F6E &R X
BHE A%
1 BHC (a-BHC. f-BHC, y-BHC K Tr -BHC)
11 RBEOTAZ v~ N7 7 TEHEESITFNI X D2 —FoiE
H3Mi1ick D,

12 AHEZEZILOET I RREKOT A7 a~ 7T 712 5k 52O IE
W2Hi3ITk A,

13 HAHEHZEZREEO T A a~ 7T 712 X5 REESTE
B3I TICL D,

2 24-vvumnu7x )X R
21 k7o~ 7578 0F ARUERBSHEHE (F0 1) F!
(i &P - 358
A HEOHH
24-v 7 vn 7 x /)X N 24-v 7 una 7« )X UEERE (CgHeCl20s)
25 mg # 0.01 mg OHTETEY , ZOEEAFTELL, 50 mL ORET T X 3T A
. TERNAEMATENPL, BIERETCTE N ZMAT24-7 107 2
J X VERBIEERIR AT S (20| 1 mL 1, 24-Y 7 e T =) X URR
ELTCOSmMg=E&HT 5, ) .

FEAICEE L C, SRR — a2 A X/ —/L— X (1,000+1) TIEMEIZAR
L, ImLHiZ24- 77 =/ XS LTO0.004~04pg 543 580
24-V7 a7z /)X UHIERIERER RS D,

B = =

oo HoWEEl 1094 001 g DHTETEDY . TOEAFIH L. 300 mL O
R =7 I 232 Ak, K20 mL %, 30 /rfEERE%R. LICHER (4 mol/L)
5mL &XO7T &~ 100 mL 2%, 30 7R 0 RS CHitt 3%, 200 mL ©4 &
77 A7 7RO NICES, ik E A (5 f B) TSI AE LTk,
D=7 T ARV ZINERT £ F 50 mL THEE L, IS AT
5, FIZEBT7 T AaDEMRETT v b2z, WIRSE | 14 2 AR
LT 5,

ik | BEHAK 8 mL 2. H O Lol MU v AR (10 wivse) 100
mL M O\FEfR = F )L —~FH > (1+1) 100 mL % A#L7= 300 mL O 53k =}F A 12
EfEIZNZ, 5 IR VIBEE-%HET S, KE (T/E) % 300 mL D5k}
B IZ A, FEg=F Vv —~FH @ (LJE) % 300 mL © =7 T 2|2 Aibd,
SRR A R = F L —~F P (1+41) 50 mL TEEE L. Wik Z ik B
Wz, 5 PHERVIBELLZFHEL. KExiET, =T L —~FH UEa it
D=A7T7AallHbEsd, BiB=TF L —~FH U BrEEOmBEr ) U LA
() THAKL, 200mL DT T 7 A2ZAH GREA) TAIEBT 5, K
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b B ROVED =47 7 A azbEOlifgTF /L —~FH 2 (1+1) THHFL,
iRz D AR EE L TARE G DY D, A% 40 °C LT OKIBTK 1 mL £
TRERM L, EF T AL Lo THET L, A¥/—/L 2mL 2Nz THEEME
WL, ARG 25 0RHEIR & 3 5,

ks REHRIE DO A->7= 200 mL D727 T 2 22K U v AETK
(1.5 mol/lL) 1 mL ZMx., WHAE ZAHF T 80 °C /K T 30 43 [MINE L /=14 Jik
W5, pH 2R (1.5mol/L) T 7.5~8.0 ICHIE™2 Lk, KMEAKET MY UL
Wik (0.1wiv%) 16 mL 2Nz, 7 H0E LTt 23EHAR & 95,

