 mL 5 ViRiE s v~ M7 T ZIIEAL, MY 7|

VAR DR DE % 100mL ORI T T A2 L, 40°CLLFDKIBET
LA EHET D F CRUTRM L%k, BEFHT A& %> CTHET D,
AFHF =T b (9+1) 2mL ZEfECINX TEREDZE L, 77 L0LE
NSRS 2 3RS & T 5,
TVRB I~ NI T T 40—
BT A AFLUVEARCPUEAKRS T A (KA 20 mm,
£ & 300 mm, RIfE 15 pm)

238



H—=FRAFh: AF LUV ARNP U HEASEAD T A (FE 20 mm,
£ & 100 mm, RIfE 15 pm)

wOBE W v randYr—7T% b (441)
it # : 5 mL/min
gy BU M 4y 85~115 mL
717 LALER 1N YUBFNI=HT A (690 mg) FZ2EAFH L 5 mL THET

Do

REHEIRZ X =7 7 DA, EHEKRDO A> TWeR T T 7 ZAaz~xH
=Tk hrr (9+1) 2mLFOT2EEH L, WKEAIER DV AT NVI =0T A
WMz 5, Flioa~xHr—7TFry (941) 4mMLEI=HFAINZ, S=HhF
DEWHETIT D,

50mL DRLIETZ I AaZI=NTLDTIZEES, ~FHr—TE L (7+3)
30MLAEI=HTALICIMAT Y Z ok 2RHTI S8 %, IHIEZE 40 °C UL
TOKBTIEZE ALEWET D E CRIERME L%, EFT A% TEET L,
T M LImL ZINZTEEMEEP» L. 72T AL 53 0RHETR &
T 5,

TR F ALK BBHARIC EKEERE 1mL 2N x, SIE T 16 FERERE 9 5, Wt
BHEWRZ 5 mL O T 7 A3l AN, REHAROA> TWERLIETZ 7 A%
LEOTE NTHEL, EREEETY T AZEbE D, TICEET T AAD
EMECTTRE N EMZ, HAZu~ 8777 =T 2RBHEIR™ 4 &3 5.

TEHEF IR D T & F LAk FUZ AR RERERK I mL A2 50 mL DR LIET T A
ZIEMIZ ALY, EOKEERE 1mL 200 %, iR T 16 REFE T 5, 7T kL
TR A T N CIEMIZARL, ImLFIChY 7 ek s LT0.02~2.0
ug FHY B4 56 T D8R O R &2 TS 5,

HAa~ 777 40— HEBHREREOSIEERS LuyL a WA 7w~ 757
WZHEAL, 7a~ NI 85155,

HIES B
Fii t & RO ERtEE (VBT o L& —)
71 7 LR ERY YT U= T A B0% MY Tt e S
OELAFIL—B0%S AF LAY uxtra—7 4
Y7, NE0.25mm, K& 30m, EE 0.25 um) S
U ¥ —H & :He (1.5mL/min)
AA T w7 A He (30 mL/min)
w Bk o A Hp (75 mL/min)
By B A EEEZES (100 mL/min)
OBk B OAN AT Uy R (60s)
OB E AR B 150 °C
7 A fE R B 80°C (1 min fR¥F) — 5 20 °C/min—280 °C (5 min &
£F)
o %% IR O 250°C
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240

at

Feke

B O Bbhirua~x ST AN E— 7 EEEZRD THREREZER L.
Bt N U s a vk BEREHT S,
7 1 Chem Elut (Agilent Technologies %) XX Z i &A% D D

2 Sep-Pak Plus Silica Cartridge (Waters i) (a4 72X @D U H— 3 — &

LEEbDO TN ERZED L D
3 JEEIX 2~3 mL/min &5,

4 MEZSLU T,

*. 5,000xg T 5
W95,

5 Rtx-200 (Restek )

(B%5) HiERY) T —va v

< WRINTEIIN R fe OVl LA 1

43 fHl

MEHR R 2 77 A F v 7 SGE OIEERE (BRE 1.5mL) IZA

ELOOHEL, TOLBAREE T A I n< T T T 4 —

e 5 IR, . POMEER R UAE
PR ORI (mgkg Y T () RsD, (%)
R 7 £ B Bid A finl ) 0.05 3 92.7 7.8
0.25 3 83.4 5.1
HA A0 E B A R 0.05 3 90.9 8.3
0.25 3 78.9 2.4
TATFNT 7oA Fa—T 0.05 3 98.9 8.0
0.25 3 85.9 4.3
F—~A 0.05 3 101.9 8.8
0.25 3 102.5 5.5
e ‘ AR ERR IRINRE RNEIRER s U SRR
ARORE pan men (mg/kg) (%) RSD, (%) RSDgr (%) HorRat
A7 IR A AR 7 0 0.1 94.4 5.0 7.9 0.36
TAT AT R 2T 7 0 0.1 97.9 7.1 8.9 0.41
- EE IR (BRI X DR EHR 0.02 mg/kg
(2%5) Za~ ~7 7 L0
B
1] T |
[!!E : |
LI/ f
e
0 10 20
(#3303 o7

wmE (EE&EHIC b

KNI T — )
154.1

NU T T — VAR
TED., TOHEZ L

Jy4o ALk E LT 0.1 mgkg HHEERM)
NHYOT KT S A

HAT v~ b7 T 7 EESIEE

A HEDFH
U7 ZY—b [CeH:N3S) 50 mg % 0.01 g OHTE
V100 mL OEET T Al AN, TR CEMZT

BEHL, FIZERE ST M 2MATHRY 27 7Y — VERERKZ 4 5



(ZoWE1mLiEX, RS 25— L T050mg2afHT5, ),

HICER LT, E¥ERKO —# %27 b TEMICHR L, 1mL Fich V>
77—t L T0002~02 ug =B/ T HEED N 7 T — VR HERR & G
T2,

B =

belo

il H
1) HLAEE ATEE10g 2 0.01g DT ETED . TOHMEEZFEH L, 200 mL
DI =AT7 T A3l A, T =FJ/L—JK (13+7) 100 mL %Mz, 30
SRHEVIRE T T 5, 200 ML D& 7T A% 7 7 F—R}O FICES,
MK E A% (5 B) TWBI A\ L%, D=7 T 2a KOS &EK
7' h=HKFU50mL THF L, FERICHKEAET 5D, FIZRET 7 A 2D
METTEF=FULEMADT, ZOH 20 mL Z 100 mL DR TH 7 7 & =
(CIEREIC AFL, 40°C LLF ORI THI S mL £ TRUERME L, & 7 L4008 | (2 fit
T HREHAIR & T 5,

2) ToofEE  SHEE 109 2 0.01g OHTE TEY . TOHMEAETLE L.
200 mL o3t =A 7 7 2aiz A, 7k h=hFU/L—K (13+7) 50 mL %N
Z. 30 REHEVIRECHIE T 5, 300 ML ORI T T A% T 7 F—KtD
TICEE, Mgz A8 6 fE B) CTRIIABLIEE, ZO=AT7 T ZXakx)
S EIBERTE =KV /L 50 mL THE L, RERICWSI AT 5, A%
40 °C LA F ORI THY 15 mL £ TRUEIRME L. 7 7 LB |1 1T 2 30BHA K
L35,

T LE T RENRIEE SN A Y o+ T A (20 mL RFER) T2 AR,
REHA DA > TNV T 7 7 A% /K 5 mL THEF L, EiREI =17 AIZ
Mz, 5HMEET D, 200mL ORI T T Aa%2 07 L0 FICES, WENAK
DASTWERTIRT T Aaz~FHh o —FfgoF /L (1+1) 20 mL §->T 3 [H
Wi U, WERENER T 7 224, WREA R TAKIO BiGIC#ET 2 £ Tl F St
ThRIT I Y —NZEHIED, B~V —Fig=F/ (1+41) 40 mL %
AT LM TRBRCERESYE, KT —v=F L7 ) a—u
(49+1) 1mL #hz %,

WK Z 40 °CLL T ORI TIZ & A EREET 5 £ CRERM Lo, E£R1 T A
ko THIET 5, Y Zua~dH o —7T% by (4+41) 10 mL & EMECHINx T
BWERNH L, 2O %E 10 mL O IEEAE I A L, 1,000xg T 5 4 [l 0 5 B
T5, FBAREKERA T TFZ T 4 0F— (FLEE 05 um LLF) TAWL, 774
SRR T3 2 3 UBHAK & 35,

717 HALER 1 HENRIK 5.0 mL 27 ViR a~ N7 7IZEAL, MY v
TV VBRI T D53 100mL D72 T T T A 3T L, 40°C LR DK
TIEE A ETET D CRUTEM L%, B[ T A& %> CTRET D,

AFXHF =T Ny (1+41) 2mL ZMX TEREWEZED L, 77 L0811
g 23R & 3 %,

241



242

/B SN

FIWREBE I a~ 7T 7 40—
AF LU AROVUHERBESEAER S T A (N 20 mm,

& & 300 mm, RifE 15 pm)

H— KT A

A2F LV AR_N P EASER T T A (R 20 mm,

£ & 100 mm, RifE 15 pm)

w BE W

vra~Ftr—7%Frr (4+1)

150~190 mL

it £ : 5mL/min
gy B w4y
17 HALER (T

5]

O THREBR 2 FERL L

Yy 7 VA

Y V¥ — 7=

VR

CBL AR SY BT RHED)

fR H &
A4 F v fb &
AR —T = — AR
A4 A& v JR R OE:
A4 F v b E HKE:
D EEA A miz 189, WEFRA A miz 162 }x TN 161

T = — A F v

YUBF NI =HT A (690mg) P& T & b 5mL KA F
> 5mL CIERBEET S, 50 mL DR LET7 I A% I =7 2O FICEE, &
BHRWE 2 X =0 7 DA, RPN ETARO ESIcET 5 ETHFL TR &
7= ERHHT Y S5, MBHABDO A > TWERTIE T 7 A ak~xH
—T7E Ry (1#41) 2mL T OT2EESR L, WKREAIAR I =8 7 AT A, [AEk
Y S5, FICAF T =T Ry (1+1) 4 mL 23I=hF A2MA<T
[FERICIEH T4 S 5,

WA 40 °C LR DOKIBTIE & A EH[E T 2 £ TRIERM L 7ok, EF T X
ko CHIET 5, 7 My 2mL 2 EMICNA CTHEREMEZENL, HA7a~
7T 7 EESHTENC K DREICHET 2BHEIR & T 2,

HAI a~ N7 T 7EaEgHTaHc L5 HE
WA 1 UL 2 W A7 u~ N7 7EESHTFHIEAL, #RA A7 e~
NI LESD,

WE S Bl

(A7~ T Z7E)

REHA K O N Y v 7 T Y — VA%

A ERIR Yy T — T L BT T == —

95 % A F LR Y va P ALEREARL N
0.25mm, £ & 30m, fE/= 0.25 um) 5

: He (1.0 mL/min)
-V = - S NI
AOBFE AR OE
LOfE IR OB

A7 Yy kLA (608)

280 °C

70 °C (1 min £&Ff) —H-iE 25 °C/min— 200 °C—5-
{i. 8 °C/min—280 °C (10 min £ £5)

VU AR B o AT R
B\ A (B &
250 °C

230 °C

70 eV

B BoONTERA A U7 v~ 7T 506 E—7 &S XITmfg 4K

BEFO NI T —LVEEFREHT S,



E 1 B N IV EENZWESIE, fiHEETE =R L
THARL TOBLUBOEIEEZIT O,
2 Chem Elut (Agilent Technologies ) XX Z i L FR%EDH D
3 Sep-Pak Plus Silica Cartridge (Waters ) (23 472 K& D U W — /N — %58
L7ZZbDOXITINEREDE D
4 VOEIE 2~3 mL/min &%, SEITS U TRGIv=F— FE2EHT 5,
5 Rtx-5MS (Restek ) XX L F%EDH D
6 GCMS-QP2010 (SHRUERTERD 12 K 5 2% Mp1
(2%) HERN) T —va v
 WINTENI R OVl UK JE
IR

AINIEE AR R UK B

PR OmE (mgkg) L (%) RSD, (%)
EovAZL 0.004 3 116.8 0.7
0.02 3 116.3 16
5S4 5 R 0.4 3 98.1 23
5 3 814 22
- R FAER

e y HHR FEHR ORINEE BNER  seiEUkE  EREEEE
W X8 T N HorRat
AROIE man men (mg/kg) (%) RSD, (%) RSDgr (%)

EIbATL 7 1 0.02 101 71 16 0.72
FEL— 7 1 5 102 6.8 17 13

- ER MR O(H—-HEBREIC X DR B 0.004 mg/kg (FZ4C# 0.4
mg/kg)

R TIR (HE—3BR= I L D MER) B 0.001 mg/kg (RZ4¥ 0.1
mg/kg)

(%) 7sua~ 77 L6

m,z 189

f;":mfz 162

“""1.
16 12 125 | M/2161

ESEiGiis )
BER ()9O Z5Y—)LELTI00 yg/mL) OV AT KT 5L

Tl

155 KU 770~
155.1 BIOH A7 a~ 7T 7 EEONEHC L 5 —FofiE
W3l A,

1552 Yak—nA KR NI IZALTVrOH AT a~x 7T 712X 5 RIS
H3Hi 2812k B,
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156 FrU7pF Ahuaby
156.1 EIHDOHT A7~ 7T 7T EHESHENC LD —FoiiE
w31k B,

157 KU ALTZAT =K
1571 BT A7 u~ 7T 7EE&OITEHICL D —FoiriE
W31k B,

158 kR iR AAFIL
158.1 HHE) L REIEDOH RV a~ T 72K B RENSNE (FO 1)
24T LB,

159 F7m/XI K
159.1 BIEOH A7~ 7T 7 EEONEFHICL D —FoNriE
FI3H LIk A,

160 —HBik=FL
160.1 EPTC KO _BAb=F Lo DOH A7 u~ 7T 7EESITEIC L D RIEESTE
HWI3EiIoITL A,

161 :}\D7::‘/
161.1 AHEZZALOET I RREEKO TR 7 a~ N7 T 7128 52850 E
W2Hi3 LD,

162 /F 7 ma— (cis-/ F 27 a—)L}kONtrans-/ F 27 1 —)L)
162.1 HHELZERN T I RREIKO T A7 a~ T 710 & 5 RS NE
H2Hi3 Ik D,

163 /N7 a7 K7V —)

163.1 AV VA br b ZOMOREOWHREK I v~ 87T 7507 LG GG
\Z & D[RR oy A i
FIHiI21 1Tk D,

164 /N7 a— |k
1641 Y27 Uy NRONRTa— MoK a~ 7778207 MRV ESHTEHI &
% [RIRE Sy M
HIH 34Tk D,
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1642 ks n~ ~7 T 7k
A HEOCHH

1) /X7 a— MEAERK /XZ a— bk [Ci2HuN2CIl2) 20 mg % 0.01 mg OHrE T
B, ToOHMEEFHEL, 100 mL O2E 7 7 22 Ak, HEE (0.01 mol/L) %
Mz THEN L, BISHERE THEE (0.01 mol/L) 2z T /37 a— MMEREFIK &
TS (ZoWImLix, "T7a—R~02mg 2587 5, ) .

2) BEA A AZHUEIE  (Nat7l) SRERPERG A A v 22 HukstiE™ t 100 g (99.5~100.4
g9) ZE-ST, 500 mL O=f/A~7F A2 A, /K300 mL 2z ThHrERE, E
BLKEwThH, EBARIEDOPH I 6.8~7.212725 £ T2 OHEAEZ MR IR LT,
K 300 mL M2 C—HKEET D, WICZOBHGICKBEIET N U 7 AR (2
mol/L) 200 mL Z Mz T ERE, EEAKEZE TS, EEAWEO pH 28 12 DL E
72D FTZOEEELMEVIR L%, KB N Y ¥ AR (2 mol/L) 200 mL
EMZC—HR/EFET 5, WICZOMARIZAK 300 mL 21z T RE, EEARIR
EHTCD, EHEBED pH 2 6.8~72 1270 F TZ OfEEME VK L=, 7K 300
mL Z 0z CTKRFUZLRAFET D,

B & =

Fh i IATEREL10 g &2 0.01 g DT ETEY . O ZFLEk L. 500 mL O
BT T A AN, BiliE (1+2) 90mL., WA 3~4 ki K O =1 i 2~3 i
BNz, BiRm A E Bk L, 5 RFRIINE L CTHIH 5,

500 ML ® B —F—% 7 7+ —Jf}0 FIC@EE, MHiRE T 7 A AKT2 T
W5l Al L-th, DT T 7 A3 ROFE I & EKAKS0mL THE L, [FERIC
Bl AL, FIZAHRICKEZMZTH 200 mL &95%5, ZOHED pH &Kk
U 7 AR (12 mol/L) T 8.9~9.1 I[ZFHHE L7, T AfHEAMT 2 TAHIl L,
D —H— R OARENER D BEOKTHSE L, IRELOAKEBL CTAKE
G, BT AT HEEHRIR E T 5,

BT DRVERTES g F o aZ s (Nat ) A7 7 A% (NEE15mm) (2 6em D
S E T LiAd, K20 mL 212 THRE AT TAHIO B s 3 mm OFE S
ETLHETMMSE, 1T L2E2H/HST 5,

RENAK 2 1 7 JT AT, REHRIRDO A > TRz D EOKTHREF L, B
Wiz 71T DTN A, WEAFETAFIO LSS 3 mm O SISET 5 £ TR S
H5, K100 mL 247 A2z, RECREESE, 77 528575, LLFH
FEIZ. B2 (2 mol/L) 50 mL. /K 100 mL. b7 v =v LK (5 wiv%) 50
mL K OVK 100 mL ZNER S 7 BTN AH T D PE+ 5,

HWALT =7 AR (5 mol/L) 50 mL 24 7 Az, 1O FEHITE 5 mL
ZECIZ, 50mLOEE&ET7 7 A2 A7 LD FICES, NT7a— FEREHIS®
%, RET7ITAaDERETHAT BT LB (5 mol/lL) Mz, w0tk
[T 2 RENAIKR & T 5,

e FUBHAIR 10 mL % 100 mL @ /il SHIC IEREIC AFL, KER{ET R Y o A
Wit (12mol/L) 10mL O7 = U 7 Ak U v AEEE (Twivo) 1mlL 21z
TRV IEE S, BICoRFHZ7Z7 nadi/s20mL 2012 TS5 ML < IE
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i

at

VIRE-ZFHEL., Z7radLaE (TH) 2=A77 X3l Ahd, LDk
FHzczmaARrs20mL 2z, RERICERIEL, ZaakLa@ailo =~
TFAAZHEDLED, s ABEEEOMEST N UL (HK) THAKL,
100mL DR FTET 7 A2 ZAMK BFEA) TAHBLEE, EO=A7F2a kWY
AEENARDED 7 v a RV A THE L, WREZOAMAEL TARE ALY
%o A% 40 °C LU T ORI TIEE A CHL[ET 5 £ CHULRME Lo, EFR TR
ko CTHIET %,

K=TFb=F U/ (93+7) 4 mL % EMEICMZ CTHREBWEZRN L, AT T
74— (L 05 um LIF) TAMEL, Wikrae~v 777 4 —IfitT 5
REHAKR & T 5,

[FIRFIC N T 22— MEEERHK 1mL X OWEALT =7 L%# (5mol/L) 9mL %
100 mL D53 iR IR IEREIZ ALY, BUBHAKR & Rl —SFfF T ik 3 %,

K=7%Fr=FrU/ (93+7) 4 mL ZEMICINZ CTERBMEZENL, AT T
V74— (LB 05 um LLF) CTAMBL, FICAK—7k h=kU/L (93+7)
TEMICHRL, 1 mLHiZ/ X7 2— k& LTO0.01~05 ng Y EE2EH T DH00
DIEHER R 5,

Krm~ 777 40— HEHEREOSIERERS 20 L 2 kik 7 v~ v 77 7
WCHEAL, Z7ua~ NI 051585,
HIES B
oM AR EotitEs (bR R 330 nm, O R - 436 nm)
T A A ITETINT I Y ATV T A (N 46 mm, E
& 250 mm, KifE 5pm) "4
wWoOBE W AK—7TFR=FUL (93+7)

i & ;1.3 mL/min
ﬁ7bﬁmﬁ-mm
B SO u~ NI AN E— 7 &S T Z RO THRERZ2/E

ﬁb\ﬁﬂ$®n7n~bi% 45,
1 AG 50W-X8 H'! (Kifg 200~100 A 3 =) (Bio-Rad Laboratories )
LN EFRFEDOHD
2 GF/A (Whatman ) X|ZZiERI%EDH D
3 BEEIFOFHEIT 10 mL/min, @mﬁ@m X 10mL/h &9 5,
4 Shodex C18-5B (MHFIE TH (R T) ) XITINELFRFEDHD



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

- ; WRE .. WONENL R R LR R
= N 5 K i
B ORR (mg/kg) BRIE L (%) RSD, (%)
Ji% %5 R B B A A 0.1 3 87.7 15
0.2 3 96.3 19
0.5 3 76.7 7.9
TR E Rk B A A e 0.1 3 92.7 4.9
0.2 3 80.7 31
0.5 3 85.0 7.7
A=K T T A 0.1 3 96.0 14
0.2 3 87.7 10
0.5 3 79.3 11
- S F R
Sl o B AR FEAR BONBEE WMEIRR e e SRR
nﬁ*’{’@}@*ﬁ Eﬁ%;ﬁ Sﬁiﬁ (mglkg) (%) RSDr (%) RSDR (%) HOrRat
T uA 5 — e R 7 0 0.2 88.2 6.8 7.3 0.35
- ERE PR (H—R®BR=EIC X 2% mR Bl AR 0.05 mo/kg. W AREL T
0.01 mg/kg
(%) Zu~ s7 T L)
%
it

LI

0

B el Py

AmaEH (BREefAR(/85a— k&L TO0.5 mgkg HEERM)
DAl A WN

165 XTI F A

165.1 EHDO BT A7 ua~ w7 T TEESHEFICL D —F oL

HI3HI 112k D,

165.2 FHHEY VREHKOH R/ a~ NI T 7L BRHERSE (FD 1)

HE2Ei 4T KD,

165.3 FHHEY VREHKDOH R s u~ NI T 7L BRHERSE (FD 2)

H2/Ei5 LD,

166 T F A AF IV

166.1 BEIEOHT A a~ 7T 7EESIEHC L D —F ok

HI3Ei1LICL B,
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166.2 HHEY LV REIEOH AV u~ F T 72K B RESNTE (FD 1)
24T LB,

167 "~V 7z 7uas A
167.1 BIHDOHF A 7 u~< 7T 7EEOITEHICL D —FoiriE
w31k B,

168 " AL T AF)L
168.1 Ry ANLT O AFNAZTDOMDERDEKR s a~ s 7T 7 5% F WGBSy
Hratic & 2[RI AT ik
HIHI33 kB,

169 vaF 7z
169.1 HAZ v~ 7T 7' EaHiHE
A HEOHH

1) v=alr7 = FEER B2 F 7 = [CigH12FsN202) 25 mg % 0.01 mg @
HiETEY., TOMELZTHEL, 50mLOEET7 T X3 lT AN, T M 2NZ
THEML, FICERECTCTE M Z2MaTEal) 77 o VIEREFRKREZRAT S
(ZoWE1ImLIE, 272 L TO05mgEEaaT 5, ) o