BT LRER NS F I RFUNTUE U I AL I =T (1g) FAEAH
J = 10mL KUK 10mL THERBEER T 5, sEHAIK Z X =1 7 A AL, K
NIETAAID EIHICET 2 TRHESES, 5S0mLORTIEY I Aa%2I=hT
LDOTICEE, EHERD AN > TWeo T T 7 A a % RKEKFETST MY 7 LEIK
(0.1 wW%) — A% /J—)b (1+1) 5mL TH&E L. k2 I =7 LMz <
24-v7mm 7 x ) X URBRARMNIE, TICTREBAKET MY U AEK (01
WIV%) — A X J—)b (1+1) 15 mL 2 =0 7 A2z CRRICEH sS85, =
DR % WSy Be N3~ 2 3 UBHATR & 35,

ol 1 BRI Z & 2 LMERE (4 mol/L) 5 mL R ONE LT R U o L%
% (10 wivoe) 100 mL % A#v7= 300 mL Oy Clchnz %, sEHERD A -
TWrERTIET7 I 2Aa%2 YT o —T7 /1 50mL THeiF L., Tk E iR C i
Mz, 5 MRV IBE % ET 5, KE (FTE) % 300 mL O43#kE} D IZA
n, vEFLxz—7 @ (LE) 2200 mL O=Aa7 7 AalZAND, Bk
CayxFNo—7/L50mL THHF L., Weilkz mikimt DA, 57HiRY IR
VlgEFE L, KEEET, Yo FLo—T NV EEEO A7 T A allibE b,
VIFNT—TIVEEEEORBEST N UL (MEK) THAKL, 200 mL ©72T
TBE7 7 AaiZAMK (BFEA) THABT D, Dk} D KOO =HT7 T A arb
BOVZFNLZ—T L THE L, WRELOAREZEL TAHREGDED, AR
Z 40 °C LA T ORI TR 1 mL £ TRUEIRME L, BRI A2k THET D, 7
th=hU— = (3+1) 5mLEZMATHEREDEZRHN L, 7 L0 11Z
g 2 3B & 3%,

717 HALER 7577 A MNI—Ry/ 2F L VTIN-TrELVY L
YU B NFERE S =7 & (500 mg/500 mg) S ATk h=hUL— kLT
(3+1) 10 mL THFT 5, SEHERZ I =5 7 LI AN, WEBFTETAFIO k
IICETHE TS ED, B2, EHERO A > TWek TR 7 7 2327 &
F=hkU/— kx> (3+1) 5mL THF L, WEEEZ I =7 7 L2 AL, [ERIC
MHEE5, 50mMLORITET T A2 I =7 LD FICES, AEHAKRD A -
TWERTIEZ I 2a%2 7 =) /)L— bl —FfE (75+25+1) 5mL T
WL, WA I=H T LIIMRAT 24-Y7un7x /) X UHBEARHSE, B
T hr=hU b= by =X (75+425+1) 25 mL % X =40 7 KA ClREE
IS S5, WHIHRE 40 °C LT ORI TR 1L mL £ CTHIEREM L, EFK T X
ko CHET 5, A%/ —/—XE (1,000+1) 1 mL ZIEREICIZ CREYE
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WL, k7 v~ 77 7% 07 DRVERSHTFHT X 2E AT 2 30BEHA K
L35,

Wik v~ N 7o 7207 MRVEESHEHZ L DHE  REHRKR LR OH 24-27
nu xR UFRREERS 5 UL 2Rk v~ N7 T 7 2 T NAVE &5 HrEE
WZHEAL, BIRESHE 7 v~ N7 L5155,

HESRM Bl
(k7 v~ 7 Z 7H)

i) 7 L7 ET IV Y BT A (N 2.1
mm, £ & 150 mm, RifE 3 um) "6
b Al % 5 mmol/L BFfR T v & = A —5 mmol/L Frlg 7

VE=ZUALRAL ) —NLEEK (70+30) — 10 min —
(0+100) (10 min f&*£F)

i ¥ : 0.2 mL/min

B 7 A R O :40°C

(¥ > 7 DARVE By HTRHER™T)

Ui H 5 o WU E MR BT A
A4 F v fb E:xLvZ bhaxTLr—AF1k (ESI) & (BAA A
£—K)