ERICER LT, BERE O —Ha2 A REE CIEMICHARL, 1 mL filcy=al
T 72 LT0002~pg ZE AT HHAOE Y ;7 o UEERZ RS 5,

2) @mWEEE AV FLrorUa— (CE¥Sy 78 400) 50pul &7 & k2100
mL 2Nz CARE I 4 RS 5,

B = =

h H INTEEE 10 g 2 0.01 g DHTETEY . TOEMEETEH L, 200 mL &
i =47 T A2 A, K20mL (FZEEIL 30 mL) & h0 %, 30 ZrfFFE%.
FIZT7 & hr100mL ZH0 %, 30 Arff# 0 IR CTHIH 9%,

200 mL OEETY T A az7 7 —F}o FIC@ES, iz A (5 B) T
Wsl A L7cte, D =MA7 7 A a RIS ZIERT & F> S0mL THE L, [F
RICESI AL, HIZRET7 T AaDERETTE M Z2MR 5, ZDHK 40 mL
Z 200 mL O T BT T A 2 TIEMITAIL, 40 °C LU T ORI THI 4 mL F THIE
BAREL. BT LR TICHET 2 EHATIR & T 5,

BT BLER L BRI E S A Y U s T A (20 mL EREEF) EHIZ AL,
RENRIEDO A > TN 272 T 7 7 A3 %/K 5 mL THIF L, BEREZ T 7 A2
7ot 5 EET 5, 200 ML ORI T T A 2% 07 A0 FIZE S, REHAK
DANS>TWERTIET T Aaz~F% 2 10mL $OT 3 [EWH L., Wik zER D
TAIINZ, WREDSFTETARO FIICET 2 E TR FLTE 2 ) 7 = V2
SHDH, HIZA~FXH o 50mL 247 A2z CRERICIEH S ® 5, BEHIKRE
40 °C LA N ORI TIZ & A CRLET 2 £ TRUERM L 7o, ER8 T A%k > TH
32,
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vrua~dthr =78 (4+41) 10 mL & ERECINZ TEREMEZE L,
1,000xg TS5 pfiEOLDEEL, EBARE AT T 07 42— (£L£2 0.45 um)
TAHBL., BT LRI ICHET 2 3EHATKR &+ 5,

BT HAE N REHAKR 5.0mL A ViIRE s u~ T 7ICEAL, B2
7 MR T D5y A 100mL D7 AT Z 2 225 E L, 40°C LLF DK T
& A CHIET D E CRIERN L2k, EFH A&k CHET 5,

XY SsmL M CTEREDZRN L, 7 L N 2 30EHE K & 9
Do

FNREI v~ N T T 7 40— B

BT A AFLUVE AR P UREAERS T L (R 20 mm, B
S 300 mm, A7 15 pm)

H—=FHBFL : AFL PR P U RBESEN T L (RN 20mm, B
S 100 mm, KL 15 pm)

wOBE WA Y TR (4+1)
i # : 5 mL/min
4y B W 43 75~105 mL
T RLE N ARTABY TR T AI =T A (910 mg) F2EAFY L5

mL CHEHT 5,

REHEIRZ I =5 7 DAL, REHEIRDO N> TWe e T T 7 A ak %1
YS5mL O T2 EESHL, WRANEKI =87 AN, KEAFTTAKO L
UWHICEET D E Tl S5,

50mL DR THT7 T A% I=NTLOFICEE, ~FHhor—7F L (17+3)
I0mLZI=A T LMz TEa)F 7= 2EHEE5, WHIKA 40 °C LT
DKW TIE L A EHEET 2 F THRIERME L 72k, ER1 T A2k THRET D,

AL 1 mL 2 EMICINZ TEREMEZBEN L, TR a~< N7 7 78 &G
FHZ X 2 MEICHT BRI & T 5,

A7 va~ N7 I 7HEGIFHCE2HE SR EA OS2 ;7 = VY
B 2UL A7 v~ N7 7HEESHFHIEAL, BIRA A U7 e~ b
77 LGS,

HIES B

(A7 va~< ~T7Z 7%5)

71 7 A EBAERYF Y ET )TN BNV T == —
BN AF IR vaXHra—T 4T N
0.25 mm, X 30m, ME/E 0.25 uym) *3

* ¥ U ¥ — #H Z:He (1.0 mL/min)

WO & A B ATYU v LR (609)

OB E AN E R B 250 °C

J1 7 A A & .80 °C (1 min f£FfF) —F-iE 20 °C/min—280 °C (10
min {5%+£) —300 °C (10 min {%£F)

249



250

(B EOHTEHER™4)
i i g5 o VU EARAYE BT R
A4 & v b EErAAU (BD &
A H—T = —AJEE 1 280 °C
A4 F v PR FE:230°C
A4 A v b B £ :70eV
T =X — A X EEAA L mliz376, fERA A miz 238
at 1 BONTERAA U7 e~ N7 7 L6 — 7 EELZ RO THRE
MEER L, fEthovra) 7o v BEREHT S,
£ 1 Chem Elut (Agilent Technologies ) M IXZ i E[FZEDH D
2 Sep-Pak Plus Florisil Cartridge (Waters i) (24 72 F&D U H— 3 — %
FELELbOXITINERIZEDO LD
3 Rtx-5MS (Restek ) I Zh &FFEDH D
4 GCMS-QP2010 Plus (SEERERTHRL) |12 X 5 5141
(%) HiEAN) T —va v
< IINENN R e ORI U RS BE

. ; WINRE WNENY . (§OR U RS B
PR ORH (mgkg) L (%) RSD, (%)
PR IR B B A fl et 0.01 3 106 31
0.1 3 97.2 3.1
LA A4 E B A fE 0.005 3 99.4 10
0.01 3 105 6.7
0.1 3 109 4.6
NG 0.01 3 98.2 55
0.1 3 91.5 5.2
EobAZL 0.01 3 97.7 8.9
0.1 3 90.0 6.9
AT TR 0.005 3 89.0 7.7
0.01 3 96.7 4.0
0.1 3 101 8.7
I [FFAR
e \ ot EHIE OWRONEE RINEN R see Uk SEEERE
PROTR  wes ws% (mghg) () RSD, (%) RSDy 8 O
SR R A 9 0 0.1 98.0 3.9 11 0.50
FATTAR hE— 9 0 0.1 89.6 7.0 12 0.55

& MR R —BREIC L R AR 0.005 mg/kg
&ET@( —RBREIC X DR B 0.001 mg/kg
(%) 7ya~ 7T L0

10 11 12 13

{RI505R8, 55
AmEE GLAGSFEARAFAMICEaIYFTIzoELT
0.1 mg/kg EHEFM) DU/ AT TS A



170 B RuX o VX% —1
170.1 &k 7 v~ 77 7 ERByHratE
(it F RAPH : fdo B L OBIK)
A HEOHH

ERefxyA Y8y — VIR e Y4y —b [CHsNO,) 25
mg Z 0.01mg DHIETEY, ZOHEZFIFK L, 50mL DEET 7 X 2T A,
T EMZTENL, BFICERETTE 22T Fasv A Y54
—VEHERG 2T (Zof1mLix, B Raxyof Vx4 — L 1L T05
mg =& HT %, ) o
EAICE L C, BEREFR O —# 2K CIEMRICAHIR L, 1mL Fick Faixi o
VXHY =& LT 5400 ng ZEHTHHADOE Fafi a0 Y x4y — LK
a2 5,

B & =3

h H SHTRREF 10 g 2 0.01 g DHTETEY . TOHMEETLH L, 300 mL O
i =7 7 232 Ak, AK30mL (BKIZ20mL) ZMN%x. 30 flEER, &
27 h 120 mL (BLKIE 100 mL) Z0Z, 30 s f#R 0 B Tt 4%, 200
mL ORFET T A% 7 7F—F}IOFICES, MK E T T A AT c
FlAM LT-th, O =A7 7 Aa kOIS ZIERT & F v 50mL THd L, R
WS AT 5, BIC, RRETVIZAIDERETT R N ENA D, DK 20
mL % 50 mL O T 7 7 X T TEMICAIL, 40 °C LA FOKE T 3 mL GUEFR
A THL5EIEL 2 mL) LT £ THUERME L, KB 530K & 3
Do

Wil BRI A,. o Uik MY U A5 (45~5.49) & A7z 300
mL D4R A IS A%, REBHAKD A > TWERTIET 7 2 2% 2 %iREEK
FFT MU U LR 40 mL THE L., KA SRS A IZHbE 5, BT, ~F
40 mL TYE L., FRRICTRIR Z 2R A ICGbt 5, 2iRiEFA %S5
BHE D IRE-%%EL, KE (FE) % 300 mL O3} BIZ AN D, 6 mol/L
W EZ R BIZIA, pHZ 2L T E Lctk, BIZY=FL=—7 /1100
mL %, 5 oIV IEE-%EFEE L., KE (FE) % 300 mL O 5k}t C
Wz, vxFrxz—7E (BEE) #2300 mL D=7 7 A3l Anb, Y=FI/
T—7 /L 50 mL % 3ESF CIZ AL, S o MIRVIBE - #EEL, KEzfiTy
TFNT—TIVBEROZMT7 T A CEbYD, VRFLT—T VEEERED
e~ U A (JEK) CTHAKL, 15 2FE L%, 300 mL O3 T7 7 X2
IZAMK (5FE A) THBET D, KO T7 T AazbEOYZF LT —T )L TH
L, WERELOAH (S A) 2B L CAHAREADYED, AKIZK 2 mL &
Z. 40°CLLFOKIB TR 2mL £ TRERMEL, EEIT ALK TV FLT—
FNEBRELEZER, PEOKT SmL DEET7 T AaIIBT, Lo+ HT7 T 2
ax/DEOKTERGE L, kA beitk, BICERETKEMZS, ZOHED
— AT T T 4 NE— (FLFR045 um LU F) TAHBL, ks~ K75
TEESHTFNC L DHEICHET 2R & T 5,
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Wik a~ 777

HEDHEHI LD E

AEHRIR AR O R Y &3

V= WIEHERAS 5 pL ZiRiA 7 n~ b7 T TEBOIEHIEA L, BIRA A

Horuoe~ 7705255,
HIESM: Bl
(K7 a~< b7 7%8)

7 5 ;
Vs i -
" i
77 A MR K
(B AT M)

i " ue
1A v e

FTTA Y =HR

Bz e H 2
t— k7 my 7iEE:
C D L R B

T =4 — A4 F

0.1 vIV% X i —

ARV E= AT va— T A (NE46mm, EX

150 mm, HKifE 5 pum) 2
AH ) =) (3+2)
0.2 mL/min

: 40 °C

DU B AR Sy AT R
Tl ha AT —AFMkE (EA 4 E—
K)

: N2 (1.5 L/min)
: N2 (10 L/min)

200 °C
250 °C
m/z 100

OB BonmBRA A v/ o~ NS AL Y- EEXITE S &
ROTHREMEER L, REFOE FrS A VXYY —LBEHTTD,
& 1 GFP-95 (Ml IHEUERTE) I EFFEDO LD

2 MSpak GF-3104D (LY ;> 7 #8) XXZhnEFREDH O

3 LCMS-2010EV (FEBERTR) (1 X 5 G-
(2E) SHEANY T —va v
- WSHNIEII R f OV IR LA
VR

L PRIIEL R AR LA R

A O (mgkg) ~ PRE (%) RSD, (%)

a1 0.05 5 89.7 4.7

1 5 714 9.9
fab 52 0.05 5 78.7 9.6

1 5 80.0 11
WK1 0.05 5 86.9 2.9

0.5 5 95.5 9.8
k2 0.05 5 94.1 7.2

0.5 5 82.2 7.6
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EAEEN

Fast At WSIEE RMNENLEER snUiks  SH T

RO wan s (mgkg) (%)  RSD, (%) RsDy () O
b 51 8 0 0.5 69.9 4.4 9.6 0.51
fab b1 8 0 1 68.8 39 7.9 0.47
fi 52 8 0 15 69.2 4.0 9.6 0.60
Bk 1 8 0 0.1 78.5 6.1 13 0.60
K2 8 0 0.25 78.3 5.2 9.0 0.44
K3 8 0 1 77.9 6.3 9.9 0.60

- EE MR (HE—RBREIC L SR Bk 0.05 mg/kg

- BRI FRR (R —3RBR I K DR AUEFR 0.02 mg/kg
(%) 7u~ 77 Lfl

A B
= f

= oo | gy

N &0 [l Ho '
fi, . > [
rﬁ%‘ 10000 | M o000 |1
e - ﬁh A

12 14 18 8 20 22

{3305,

BREBRRUANEHMOIOT LTS LA
A HEVER (B Rafi o V&%V —L & LT 200ng/mL)
B : WMEE (Fibbict Fudid Y4y — Lk LT 1 mgke 24 RN

12 14 18 18 20 22

Eisii Ry

171 7= FVU
1711 BIROT A7~ N7 7 7 EESIFHI LD —FoiriE
HBI3HLICK D,

1712 vl z2nuA RREIKOF 27~ 7T 71255 REHISITE
o221k B,

172 v_Rg=L7 h%I K
1721 k7 a~ ~7Z 7k
A HEOHH
1) EXe=/L7 hF v NEER EXr=/L7 FF% R [CiH30s) 20 mg %
001 mg DHTETEY, TOHEZFFHEL, 100 ML ODEFET T AT AL, A X
J—=NVEMAZTENL, BIERETAY ) —EMzTeXa= 17 hF R
EHRFRET D (ZOW@ImLIEL, EXa=1LT7 b RELT02mgaEAT
%o ) o
EAICEE L C, EEEFIR O —5%Z A ¥ /) — )V CIEMICHAIR L, 1 mL Hlz e
BT hERYRELTOSS5ug 2@ AT 28RO =)L7 F& v FIEEEERR
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T 2,

2) WEMETNAISF AT Lru~ NTTT7RHERET VI (kifE 63~200 um
(230~70 A v ¥ =) ) %1% 105°C T 1 B2+ 5,

3)) T A~ RTT L BT A~ 73T L (RifE 74~149 pm (200~100
Awia) ) H2% 105 °C T 1 BT 5,

B & 2

iid H SHTakEL 40 g 2 0.01 g DHTETED . TOHEEFLE L, 300 mL @
SYEIRHC AL, A% 7 — 100 mL 2%, 1EERHE D IRETHE L, AHt (2
i) CAHBL., KRICHT 23R E T 5,

ko B BCEHAW 25 mL & 100 mL D72 IE 7 T A 2 ([ZIEREIC AL, 50 °C LL
TOKET 2~3 mL £ TRERME L., BfEK%Z 100 mL O R}F A IZAILD,
DRI T I ARV EOAZ ) — L THEF L, RREDTERF A ICEbY
7ot ERSE Alc~F P 50 mL R ORI R U U AR (10 wivde) 50 mL
EMNMzZ, WMLUIRV RS- %EHET S, KE (FE) % 100 mL O 43k B 12
AL, ~F g (B8 2=A7 723l Aivd, mikE}F B iIZ~FH 2 50
mL 1z, FBONICIRVIBE % EHE L, KBEZ0WR} AlcibyE, ~x+
VRBENEO AT T A A bED, ~FY 2 50 mL 2 oiES A CnZ, 2
RVITIRV BT Z#HEL, KEZHE T, ~FHUErkko=A772aizadb
o, ~FHPUBEEAEROMBT MY v A (BK) ThikL, 200 mL O =7
TAAGRARTHBT D, HDO=A7 7 A aKRA|ENER D ED~FH
THH L, WREEOAREEL THRE ALY, 7 LB 5 R EHA K
L5,

717 KALER fiifgr hY oA (MEK) 29 (1.8~22¢q) . HEMETLIT 1 g
(09~1.1q9) . ¥ A~ x> 7 A 1g (09~1.1g9) MOWIEET ~ VU 74 (fEK)
2g (1.8~229) #ZxhZEn~FTH BT T 7 4% (N 10mm) (IZIEK
Tt LiIAA, W NFE TARIO Eimnns 3 mm OF SICETHETHRESE, 17
LT 5,

RENAR & 71 7 DAL, BEHERD N> TWe =A 7 7 A az/bao~F1
YTEH L, R AE T LT A ., WIEA R TAFIO L5 3 mm O & S 2
THETHHESED, 100mL ORTITITATZ T LD FICEES, ~FH
—7muakR/s (1+41) 50mL #2577 AZMATENXR= /LT h% ¥ REHEHS
w5,

W% 50 °C AT ORI CTlE & A CREET 2 £ TRUEIRM L, HIZEHRT A
ko CHLE L7ctk, AX /—/v 2 mL ZIERICINZ TEREBEYEIENL, AT
T 4 NE— (FLEE 05 um LAF) TABL, Wik a~ 7T 7 4 —i2fit4
HREHRR E T 5,

W7 a< 777 40— BREHARKOEEXT =7 b %2 FEERS 20 UL
BRIk a~ N7 7IZEAL, 7a~v NS T A ERD,

WIESM B

B R aotkibds (R R 0 294 nm, @O R 326 nm)



T AN A TETINTI N Y TV A (NR 46 mm, KX
250 mm, Kifg 5 pum) 3
wOBE R AX ) ——JK (17+3)
it 1.0 mL/min
R Bohksue~ N7 AnDLE—7E S UTEME RO THRERZE
KL, o rXRo= L7 by REEZHEBT 5,
£ 1 Aluminiumoxid aktiv basisch Art.1076 (Merck ) Izt FZEDO LD
2 7we Y Y (Floridin ) XiZZh &FEDH D
3 UNISIL PACK 5C18-250A (Y —= /LA =28l (RFEHKT) ) EIZh
LIRFED S D
(B%E) piEAN) TF—va v
< IINENN R e OVER U RS B

I B AIMEIR Rk UK EE

BN O (mgkg) b (%) RSD, (%)
T a7 —EE %R A R 0.05 3 84.7 7.4
0.5 3 84.0 1.6
1.0 3 83.0 2.2
EEEN 0.05 3 80.4 17
05 3 83.3 40
1.0 3 83.9 0.8
<A 0.05 3 84.1 24
05 3 80.0 23
1.0 3 80.1 2.5
- JLFE R

SO T FahEd EHR ORIEE RNENER  smmge s SHESEE
! T BES RES (mglkg) (%)  RSD, (%) RSDg (%)
7 a A T T RO 6 0 0.5 02.4 2.9 50 0.28

(%) Zu~ s7 T L0

HorRat

W EREE

|
3 _"Jf"_

{RI503R0, 55
EMEAE (REMAMIZEROZJLITFEFIRELT
0.5 mg/kg HEEHRM DU/ AT LTS LA

173 ©vXRorA
1731 BIOHF A7 u~ 7T 7 EESIEHC L D —Fo0riE
31X A,

174 v X b
174.1 WK a~ 75 7% 57 AEBSHTEHE

Gl HEDH - fido & Rl FE M HLE R K UK )
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A HEOHHE

|l S N w S i 133777 A hr Y [CioHuNsO) 25 mg % 0.01 mg OHrE THE
V. TOBMEEFE L, 50 ML DT T T AT A, AX ) —EINX THEN»
L., FICHE#BETAZ ) — L EZMATEA b DU EYERKZ RS S (Z 0K
ImLiE, XA Pt LTOSmgEEaflaT 5, ) o

EAICEE LT, EEFREO —MEK— A%/ —/ (7+43) TIEMEIZHRL, 1
mLFIZERA R Yy E L T0120ng 50T A DO A b a ¥ R %5
WD,

B & =

T i IHTEEE 10 g 2 0.01 g OHTE TEY . TOEEZFEE L, 300 mL &
R =M 7 7 222 AfL, K30mL CBKiX20mL) ZMx, 30 srEER, &
(ZIREE T ) 7 MR (Twivo) 5mL TN A & 7 —/1 120 mL CBLK i 100mL) %
Mz, 30 ZRIEVIEECHiH+ 5, 200mL O&RT7 I 2357 7F—FKIDF
ICEX, itk E A 5 B) TWSIAE L%, KO=MAT7 T AaROES
ZNER A & 7 —/L 50mL TYEE L, FERICKSI AT 5, BICEET 7 A2 D
METAZ ) —VENMZD, ZOHK2mL % 50 mL O3 7 7 22 |ZIEMEICA
. AK20mL ZMNZ T, BT 2T 2R BHAIKR E T 5,

71T NRLERTE L F o E2TFN ) BV =H T A (500 mg) 2 A& A
% = 5mL K OUK5mL TIEREEGT %, BB EZ I =7 7 JZ AN, K
NRETABIO LI ET 2 FTHESES, 1I0mLOEBET7 I A% I=8T A
DFICEE, REHRED A TWERTIE T T AarkK—A% /) —/ (7+43) 4
mL F2T 2 F¥EF L, WK EZIER I =0 7 A4, WRiEN £ TARIO Lz
ETHETHMFFLTCERA MY U2 RHSELHS, 287 T A2 OERE TK
— A% )= (1+3) Zz, K7 e~ N7 I 7207 AREBSHRHCE D
HEICHT 23R &3 5,

WRik7a~ 7778207 DAEESHEHZL2HE HEHAKEKOEEA b
DU 5 UL iRk a~ 7T 7 X T ARV ESHTEHCIEA L, EIR
It 7 v~ N 77 5%155,

HIES B

(k7 v~ 77 7H)

71 7 Lo F BTN I ISV T A (MR 2.1
mm, £ & 150 mm, KifE5um) *4
B At W& 2 mmol/L FERR T > &= DRI — A X ) — )b
(4+1) —15min— (1+1) (5 min f&%F)
it # : 0.2 mL/min

7 A fH R FE:40°C
(& v F DTV By M 35T 5)

R H Fr 0 U BRIV S AT B
A4 F v fk Eixlv 7 AT r—AF414k (ESI) & (EA A4~
£—K)



A4 A v JR IR JE:110°C
TINNR— g U HA
Fr 7Y —EE:
v 0 A
==
E=N

1 kv

s

s

—

£
al) Vg g F—
®T =% — A4 F
* AN YrORESM

N

: N2 (50 kPa)

TERDOELEED
TERDOEED
TERDOELEED

: N2 (800 kPa, 400 °C)

VI —H— FAT Nt S .
WiExtgmE A A e BT TRLX—
(m/z) (m/z) (m/z) (V) (eV)
o . 105 — 35 20
v AREY 218
— 78 35 40

At
T
1

2

Jon
B
I=R
==X

BONTEBIRISRT 7 v~ 7T A0 6 B— 7 I XX E S 2Rk
WMAEER L, REPor A v rBaEHT 5,
PEEIE 1 mL/min F2E L35, HEICG U THSI~=h—V RZHEHT 5,
InertSep Slim-J C18-B (Y —= /LW A = 2 H) [T Y2 BKED Y P —N

—ZHEELZLOXITINERZEDL D
3 WENHEFFCEX WAL, MBS U T EEKEIC X D [ EET B,

4

Inertsil ODS-SP (¥ —=x L4 = 28) Xz R%EDE D

5 ACQUITY TQD (Waters #) |2 X % £/

(B%E) GIHEN) T —va»
* BOMENR R K OVl U kg EE

e ; WIRE .. WNELHE R UK
RO gkg 2N () Rsp, ()
fino b 0.01 3 89.3 3.0
0.1 3 90.0 1.2
1 3 87.1 0.7
Filh & B2 AL £ ) 0.01 3 88.4 9.8
0.1 3 91.2 8.5
1 3 88.0 2.3
K 0.01 3 94.2 6.1
0.1 3 9.8 3.7
1 3 97.0 1.0
e S it mHR RIEE FMENCE  spisag UiE S BRI
PRHOTR s wEH (mgkg (%) RSD, (%) RSDs (6 O
b 8 1 0.1 90.7 1.8 6.6 0.30
K 9 0 0.1 92.6 2.9 6.8 0.31