A4 4 v R | E :150°C

T N_—3 g H A N, (800 L/h, 400 °C)
* v 7 U — 8+ 06kV

o2 — v #H A :N; (50L/h)

o — v B O E:TROEEY

o Y ¥ g v #H A:Ar (0.4Pa)
aYVarmRxAX— FROEBY

T =X — A F v TROEEY

# 24-Vr7unvT =) X UFRRORESM:

TV —H— A=Z 4 Vg g Y a
W E R E AA T ik TR CEAESS TRAF—
(m/z) (m/z) (m/z) (V) (eV)
> J, 219 161 — 28 12
24-v a7 « ) FElR
- i 221 — 163 28 12

i B B EBERCRHZ e~ N T AL 24T mu T 2 )k VR
MO — 27 HEXITE S 2RO THRERAZIERL, Bt o 24-0 7007 2
UM E AR ET S,

W1 ARETIE, BB 24 ua T ) FUEEET MY A, 24-Y 7 0
07z /)XY AFATIVCE, 24-Y 7007 2 ) FUMBRTF L,
24-rmnu 7 ) X UNBRA Y I, 24-V7an T o ) X UREET B
X FNAKN24-V T 2 )XV T VA ) —VT 2 PR EFNT
WAHBEAITIE, BB 247 mnn T 2 ) FUMBEICEENS,

2 pHIZpHHBREZH W THERET 5,



Atlantis T3 (Waters ) XiZZh L [A%ED H D
Xevo TQD (Waters i) (2 X 2 1441
(%) HGIERNY) T —va v

 WRINTEN S fe OVl UG JE

~N o o~ W

N 2

NICIENEE S SUa Wy 3

wmmpsra BB ORI (mglkg) M L (9%) RSD, (%)

24-vrmurx NE 0.05 3 90.2 17
Ve A 0.5 3 86.0 5.0
L9 AL 0.01 3 91.3 5.7

0.05 3 78.7 29

S5 43 0.05 3 84.8 4.7

0.5 3 93.6 1.9

24-CranTx INE 0.05 3 94.7 19
V% iR T 0.5 3 91.3 18
v L9 AL 0.01 3 103 2.7
0.05 3 84.0 2.4

54 % 0.05 3 96.2 17

0.5 3 92.1 6.8

WHIE I mL/min f2E L5, MBS U TS| ~=FR—/L &R+ 5,
Mega Bond Elut C18 (Agilent Technologies ) iz = L R%DH D
InertSep GC/PSA (Y —=x= LA = 2#) idzn&M%ED s D

N o e AR FEHIEK VSRR WRNENER  sweeEUke REFBUE
RS BB ORR BREMH BRE (mg/kg) (%) RSDr (%) RSDR (%) HorRat
24-vrmn7x /)%
SN < 9 0 05 84.5 7.1 12 0.63
B e, N 8 1 05 95.5 6.5 8.7 0.48
- EE TR (E—-RBREIC X 2R e 0.01 mgrkg
- B NIR CR—3BRE I X D R Rk 0.003 mg/kg
(%) Z7u~ 7T 26
A B
thl 0
4 i
o i
ti il ]
, T i | -
4 6 8 10 4 6 8 10
1$ 450908, 5 12430578,/ 50

EBERRUAMBHOIVOT RIS LA
A BEWER 24-PVmn T )X UEEE LT Ing HEA)

B: skl UhFEiz24-v7un 7=/ U E LT 0.5mg/kg #824 EHRN)

22 Rk v~ N7 T 7T ARG RGHEHE (20 2) T

(i P« RLHCRD)
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A BEOBR

24- 7 anu 7 x ) % UEIBRIERERR 24-V 7 a7 = )% UWEEE [CgHeCl203)

i

25 mg & 0.01 mg OHTETEY . ZOEEAFTLEL, 50 mL O2®ET T X 3T A
. TERAEMATELPL, BIERETCTE N ZMA T 24-7 107 2
J X UEEBIEERR AT S (ZoW L mL X, 247 a7 ) X URER
LLTOEMgEEAT D, )
lEFICER L C. BEHERIE O — & A % /) —/L— X8 (1,000+1) TIERMEICAR
L. ImLHiZ24-v7 a7 x /X UEEEE LTO0.004~0.4 pg 50T DA D
24-V7 v x )X UERIEER 2 RS 5,
B = =
H IHTEEE 10 g 2 0.01 g OHTETEY . TOEEZTEH L, 300 mL &
ke =7 7 A2 Af, K30 mL 20z, 30 rRlErE%. FICHER (4 mol/L)
5mL KO h 120 mL 2 0%, 30 4rflik 0 iR Chitt 4%, 200 mL D45
77 AaxT7 7 —R}DOTICES, Mtike A (5 B) TRIIAE L%,
D=7 T A KO ZIERT > 50 mL THEE L, [FEEICWS] AT
L, BIZEBTZ T AOERETTE N EZMZ D, ZORET & N TIEMIC
500 AR L=t . AR 8mL & 100mL D72 7 7 A 3 IZIEMEIC AL, 40°C
UTFTOKETH L mL £ CRIERMEL, EFT ALK THETH, A ¥/ —/
2mL 2Nz CHEEMER L, KSR 23EHRR & 5,