- EE TR (HE—RABR=IC X DHER)
< B PR (B —RABR=IC X D HERR)

B 0.01 mg/kg
B 0.003 mg/kg
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(2%) Zu~ 77 L0
A B

= E0RE
oF

5

6 8 10 - & 8 10
#3305, o7 EEEikir )
ZEBRRUGAMEABDOIOT NI S L
A ERER (BEA hr Yt LT 10 ng/mL)
B: WK (Febolce X haev & LT 1 mgkg fHYS &IRM)

175 9%y 7=

1751 = AT N7 ZOMDRBEIEORE I v~ s 77758 7 ZEREGHTEH
& % RIRES AT ik
FIH 181k D,

176 ©7 U x—Fh

1761 T A7 HINTZOMDEEDOWERE I v~ N7 7 75 07 MUVEBESHTEHT
& D[RR AT A
W38Tk D,

177 ©IOVX T = FH
1771 BIEOHF A7 u~ 7T 7EEOIEHT L D —FoiriE
3L A,

178 v Y H R
1781 BIDOHF A/ u~ 7T 7EEOITEHT L D —FoiriE
HI3HiLITX A,

179 U TFHNLT

179.1 FFX VT 7 v AR ZOMDRIEDWKE s v~ N 7T 7% 07 NAE &S
FHZ & 2 R AT ik
F3H 2012k B,

180 v 77Xy 7=y

180.1 BIDOHF A/ u~ 7T 7 EESNEHTL D —FoNriE
31X A,

258



181 vUIHh—7

1811 7YV HF LA M UZEOMOBEBIEOWKR a~ 7T 75207 KNG EBIHT
FHZ & D[RR HriE
3 1212k D,

182 BV /RNy 7 AFN (B RNy 7 AF0 (ER) ROEU I/ Ny 7 AF
v (ZAK) )

182.1 A VH A UyZOMORKOWEIKRI a~ N7 T 7% 7 ZNVEEGHTE
2 X DRI AT
W32k B,

183 B U IHRAAXF)L
1831 BIOH A/ u~ 7T 7 EESNEFIICL D —FoNriE
I3l A,

183.2 HHEY VREHKDOH R/ u~ NI T 7L BRERSE (F0 1)
W24k B,

1833 7B UV HRAATFNLVERE Y IHRAATFIVOHT A a~x b7 7 72X 5IHE
R A IRFA
H3Hi 251k B,

184 v ooy

1841 =F 77— N ZOMOBEEDERE s v~ N7 T 7% 07 AREESHFHCXL
% [RIRE 53 BT
HIH 1912k B,

185 vr7rmyy v

185.1 BIHDOHF A7 u~ 7T 7EENIEHTL D —FoiriE
HI3HiLICX A,

1852 HAZ v~ 7T 7k

A HECHH

v 7 m Y [CiaHeCIoNOs) 20 mg % 0.01 mg @
HiE TR, ToKEEEHL, 100mLOEET T 2AaiC A, 7% k> 20mL
EIMZTEHENL, BICERET 224- NV AF A Z o ElizCer )l
VBRI AR TS (Zo@1ImLiX, Brrmay YL T02mgEEAT
%o ) o

AL T, EEFIKRDO % 224-F) AF AL H =T hr (4+41)
TEMICHRL, ImLicer7ny )2 LT0012ug 25/ 55m0E

1) vrruyV  AEEER
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yra ) SRR TR 5,

2) A~ T RxTT A BT AW~ 732U L (Chift 149~250 pm (100~60

Awia) ) 1% 130 °C T 16 B salg§ 5,
B = 2

il M oWk 5~10g 2 B At E TREY . ZOHEE7 ek L, 200 mL
O =ZAT7 T A AN, K 15mL 2L, 30 oMEFER, HicT &
F 80 mL ZhNZ., 30 H#EVIEE Tt T 5, 300 ML DR T ET 7 A2z~
7RI} OTICEE, fitigke A (5 B) TRSIAE LTcE, EO=MA7
TAAROFESENERT & F> 50 mL THE L. ISR ABT 5, Az
40 °C LL R Ok TR 15 mL & THRUERME L, kT FY v A 59 (45~54¢9) %
Mz 71T HAER TS 23 0BHATKR &3 5,

T LE T RENRIEE SN A Y o+ T A (20 mL RFER) T2 AR,
55 ET 5, 300mLDORTIET T A% Hh T L0 FICES, REHRIED A -
TWeRTIET7 I 2Aaz~%H+ 2 10mL F2 T3 RIVESE L, EIREZIER T T LI
Iz, REHNSFECTARIO EMICET 2 E TR FLTEY 72y ) VERHSES,
BAZAFH 2 90mL 24 7 LI TRERICE I S, K% 40 °C LLF DK
WTIEE A CTLET 2 E CRIERME L%, BT AE%-> CHET5, v7on
~FHF =T R (7+43) 10 mL Z BRI CTEREDEZEN L, AT T
T4 H— (FLEE Sum LLF) TAB L7, 07 HAER 13 53 EHA TR &
T 5,

71T LALE ABHAWK 5.0 mL 24 VigE s~ 7T 7IZEAL, B n
VU UBNERT DM 4% 50 mL D27 T A 224 E L, 40 °C LA F ORI T
& A CHET D E CRUEIRM Lo, EFH A%k CTHET 5,

AFY -V F LT =T (49+1) 5mL N CEREMERN L. 1T L
SLER NI 23 2 EHAR & T 5,
TVRE I~ NI T T 40—
T A AFLUVESARUBUESES T A (N 20 mm,
£ & 300 mm, Rifg 15 pum)
H—=KBTL: AF LI AR URESEDT T L (FE 20 mm,
£ & 100 mm, KifE 15 pm)
WO W v rundyr -7k b (7+3)

i #H : 5 mL/min
sy HU HE 4y : 60~75 mL
H T HALER N FAB~ 7 37510 g (9.5~105 9) ZA~FHP B ST

7 L% (A 15 mm) (23 LIAZ, KA FETAAIO B s 3 mm OF S
ETHETHHSE, V72505,

RENA & 5 7 DA, BEHRIRDO AN > TR T 7 I A az~FHh o —
CrFom—T /L (49+1) 5 mL o T 3 mIEES L. WIKAZNER D 7 XS,
RN TR TAKIO L s 3 mm OESICETHE TR ST D, B~ ¥
— YV F LT —T/b (49+1) 30mL = H T ANz, FEEEICHE S5,



200mML ORTIBETF A% BT LD FICEE, ~FHhor—Y=Frz—7L
(17+3) 80 ML #H T AlCMz Ty 7 uay U U RS, WK% 40 °C DL
TOKIBTIZE A EHET D E CTHIERME L7cH, ERT A2k TiET 5,
224- N AF N2 =T R (4+41) 5 mL & EREICINZ THEEY T
MWL, A~ 777 4 =TT 23 BHAKE T2,

HAIa~< NI T 74—

REHAR K OF B 7y ) RS 2 uL 2 0 A

rua< NI 7IZFEAL, Zua~ NI 858155,

HESRM B
fR H &
7 7 VAR

¥ U v —H X
AATT T A
< S = SV DS
B o, H =
AOB 8N
OBk N R L
7T bR

o & IR BE

TNT Y BA A bR TR
WAy eIV —h T 5 BTV 7 2=/L—95%
CAFARY vaFxHhra—F ¢ NEL0.25 mm,
R &30m, JEE 0.25 um) *3

He (1.5 mL/min)

He (30 mL/min)

: Hy (3 mL/min)

WL 725, (140 mL/min)

27U kLA (605)

250 °C

80 °C (1 min £&¥f) — F-il 20 °C/min—280 °C (10 min
RFF)

280 °C

i B Bonfzr/a~ N7 7 A0bE—7 @B ImEEZ RO THhERE
e L, et oy ) v BERIET S,
E 1 7m U2 (Floridin ) XXZh &FEDEH D
2 Chem Elut (Agilent Technologies ) XTI Z L L [RED H D
3 DB-5 (Agilent Technologies ) XiXZi & F%EDEH D
(23) HEAN)TF—va v
« IINENN R e OV U RS BE

AN AOMEIR ek UG EE

RO (mg/kg) L (%) RSD, (%)
995 B AT EL A AR 0.25 3 84.0 8.3
0.5 3 91.0 48
1 3 80.3 7.6
AR IEE H B A i k) 0.25 3 86.0 35
0.5 3 91.3 6.7
1 3 92.0 6.1
TIT 7T 7o~A 0.25 3 82.3 9.1
05 3 86.7 8.7
1 3 84.0 9.7
S s AR FEAIRL URINIREE WRNEISCR  rviiE U SRABL
PROTR  wes wE% (mghg) (%) RSD, (%) RSDs 6 O
PIRIET I & bt 6 0 0.5 85.5 33 9.4 0.51

- EETR (E-HBR=IC

& D HfE RS kR 0.02 mg/kg
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(%) ru~ 7T LH)

\ *

= 1\ y 1!

10

5
{FIF0RE

AmER (REBEREAfFAMICEY DYy ELT
0.5 mg/kg HHEEARM) DY/ O LTS LA

186 74 7=/
186.1 Wik v~ T T 7% T ARVEESHTEHIE
(768 FH 6 pHE - el

A HEOHH

1) 74 7 o= VEEURERR 7 4 71 =)L [C12H4Cl,FsNsOS] 20 mg % 0.01 mg D7
EFTEY, ZoOHEAEATHEL, 100mL ODE®ET T AIICAN, T 22
TEML, BICHERETTE b 2MATT7 4 7 e = VERFR 2 #H+T 5 (2
D ImLIE, 74 7=t LT02mgZzahlH+T 5, ) .

AL C, EHFIRO —EZ A X ) — )V CIEMICHR L, 1 mL Fi27 4
Tr=) b LT1~100ng # 5 HTLHHAD 7 4 7 a = ) UEHER 2T 5,

2) 0.5 mol/L U > B ik U UBRKFE Y L5277 g (52.65~52.74 g) KON
Uk KFEHY 7 A302g (30.15~30.24¢) HE - TAKS00mL IZENL, Vv
fe (1+10) SUFKEIE S U 7 29 (1 mol/L) Z W T pH % 7.0 IZFHE L 7=,
HIZKEMZTIL &5,

B =

il o obretkl 10g (B, fib b R ORGEAEIEHE 5.0g) % 0.01 g D
HiE T (B2BE, b o R ORI EAETEHE 0.001 ¢ OHFTET) &Y. TOME
ZEigk L, 200 mL odfe =47 7 2 a2 Adv, K15 mL 2z, 30 5 EFHER .
HIZT7E =Y 100mL ZH0%, 30 7RV IBE CHitH7 %, 200mL D4 &
75 RAa%T7 7 —RFONICES, ik E A (5 fE B) TRSIAE LIZE,
D=7 7 2afVEI NIRRT b=KY /L 50mL THF L., FKICES]A
W5, HIZ, REV7ITAAOERETTE b= M) VEMNZ, WKDEIAT
LHAEHRIR E T 5,

W E. REHAK 20 mL 2H 60 Utk FU oA 10 g (9.5~104 g) KO
0.5 mol/L U k&K 20 mL (FUEID MG 6 Th 35513 0.5 wivo KEg(LT
U 7 LE#E 20 mL) Z A7z 100 mL O 43R FICIEREICIN 2, 10 55 EIR Y EE
HRERET D, KB (FE) 2#%<C, 7 b= Vg (L&) % 100 mL ® =
77 AT AN, @EROMET U UL (K) THAKL, 100 mL O
7R TAHAMT D, EO=AT7 TR arbEOTE =M LTHHEHL,
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ek Z e Dffte B L CTAREEDLE D, AiKZ 40 °CUUTOKIBTIZE AT
B9 2% F CHIERM L, EXHAEE> CTHRET D, ~FTF 2 2 mL #1x T
BaiEinL, BT LMUEICHT 23 AR &35,

77 LA T 7574 MI—Ry,/ 2F LTI -N-Tae )y
UBZNVFEEI =57 25 (500 mg/500 mg) ' &7 & b2 10 mL L UAF 42 10
mL CHERGEST 5,

REHAR Z I =0 7 LA, WED R TAHO EIZETHETHR F S
Do ABHERD N> TNV TR 7 7 A az~FH 2 5mL §5T 2 FIEE L,
PR ZNER X =7 7 LTz, FRICIRHE S5, 50 mL ORI 7 7 XA a% 3
ZHTLEADFICEE, ~FH =T rY @4+1) 15mL =07 KIZMZ,
T4 T u = VR SRS,

I Z 40 °C LR ORI TIlE & A EHLE T 2 £ TRUEIRME L2, EHETA
ko CHIET 5, AZ 7 —/b 1 mL GUBFASRHCR . Rl D M OVFG F8 B A Al B
ThH%E1L 10 mL) Z EMEICINZ TEREBMZEN L, AT 707 40—
(FL2 020 um LLF) TAB L., Wik a~ 7o 7% o7 ARE ESHTFHT X
LREIHET HREEIR & T 5,

k7 a~ 777807 MEESHEHCEZHE  HEHEREA DS 7 4 71
ZVEEERS S uL 2iRIK 7 v~ T 7 2 0T ARV BONFHCIEA L, #IR
IStz u~ w79 5%155,

HIES B

(k7 v~ ~7 2 7H)

7 7 LT ETINT I U BT T A (N 2.0
mm, £ & 150 mm, HRifE 3 um) "2
T e W& : 2 mmol/L FERE 7 > & = 7 LAWK — 2 mmol/L fEfg T

VEZULGH AN ) AR (7+3) (0.2 min ££
Ff) —125min— (1+19) (2.5 min £££F) —2 min
— (7+3) (12 min £%Ff)

i i : 0.2 mL/min

77 A fE IR FE:40°C

(% 7 KAV B ATt ™ ?)

s &5 o DU EMARE oy HT A

A4 A v qb EizvI rrATL—AFkiE (A4 E—R)

A4 A& v P R B 120°C

FYNR_— g A Ny (700 L/h, 350 °C)

¥y v 7Y —®E:25kV

o — v F % :N; (50 L/h)

a2 — v E OJE:TROLEBY

2 ) g o H A Ar (0.25 mL/min)

aJ Vg R FX— FEOLEEBD

T =X — A F v FTREOEEY
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£ T4 LORESM

TYH—Y— TaF g A F - aYYay
SHI| == Lo =] = = b_ﬂ‘\/:: j: N
W G T VI Y v R
(m/z) (mfz) (mfz) (eV)
) 330 — 15
T4 7 H=)b 435 25 _
250 30

H B AL EERNSREZ e~ N T AN E— 7 R EE S Bk
THREMEZER L, BREFO7 s o=V E&2HHT 5,
£ 1 InertSep GC/PSA (V—=x /YA = 2H) iFzntREDH D
2 Capcell Pak CIS MG IT (KB Y —##) Iz EFH%ED LD
3 ACQUITY TQD (Waters ) (2 X 2 &4
(2E) HENY T —va v
« WSINIENI 5 fe O IR UG

S 5 WINRE e wh RO UK E
spomm  TURE g ISR fos L B
% A i A e 0.0008 5 102 3.9
0.01 5 83.2 7.1
0.02 5 81.3 7.0
INE 0.0008 5 81.3 8.9
0.002 5 86.2 6.7
EovAZL 0.0008 5 91.1 12
0.008 5 85.8 6.6
0.02 5 90.0 1.8
TNT 7T 7~1 001 5 81.6 5.5
0.04 5 86.7 41
0.2 5 85.8 6.7
fa b 0.01 5 84.8 9.0
0.2 5 76.7 2.6
Filh 3 B £ 0.004 5 102 7.0
0.018 5 875 7.2
0.11 5 85.6 5.2
- JL[R]) FABR
s S HHhd THR O ORINEE BNEER s UmE  RREREL
ARORE gy mEn (mgkg (%) RSD, (%) RSDe (o6) OO
75 F Bl A Bt 10 0 0.01 82.4 6.2 9.0 0.41
4 R A R 10 0 0.0016 75.0 8.2 9.9 0.45
S = 10 0 0.002 77.6 7.0 8.3 0.38
TIT 7T 7 ~A 8 2 0.18 713 35 41 0.19
fab o 10 0 0.25 69.6 3.0 9.3 0.44
i 6 I ML f R} 10 0 0.11 68.8 5.5 8.0 0.38

- EE PR (R—RBREIC X DR B 0.0008 mg/kg (REAXEL, Fab b M
Ot ge el el (JElEz4)  0.01 mg/kg)

- R TIR (R —RBREIC L DR AR 0.0002 mg/kg (HLHCHRL, Fidb b &
OFBZEE AR (REZY)  0.004 mg/kg)
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(BE) ya~ 7T L6

A B
i
]
fi F
1 12 13 14 1 I 1I2 ‘ 1 3 - 1;1
{90578, 5 SH589RE, 55

ZEBRRUGAMEABDOIOT NI S L
A HERER (7 4 7a =)Lk LT 10 ng/mL)
B : WwINEE (S EHE AN 7 « 7 r =1 & LT 0.01 mg/kg FH4 &IRM)

186.2 BIHDOHF A/ u~ 7T 7EENIEHTL D —FoiriE
FI3H LIk A,

187 7x=FVUE)L
1871 B DOH A 7 u~ 7T 7EEOIEHTL D —FoiriE
I3l A,

1872 F7aF YV — KR 7=FVEADOHAZa~ 7T 7 &5 L AA
A IREA
33k B,

188 7 =xz=frusFtr
188.1 BIDOH A/ u~ 7T 7EENEHTL D —FoiriE
HI3HiLICX A,

188.2 HHEY L REIDOH AV u~ N T 72 KB RESNE (FD 1)
W24z B,

188.3 AHEY VREIDOH R v u~ NI T T BZRERSIE (FD 2)
H2HEi5 Ik D,

189 7= /%% =/L

189.1 F UV AR b ZOMORBREDWREK I v~ v 7T 75 07 LB &SHTE
\Z & D[RR oy A i
W32l 2k D,
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190 7= /)FFHNLT
1901 EIHEDOHT A7~ NI T T EHESHENC L D —FoiiE
w31k B,

191 7=/ KU v
1911 B¥oO T A 7 u~ 7T 7EEOITEHCL D —FoiriE
W31k B,

192 7= /)T HINT
1921 ANV ANKRTTURNT = ) TIAINTORKI o~ N7 537505
LAV BN R X B RIRE AT ik
H3M2IckD,

1922 HNANYALZFZOMDBIEOWKEK I a~ N7 T 72 07 ARV ESITFICELD
ELERARRES
HIHE 2312k B,

1923 H— A — FREKOEIK I o~ N7 T 72X BREESE (FO1)
HIH 212k B,

1924 H—NRRA— | NRBEIOHF A7~ b7 T 712 X5 RGSHTE
34X B,

193 72UV ALYy (ZzUAYYEERKRT7 =) LYV ZIK)
193.1 iRk v~ 77 7% 07 KRVE RSN RHES!
CEJHHIPH - fado & FaFe LA EL & ORLK)
A HEOHH
1) 7=V LY ERSERER K 7 x U ALY ER [CisHisNs) % 25 mg % 0.01
mg OHETEY, TOHMEETLEL, 50 ML OBBEEE T T 2Aa|Z A, Ttk
Moz CTENL, BICERETTE M 2MAT7 = U LY ERERERIK
TS (oK ImLiZ, 7=UAY EKRELTOSMyAZEAET 5, ) o
2) 7=V LY ZARKERER 7 x U ALY ZAK [CisHisNs) % 25 mg % 0.01
g DHIETREY, TOHEETHL, 50 mL 0BEEE 77 2AalZ A, 7k b
VEMZTEN»L, FIERETCTE M 2MATT7 2V LAY v Z IRERERR &
FELS 5 (ZoWE1ImLiE, 7=V LAY 2K LTOSMg A2 aAaT 5, ) o
3) IRAMEHR AL T, 72U LAYV EREEFREER 7Y LV Z
RIEHEJFE 4 1 mL %2 50 mL DG 7 7 A 2 (ZIEMHKIC AN, BICERETT
ThoEMAT, ImLPICT7 =2 LAYV ERERZEELTENLEN 10 ug &
AT ORAGEERE AN 5, Lo, BAOEERKO—HE2T7 2 F=F) L
—7k (3+2) CEMEICHRL, I1mLTIC 7=V LAYV EERKRONZEKE LTERAE
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10.1~50ng # B T 5 FIRGAEER 2R3 5,
B & =

il M okl 109 %2 001 g DHTE TEY . TOEMEAFEE L. 300 mL
Btttk =7 7 2 2 AL, K30mL CBKIZ20mL) %0 % 30 4y ) #HE 74 |
FIZ7 & b 120 mL CBKIX 100 mL) # A0z, 30 4rfE v iR T4 %,
200mL OE®|EY 7 A7 7S —RI}OFICES, fitikz A (5 # B) T
Bl A LT-th, O =MA7 7 2Aa kOGS &IEKRT & b 50mL THEE L, [H
RICWBIABT 5, FICEET7 T AaDERETT R N2 5, ZOHRD—
a7 b CTIEMEIZ 10 f5M IR L7z, i 2mL Z250mL D72 T K7 7 X2
IZIEREIC AL, K 20mL 2% T, A7 A3 2 50HAR & 35,

7T LAHLPRTE 2 G ZFIN Y M) BV =H T A (500 mg) R AT
T h=FUL5mL KOUKEmML TIAERGESRT 5, BRI E X =0 7 LITALL,
WEHA R TAKIO ESGICET 2 E Tl S ® 5, BEHEIRO A> T2~
FAaEK=TE = U/ (9+1) 5mLTOT2EBEFL. FEEREINEKRI =
T LITINA, FERIZHHE S 5,

10 mL OBORET7 T ATEI=NTLADOFTICES, 7 =M L—K
B+2) IMLZI=H T LM T, 7=V LY U 2RHESES, Bio, a4
BT AAOERETTE =M V=K (3+2) 2Nz 7=k, ZOKRDO—H%
5,000xg T 5 sl DoBEL . EBAREEIEK v~ N7 T 782 o7 MVE RSy
Bratic L2 @It 23 RAIR & T 5,

KR v~ s 757807 DRVEESHIFHI L 2HE BEHAR K OB IR A E
% 5 UL 27 ua~ N 77 78 07 DRV RBSHFHCEA L, BRI H
rua~ NI 855D,

WESME fl
(k7 v~ ~7'Z 7)

7 7 Lo AT BTN IR BT T A (N 2.1
mm, £ & 100 mm, HKifE 3um) *4

B e o 2mmol/lL fife 7 v = A—TE h=hKU L
(13+7) (14 min ££Ff) —1min— (1+9) (5 min
(ES5D)

b ;0.2 mL/min

K7 N fE R O 40°C

(% T BBV B TR S)

fi sl v o DU BRI By AT R

A4 F v fb v buRTr—AAFAbiE (EA 4 E—
N)