oK 55 fig REHE DA > 72 100 mL O72 3T 7 7 A 2\ ZKEE(LT N Y 7 APEIKR

(1.5 mol/L) 1 mL Zhnx ., WHE Z AT T 80 °C DK T 30 /rfRIINEN L 7
md 5, TOREMIERTEIHET 2R L 45,

ikl BRI Z H 52 Lotk (4 mol/L) 5 mL K OMEET b U ¥ LK

(10 w/v%) 100 mL % A#17= 300 mL D4R ATz 5, BEHEK D A > T
WERTH T I Aa2Y2F Lo —T )L 50 mL T L. Wik % SiiR=F A I
Mz, 5 MR VIBE-%EFHET S, KE (THE) % 300 mL O4ikikE}F B IZA
., YFrz—7)E (LJE) %2200 mL O =477 232 A, ik
A% YT T —7/L50mL THHE L., Whikz5ikiEF B2z, 57k Y ik
HBHE L, KEEZHET, V2FAL—TVEEEO =M 7 7 A2 lHbE D,
VIFNT—TI)VEEREEORBET MY UL (HEK) THKL, 200 mL D78
7T AallA# B A) THAET D, ik} B KOO =HA7 T XAakb
BOVZTFNLT—T)LTHH L, EREEOAMEZE L THHEZEDLED, A
Z 40 °C LU TOKIBTH 1 mL £ TRERME L, ERT ALK THET H, A
& 7 —)L—FXMWE (1,000+41) 1 mL % ERECMZ CTHEREDEZEN L, BiEK7a~< b
7T 7% T NG EGHTENC X AREICHET 2 RENAIR & T 5,

Wik v~ v 77 7% 07 NVEESHTEHT X 2 WE ABHRIE X OV 2,4-2 7

HHY =) X VERR RS 5 uL 2Rk v~ N7 T T 2 T ARVE B HTEE
CIEA L, BIRRISHIEZ n~ b7 7 L2155,



s

(k7 m~ b7 Z 7H)

VA

A4 F v W ORE
TYINNR— g VIR
¥y v 77U —FEE

o — v H A
= - v @

=) = B v IS
a2 Ta R F—

AT BTN I AT Y BT T A (NR 2.1
mm, £ & 150 mm, KifE 3 um) *?2

% : 5 mmol/L FEfR T > & =17 LKk —5 mmol/L FEfE T

VE=ZULRAL ) —)VEER (7+3) — 10 min —
(0+10) (10 min £rFF)

: 0.2 mL/min

: 40 °C

D)

: DY B AR & AT R
L7 hux7L—A A4k (ESI) ¥ (BA A
E—NR)
: 150 °C
: N2 (800 L/h, 400 °C)
: 0.6 kV
: N2 (50 L/h)
c FTROEBY
: Ar (0.4 Pa)
C FTROEBY

T =X — A F v TROEEY

# 24-vrmnTx )X HREORIE St
FY I —H— PASY ANz g a—y Ay
WEsgmE N ERm R BE AR
(m/z) (m/z) (m/z) (V) (eV)
24- /a7 o 219 161 — 28 12
X EE 221 — 163 28 12
B OBLONEERKSHE e~ RTINS 247 un T ) XU

RO — 7 HAE UL m & & RO TREMR 2 ER L.