* 7 7 A4 ¥ — A A :N; (1.5 L/min)
LA H Z : N2 (10 L/min)
t—h7nm v 7 EE:350°C
D L & FE @ 150 °C
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= U ¥ =3 v H A :Ar (230 kPa)
A Vg rmRF— FROEEY
T =X — A F v FTEROEEY
#x T2V LYV ERKD ZIKRORIEST

T I Ty SYDE
W E R B A wE ez TR —
(m/z) (m/z) (m/z) (eV)
. . 132 — 21
T ULV VERKROZ IR 255 ol =

AR BonBRKGRHZ e~ N T AND E— 7 HRE UL X ERD
THEBREZERL, RETO 72V LAY VEREROR 7 = AV v ZIKELZ T
L. ZOE®EE 7= ALY v &ETD,

F 1 EEBREITER LIREBTIT S,

Pl 1| mL/min 2 & 55, LEICE LRSI ~=F—V REFEHT 5,

InertSep Slim-J C18-B (Y —x= %A = 2H) iFZh %D D

Inertsil ODS-SP (V' —= /LA = 2H) WX nERE%EDL D

LCMS-8040 (EESfEprid) (2 X % Sk

(BE) piEAN) TF—va v
< IRINEIER K OV U FS

LD A W N =

. . e S W . WOMENR = R LR R
TIN5y 44 OBk D A (mgkg) R L (%) RSD, (%)
7z AYUVER bbb 0.2 5 89.6 1.8
20 5 835 2.3
il 8 L B 4 0.1 5 90.9 5.2
9 5 84.3 0.7
SIS 0.2 5 85.4 7.4
5 5 88.2 2.0
Tz ALY UIE bbb 0.2 5 89.3 8.0
20 5 88.9 1.3
il 6 T L £ A 0.1 5 94.5 37
9 5 92.2 2.4
SIS 0.2 5 90.5 4.6
5 5 91.7 14
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EAEEN

Hhat  EmEHR ORMNEEE RNENGE  seger LR ST

N o o o
adidia AROHE gay  man (mglkg) (%) RSD, (%) RSDg (%) HorRat
T2 ULV Tbb 9 2 2 85.6 3.3 3.3 0.22
Ef& 11 0 20 91.2 5.9 10 1.0
e L 11 0 5 91.0 2.6 7.2 0.56
10 1 301 2.2 17 6.2 0.64
Bk 9 2 05 94.1 25 3.9 0.22
10 1 10 96.7 15 3.7 0.33
T2 U LYY Fbb 9 2 2 91.8 3.3 3.3 0.22
Zik 10 1 20 093.7 25 6.6 0.64
RSB AR 11 0 5 9.0 2.3 6.0 0.48
10 1 30t 95.9 19 5.0 0.52
K 10 1 05 95.2 17 5.0 0.28
10 1 10 97.3 13 2.8 0.25

& el (REC) 1259 2 U
CEE TR (H—RBREIC X DR OB (e R BT R L) T 4%

0.2 mg/kg
R FIR (B —BR I L D ERD) OB (FEFE A EHET R EZY) &
0.04 mg/kg
(%) Zrua~ 77 L6
A B
1T, 4~y 110000 1

= Hooe0 I i ﬁ 0000 |

ﬂ %}m | | ﬁ 70000 |

tH 70000 | | . ] |

N 50000 | | fiy 50000 | 2
|- [ ﬁ 30000 - |

ﬁ o [ I' ™ 10000 ' E

i 10000 ;U o

e w0 2 1 e w2 ou
EESIE L {F 330555

C

1= 11000 1 2 1 2LV ZiE

i soon0 “ 2 TTULUUEN

H 70000 i

Q 50000 1

ﬁ 30000 - [

™ 10000 N

-10000 +

{R1503R8. %5

BERRUVAFMEHOI AT T T L
AR (72 LY ZRKEONE R E LT 20 ng/mL)
B: Wikl (b o7V &Y ZKkE LT 20 mg/kg fHYSEHIN)
C: Wk Fboilc7 =V Ay v EfRE LT 20 mg/kg HH4 &)
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194 7 = AR FF L
1941 HHEY L REIEOH RV a~ T 7LD RBENSNE (FO 1)
W24z A,

195 7= T4 v
1951 B¥DOHF A7 u~ 7T 7EEOITEHICL D —FoiriE
W31k B,

195.2 HHE) L REIEOH R a~ T 7LD RESNTE (FO 1)
24T LB,

195.3 HHEY LV REIOHT A7 a~ T 72X DHRERSE (20 2)
W2Hi5 XD,

196 72 bx—k
196.1 BIHDOH A 7 u~ 7T 7EEDIEHTL D —FoiriE
FI3H LIk A,

196.2 FHHEY VREHKOH R I a~ NI T 7L BRERSE (FD 1)
W24k B,

196.3 Al L REHOHT A7 a~ N 7T 7L BRERSHE (2D 2)
W2Hi5 LD,

197 7= XL L— |
1971 BIROT AR~ N7 T 7 EESIFHIL D —FoiriE
HI3HiLICX A,

1972 VL zxuA RREEOHT A7 a~ b7 T 7128529 HE
221k B,

1973 7z AL L — RO N vDOH AT a~ 87T 712 % 5 RIS
H3Ei Ik A,

198 7o 7a)ry—j

198.1 BRI T A a~ 7T 7EESHEHC L 5 —F ok
WI3FilLIcK A,

270



199 77Ky
199.1 EIMEDOHT R~ NI T T EHESHENC L D —FoiiE
w31k B,

1992 vl znAg RRZREBIOTA 7~ N7 T 71255 ZMH0HTE
W22k B,

200 7H 74K
200.1 HAZ v~ ~7 T 7 EESNFHE

CEFHFIPH « o & FaFeMErL AR EL & ORLK)

A HEOHHE

1) 7974 NEERER 7% 74 K [CgHClsO2) 25 mg % 0.01 mg DHrE TEDY |
ZOREEFTLELL, 50 ML O2ET T A2Z AN, T M ZMx THENML, B
IEMETT B P Z2MATT7Y T4 NMEERIKREZRET S (20K 1 mL i,
THIA4 FELTOSmMgZEadHT 5, ) o

fEFICES L ¢, YRR 2 mL % 50 mL O &7 7 A 3 ZIEMIC AL, BI2HE

METTE P ZMAT, ImLFUICT7Y T4 RELT20ug &A1 5k % il
T5, ZORD—H =R RIEECIEMRICHRL, 1mL FI27H 714 FELT
0.002~0.2 pg *EZH T LR DO 7V 7 4 FEHERZFHT 5,

2) AR RNY)x=F L7 a—n (F¥y45300) 1mLiZ7 & hrzn
Z27T100mL & L, FICZDH 1 mLiZ~FH > 2z T 200 mL O 7 R4 5
WD,

B = =

oo HoWEEl 109 A4 001 g DHTETEDY . TOEEAFH L. 300 mL O
R =47 T 2T A, K30mL (BKIZ 20mL) ZA1x. 30 srfEEkER, &
27 & h 120 mL CKEKIE 100 mL) Z01z, 30 MR 0 RS T3 %, 200
mL O&E7 7 A% 7 7 —K}Io FIcEE, s A% (5 fE B) TWH
A LT, D =A7 7 A aRUOFEIZNART & > 50mL THE L, FERIC
WHl AT D, FIZRETZ T AaDERETTE N ZMR D, 20K 4 mL %
50mL D237 7 A 2 ZIEREIZALL, 40 °C LA FOKE TR L mL LR £ THIE
BAEL72%, AK5mL Z2MAThH T L0H LI 2RI E T 5,

7 NE L BB E LA Y U s T A (10 mL RE) TLic AR,
10 S E T 25, 200 ML DRTIRT T 2 3% H T L0 FICE X, REHRIK DA
STWERTETZ T ZAaz~xP o 10mL $OT3EPEHFH L, HKRENER T T L
Nz, WWHEBFETAHO ESRICETHE TR FEETT7H 74 REEHSE 5,
BIZA~FH 2 70mL 20 7 LA CTRERICEH S8, B HKR A 40 °C LLF oK
WTIEE A ERET 2 E TRIERME L 2%, ER8 T A%k THET D,

~XT U2 mL ZMATEBWEEN L, 7 LB IS 2R ERAR & 9
Do
T LB N BRI AR~ 32T LI =0T 5 (800 mg) F2AEAFH L 10
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mL TYEET 5, REHRKZ I =077 KM AN, WEHDFETAFIO EIIZET 25
FTHMHESEDS, REHABKRDO A>TV T 7 I Aaz~xHP 2 2mL §o5T
2 [\IPEdE L, WREIAR I =8 7 22z, FERICHRE SE 5, Big~fdh e —
IFNT—T)b (24+41) 20 mL I =T Az, FERICEE SE 5, 50
mL ORTHTTATEZI=ATLOTICEE, ~FHho—78& o (19+1) 10
mLZMxT7% 74 REEHIHES,

WHK A 40 °C LT ORI TIE & A EHET 2 F TRERM L72%, EH1 0 X
ko THIET 5, MRVEE S mL # EMICx CHREMEZEN L, BIZZ DK
@e%%%ﬁ%ﬁfE%’xﬁ(ﬁb%wﬁ\m%%ﬁ%ﬂ%h K 4 £%)
L. HRZva~< s7 7 7HESHFHC L 2REICHT 2EHEIR & 35,

A7 va~ 7 I 7HESFHCLDHE  HEHARK O 77 A FEAERK
2uL 2 H A7 v~ N7 7EHEESHIEFHIEAL, BRA A U7 e~ 877
LxtGD,

HERME Bl
(A7 a~ 7T 7H)
VY 7 L ERAERE Yy E T =T A BUY T == —
BULAF IR vaxHra—TF7 07 HEE
0.25 mm, X 30m, fE/E 0.25 um) *3
* v U ¥ — 4 A :He (1.0 mL/min)
WO & AN AT Y LR (1209)
A OBFE AN IR 250 °C
B 7 A fE R B 70°C (2 min fRFF) —FE 20 °C/min—280 °C (10

min R FF)
(g BT EH™Y)
R H 5 o DU E AR BT

A4 A+ v Ab EETAAAE (ED ik
A ¥ —7 = —ARE : 280 °C
A A ¥ A E:250°C
A4 A v b E HE:70eV
T =X — A F v EEAAY mlz243, FERRA AL miz 272
R BohiEBRAAS VRN e~ N T ANL T YT A4 ROY— 7 (Hifd
RO THRERZIER L, ABPO7H 74 FEEZFEHT 5,
7% 1 InertSep K-Solute (10 mL i) (P—=xH A =2 f|) I Zh & I[A
EDH D
2 Presep-C Florisil Cartridge (£ TAAIRE 800 mg) (B L7 A /L AFDOLHIZE
®) FIhEREDOL O
3 DB-5 (Agilent Technologies #) XX Z i LRS5O H D
4 5975C (Agilent Technologies ) |2 X % 4/t
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(BE) GIEAN) T —a»
* WINEI =R R UYL A i

%it*/F@%ﬁiE %bﬂ/}%g 7(fu" ﬁéﬂﬂ@”ﬂ%—?‘ 7%555& Lﬂ%}_g

(mgkg =Y ) RsD, (%)
fab b 6.5 3 921 3.4
13 3 89.0 34
130 3 88.1 0.9
i 96 e FLE Y 15 3 90.5 40
3 3 92.0 2.9
30 3 93.9 0.4
R 05 3 9238 21
10 3 102 14
- JL[A] R
S g HORL FEAR WRINMEEE WMECE  seemUme SRS
RO gy mE%  (mgkg) (%) RSD, (%)  RSDe (0) O
b b 9 0 130 100 21 6.3 0.83
T 396 B L 9 0 30 93.7 18 38 0.40
K 9 0 1 94.9 5.0 7.4 0.46

- EE PR (E—RBREIC X DR fiao & H 7 molkg, FRTEEEAL AR (R
Wo4) o 3mglkg. BIKH 0.5 mglkg
R FRR (BRI X DR fito & H 2 molkg, FiE R AR R (R,
W24) o 1mglkg. BIKH 0.2 mglkg
(2%5) Ja~v 77 L6

A B
0 o
# o
i e
10 i2 14 16 18
° " f%ﬁﬂ?FEE] P ' e {FFF3R.