X UREREAZRET D,

1 ARETIE. BB 24-Y 70T e ) FUFEBET N UL, 24-2 7
nn 7 ) XFUMBYAFAT I N, 24-Y a0 7 2 ) X UFBETF L,
24-V7uuT ) X UERA Y RN, 24700 T =) X VEIRRT
MR mFARkN24-V 2Tz ) FVEBRT VY ) —T S VNG E
NTWAEAEIZIE, BEth D 24-v 7072 /) X UEREICE LD,

2 Atlantis T3 (Waters ) X IZZh LR H D
3 Xevo TQD (Waters ) (2 & 5 544

REF D 24-C 70T 2 )
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(BE) GIEAN) T —a»
* WINEI =R R UYL A i

N Sl HE 3 22 WS i

RS 4 Bk o “’Zﬁ”gjfgg; 3 L m”(o@ﬁj% ”"fs’%rb(ﬁ)’g
24->/an FE L —A 10 3 98.2 0.4
7 = )% i 260 3 105 42
FGA T T ANA 5 3 98.6 48
10 3 917 4.0
260 3 93.1 19
240708 FEL—~ A 10 3 96.2 5.0
7= )%V EER 260 3 94.9 26
I FA T T ANA 10 3 4.7 5.0
260 3 90.0 5.7

- S fm) RER

L BRSO EHR O RINEE O RNEUE MR UK E ERMEIUEE

PE  HORE mek mEs (ngkg (%) RSD, (0)  RSD 0 O
24-vranuzz ) A=Y ~A 9 0 52 935 2.7 15 17
SR FE Lt 9 0 260 94.2 3.4 11 15
24-Vsmn 7 A=A 9 0 52 82.4 32 8.0 0.86
) RVEBRETN Fay— g 9 0 260 84.8 6.9 11 15

- ERE TR (H—RBREIC L D) Ak 5 mg/kg
- B TR (B—RBREIC L D) A 2 mg/kg
(%) Zu~ s7 T L)

A B
f |
fhel | il
ﬁﬁ '!ﬁ T I
o | i
:I'._ A
4 &5 8 4 s 8
{F3505R {7 3058,

BEBRRUAMEAHMOIOT LTS LA
A FERER (2,4-7vnm 7 /% UEERE & L C 200 ng/mL)
B: IIEE (FEL—~AI2 24-Y7nu 7=/ XL LT 260 mg/kg 48
YRR

23 24-vrunTx /)X UERLD 24,5-T OF A7 a~< 7T 72X 25 RS
1%
HIH 8Tk D,
3 DDD (o,p-DDD & U} p,p’-DDD)

31 BEOHAI v~ 7T 7THBESIENT XD —F ik
BIFLICL D,
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32 HHEZZNOWT I FREKOH RV a~ 7T 712 L5 2K IrE
B2EI3 LD,

33 AMEHZEREROT A7 a~ N7 T 712k 5 REESHTE
WA TITX A,

4 DDE (o,p'-DDE }2 U} p,p’-DDE)
41 RIEOHA7 v~ N77 7EESHEHI LD Kok
I LICk D,

42 HHEFZZLNBRT I RREEO TR 7 a~ N7 T 71085 BB E
B3Ik D,

43 HAHEZREEO T A7~ N7 T 712 L5 FREESHE
HIHTITX D,

5 DDT (o,p’-DDD & O p,p’-DDD)
51 BHROTAIu~ 77 7EESIFHC L D —F ok
HBI3IFHLICTK D,

5.2 HHEZZNLOWET I FREKROH RV a~ 7T 712 L5 Bk IrE
B2EI 3L D,

53 HMIEHZRBEIKOGT A7 u~ s 7T 712 &k 5 RIS HE
W3 TICX D,

6 EPN
6.1 BEBEDOHTA/u~ JT 7EESHEHC L D —F oMk
I LK D,

6.2 A VHREIOHT A/ u~ NI T 7L DRERSHE (0 1)
H2HEi 412X D,

6.3 AV U REEOHT 27 a~ N T 7128 D5RMEOHE (2D 2)
W2HEis XA,

7 EPTC

71 EPTC KO _RAibx=F Lo DH A~ 7T 7EESHENT X 5 RIS
FIFITK A,
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8 2,45T
8.1 24-v7unu 7= )X EBEK N 24,5-T ODH A7 a~ 7T 712X 25 REEDHT
%
HI3MgITk D,