BEBRRVAFIMEHOI AT T T L
A BEEERR (70T A4 K& LTO.1 ug/mL)
B: IEE (b oo 724 K& LT 130 mg/kg Y4 &30)

201 7 H 7 ma—)u
2011 AHEEEZRR T I RREEOH A a~ 7T 71285 RSN 1E
W2Hi3 LD,

202 T X IKA

202.1 BIEOH AR v~ T T T7EEOIEHICL D —FoNriE
31X A,
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203 7T =V

20,1 AT uANTZEOMDBIEOWEEKR vu~x s 7T 78 T WEEGHTENC
& D[RR AT iE
H3H 18Ik D,

204 7T A RENL

2041 ANANRYLFEDOMOBEERDFEE Y o~ N 7578 0 F ARBERESITFHICE D
[ IRE 53 AT 123
H3M23 Ik D,

205 7oL ay S RAF)L
2051 EBHEoOTAr7u~ T 7 7EBESWEICL D —FoOWE
WI3HilLIck A,

206 LT HFY =)L

2061 HNANINLZOMOBEBIKOWKI a~ 7T 77T ZAAVEESHFHICL D
ELERARRES
FIFI23 1k B,

207 /AT YU x—kK
2071 BEHEOF Ao~ 7T 7EESWEHCL D —FoiriE
I3l A,

2072 HAZu~ b 77712k H8 204 RRBIEDORESHTE
24z A,

208 7k RNANLTO YV
208.1 RUANT B AFAEOMDRBEDOWER a~x s 777 % 7 LNE &)y
BTt £ 2 [FIRE S HT I
FIHiIZ kD,

209 ) KT =)L
209.1 BEEDOHF R o~ 7T TEESITEHCL D —F ok
W3l A,

210 7/ MU T HR—L

2101 BRI Ar7u~ 77 7EESIEHC L D —FONE
WmI3FilLIcK A,
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211 7Y F— k
2111 BEOT A 7~ v 7T 7EESIFHICL D —FoiriE

HWI3HiLITX A,

2112 v L 2uAf RREEO T A7~ 7T 71285 %Mo E

W22k B,

212 IAIFFHI
2121 BEOT A 7~ N7 T TEESHIFHICL D —FoNriE

213

EI3E LK B,

TN aT I RUFIv

2131 EHOH A v~ 7T 7EESNFHICL D —FoNriE

HI3E LK B,

214 FLF T m—)L
2141 FHHEZRANONERT I RREHKOHT A7 a~ 7T 712X 5RO E

215

W23k A,

aruas X

2051 HAZ B 87T TR HRHE"

CE FHHEPH - o & FaFe LA EL & ORLK)

A HECHHE

1) 246-FV 78w 7/ — LEEHERK 246-F U 7 mm 7 = ) — )b
(CeH.CI30H]) 25mg % 0.01mg OHTE TEDY ., TOHMEETHE L, 50mL O£ &
TITAIZAN, TEMCEMXTENL, RICEBRETTERNZMAT
246-FNV 7w 7 =) —WEERK AT S (Z0% 1 mL X 246-FY 71
n7x /=)Lt LTO05mgEEhaT 5, )

FEHICE LT, 246-hV7un 7)) — )VEHEFRKO %7 % b CEMK
AR L, 1mL 2 246-FV 77/ —LE LT 5ug 58T 5%l
5, WIZZOWD iz ~FY 2 TIERICHR L, 1mLHic246-bY 70
n7x/—/b& LTO0.0002~0.1 pg ZEZHTHHAD246-F) 7mum>r =) —)b
IR 2 T %,

2) MEMRERAEER £ 246-FNVmv T ) — UEHER 1mL & N1 TV
ICIEMEIC AN, NO-BE R (RURXAF L Y) MYt 7w b7 3 RE2
50 uL N2 TIRA L. K EHIERHEER 2 18R 5,

B = =2

h H INTEEE 10 g 2 0.01 g DHTE TRV . TOEEZFEH L. 300 mL &
e =M 7 7 23T A, K30mL CBKIZ20mL) ZZ., 30 ofElFkER., &
27 b 120 mL CBLKIE 100 mL) Z0Z., 30 srfliR 0 iR Tt %, 200
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276

mL O&&E7 7 A% 7 7 —E}FOTFICES, s A/ (5 fE B) THWS
A LT-te, D=7 7 AaROFRIZIART & > 50mL THEE L, [FERIZ
WEl AT 5, FICRBRT7 T AaDOERETTE N ZMZAD, 20K 20mL %
100 mL D727 T A 2 ZIEfEIZ AL, 40 °C LA F OKIETHI 3 mL F THUERE
s L, 7 DRI 2 3EHRIK & T2,

7T L RENRRE SIS A Y o T A (20 mL fRFEH) TRl AR
%. 10 o ET 5, 300 mL ORTITZ T A% HT7 L0 FIZES, REHRR
DAS> TN TIE T 7 A2 ZEiik—F /L 20mL 97> C 3 [A ¥ L. YEik & IERK
77 BTMZ, WHEDBFRTAKIO EIGICETH2FE T EFL T rr v 7 A&
WD, BICHEFE=F L 100mL 25 7 M2 CRERICEH S5,

WHIRICT 2 b —Y=F LY 23—/ (49+1) ImL #01%, 40°C LLFD
KB TR I mL £ THIEEHELZ#%, SmL OEE 7 7 A a2 A, EHERO A-
fwk&#%7?x:%M%I%w1mLfof3@%@L iRz o>
FAAILEDLE D, BIZEET T XA aDEMRE CTHIE =T V&2 N2 ToHfgl 4
LRBHER E T 5,

gy R BBHAR 1 mL 2 SUSE T IS IEREIC AL, 40 °C LR TR L3 5
WHRATA o THESES, BEWICHEYY V= A 1g 2Nz, KSE
WNEIRE L7 %EE 5, 2z 200 °C T 3 BEFEMEVL =% s L, ~F 3
TR N o A

XY UERE ROGEICHIEE (1450) 5 mL 2N CTHRNEMEZRN L. ZOR%E
50|nL_a)ittil_us;tﬁ“%§a:)\ 5. RONE Z M (1+50) 5|nL.?f’D’C 3 [Jé%éﬁ

. e R oA m DI BE TN 2 D, ~F 2 4 mL & R E DR I
% Nz, 547V IRE 5, 1,000xg TS5 RELODBEL ., HiZ~%H )E Lt
&) »—#% 5,000xg T 5 4yhELSEET 5,

FEA 1 mL & A TOVRIZIEREIZAIL, N,O-BE A (U AFTUL) b
UoaAn7E b7 RE250 L M2 CIRAE L, A7~ 7T 7E&ESH
FHZ K D HIEICALT 23R & T 5,

A7 va~ N7 T 7EHEEGIFHC L DWE FUBHAT & O I S A Rl A Y IR
F2uL A7 u~ 7T TEESGHEHIEAL, BRAA U7 e~ 87
T LEGD,

HIES B

(A7 va~< ~T7Z 7%5)

71 7 L ARy BT U — T A (100 %Y A FILR
JvnafxYra—7 007, NEE032mMm, £
30 m, fE/E 0.25 um) 5

* ¥ U ¥ — #H Z:He (1.5 mL/min)

WMok B AN EATY v LR (60S)

OB E AN E R B 250 °C

17 A A IR B :50°C (1 min fREF) — 5 20 °C/min—280 °C (10
min rEF)



(B BT Eta™o)

i sl 28 P EBAE BN E

A4 & v Ak B AAAE (ED ¥

A v H—7 x—RiRE : 250 °C

A4 4 v J O O 230°C

A4 4 v fb & JE:70eV

T = X — A & »:mlz253 CGEEM) . 217 (FERM)

At ) SoONTBBRA AV RE 7 a0~ 7T A0 E—7 W IELE S 2K
HDTHREREER L, AP 246-FYV 77y /) —AEBERHL, 2l
191 %/ L CHABI O T rs n g XE&EEZRHMNT 5,

F 1 RETE, AEtPorersra 7 X N-FLVIL-N-1-7' 81 EL-N- [2-
(246-~FV7mur7x/)F%y) = FN] RIEKLE N-7' 1 E)V-N- [2-
246-FVrmu7x /) Xy) 2F)V] JRFEXZ 246-F) /v T/ —)b
WZafiE L, REbFO e 70T X Tusa T XTHE Lz N-7kV 2 L-N-
-7 EL-N- [2- 24,6-FV7unr7x/)%y) =mF)L] RFE, Fuorsn
T RNHFE LIz N-7r EL-N- [2- 246-FV7manaT7=/Fy) =T )]
RFERNT v 70T X THEE LTz 246-F) Z7en 7=/ — Lot LT
E'ET D,

2 HARZu~ 77 THREIIINEFREFEDOH D

3 Chem Elut (Agilent Technologies ) XTI Z i &L REDH D

4 Vacuum Hydrolysis Tube (19x100 mm Wilmad-LabGlass #) XX Z 1 & [A]
EPRN)

5 DB-1 (Agilent Technologies ) XX Z i &RIZED D

6 GCMS-2010 (EEHERTE) 1T XK 2 SR

(3%) HIERNY) T —va v
 WINTEN S fe OVl UK BE

b VL 7 SR =
TN 5> 4 St FIE fﬂﬁf oL L %ﬁfﬁ%
246-FV Zumr T fibb 0.01 5 109 43
J— 0.1 5 99.3 3.0
Filh 6 I L £ 0.004 5 117 6.4
0.04 5 110 12
I S 0.01 5 117 6.4
1 5 114 7.6
=T/ =0 b b 0.02 5 114 12
0.2 5 109 11
Tl 2 T AL £ 0.009 5 108 13
0.09 5 117 48
1B S 0.02 5 102 15
2 5 101 5.5
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« JL[R]EABR

ek TEHIE ASUNVEE AONMEIN SR sroe U s asuRs

AROME gy man (mg/kg) (%) RSD, (%) RSDg (%) HorRat
fhih B 10 1 0.2 99.1 10 14 0.68
Fis 38 L fi ) 10 1 0.2 101 4.3 18 0.91
¥ 24 10 1 2 97.6 4.6 18 1.2

T ekl (REZY) (29 2 B

- EBE TR (H—BR=IC X 2 R AR (e REALEEH X)) H1 0.02

mg/kg

- B TR (E—RBR=EIC L 2R FROBE R 76 B ML ERDRH X B 2 )
0.006 mg/kg

(23E) ryu~v 77 L4
A B
B l - b |
o -
N o )
& | ' |I ¥
ﬁﬁ 1 ﬁlﬁ I ol I | | A
ii] g R | Y A | L
5 ] T 8 g 5 ] T 8 1]
(#3503 5 #3303 5

BEBRRUVAIMEHOIOT T T L
A ERER (/v Z XL LTO0.6ng/mL)
B: IEE (b olc7uer7uZ XL LT 0.02 mg/kg 84 &ERMN)

216 Fwu I Rv
216.1 BEIEDOHF Ao~ 7T 7EESITEHC L D —F ok
HBI3HLICK D,

217 T FF KA
2171 HAHY VREEO T A 7 a~ b7 T 712K DR NE (FD 1)
W24z A,

218 /X r m— )L
2181 BIOHArsu~ 77 TEESIENCL D —FONE
W3l A,

219 Fa v

2191 BRI Ar7u~w 77 7EESIENCL D —FONE
HI3ELITXL D,
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