9 XMC
91 H—NRRA— NREEDOWEEK I o~ s 7T 712K 5FRESHE (F01)
HWI3Hi212 kB,

92 NW—NRRA—F REHEOH A7 a~ N7 T 71255 RESITE
EI3EAITL B,

10 7YVAARLTH Y
10,1 RALVT R AFAEDOMDRIEOWRIK s v~ 7T 7 % 7 N ST
FHZ & D[RR HriE
FI3H 332k D,

11 7TV HRARAF IV
111 TPV ERAAFAFRNTO T = ) HRADH AT a~ 75 712 %5 REESHE
FHIE 1012k 5,

12 7EhrZE—L
121 BEIEOTAI7 v~ 7T 7E &SN K5 —F ok
FIHI 1L D,

13 7t&7x—F
13,1 7E7x2— MK AZ I RFRADWIEK I v~ 7775 07 NRVEEHTEHT
& D[RR AT iE
EIE 1T K D,

132 AHeY RO Ao~ N7 57128 AREHONE (F01)
W24z A,

14 7VXTAhrbEYV

141 7Y F TR M 2OMOREOIREK Y a~ 87578 07 WVE &5
(2 & D[RR o A v
EIH 1210k D,
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15 77V
151 EEDH A7 u~w NI 5 T EESIEHT LD —FoiE
w31k B,

152 7T RGPV ROV~ rOH AT a~ 75 7125 ARIEESHTE
W3 131k B,

16 7=mxRRA
16.1 EHEDOHT A7 u~ NI T TEESIEHI LD —FoMiE
I3l A,

17 7AKY ¥

171 RBEOH AT v~ 7T 7EEHSWEFHI L D —F ok
WI3M1ICk D,

172 TARNY Y, vT7F VRO Ta A N VORI a~ N7 T 7 EESHTRHT
& D[RR AT iE
FIHI 141X D,

18 777 m—)L
18.1 BEOIT A~ N7 T 7EESWRHI XD —F ok
I3l A,

182 HAHEHZEZRKL VLT I RREKOH A7 u~ T 712 X 5 ZBHERSITE
H2EI3 Ik D,

183 7o 7u—), TVLVAY, ZuirryardZyrh, Vr/raTg ok A R0
—NVDHAa~< N7 T 728D REHIHTIE
H2Ei6 LD,

19 77U FRKZm—)1
19.1 BEOT A~ N7 T 7EESHRHI XD —F ok
HI3HiLICX A,

20 TATHNVT (TAPHNT AVEFY Redgie, )

201 TADPINT (TAPHNLTZLERXY Regle) MOT A HNT ALk
DR 7 v~ s 7T 7 % T AVERSHTEHC L 5 RIS TE
31512k B,

202 H—NRRA— NREIDEIK v~ 7T 712X AHRIEESHE (FO1)
I3 212X B,
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21 TATHNT ALK

201 TAPHNT (FAVANT ANEFY REGTR) RKOT VY HNT ALk
DR 7 a~ 75 7 4 o5 MVEESHTEHT K D FIRESHTIE
B35 IC kD,

22 TRy (FAVRUEOT 4L RY V)
21 BIoOHTA7a~ 7T 7EESIEICL D —FoNE
I3 LI XD,

222 HHEZRANONET I RREFEOH AV a~ 7T 71285 RE05HE
H2Hi3 Ik D,

223 HHEZEZRBEEOHT A v~ s 27T 712 %k 5 RIS HE
I3 TICL B,

23 T LAYV
231 BIEOHT A 7 vu~ 7T 7EHEGIEHIL D —F o0
FI3H LIk A,

232 vlLRAuA RRBIOT A v~ 7T 712825 RGN0 HTE
W2 212k B,

233 7o /m—), TLVRY v, rarrardyrh, Pr/ag o kO0A R0
—IVDHATa~< N7 T 72K D RGEHIHTIE
w2Hi6Ick D,

24 AHVHRR
241 BIEoH A r7u~ NI TEBESIENC L S5 —FoE
HI3HiLITX A,

25 AV T2V HA AV T2V HRARRNA T2 VR ATH V)
251 BIOTAI v~ 7T 7EESHFHT LD —F ok
HI3FE LIk D,

252 HHEY U RBEEOHT A a~ N5 72k BAREONE (FD 1)
24T LB,

26 1Y T2V RATHY

26,1 BEIEOHT A7 a~v ~NTT T EESIENC XL 5 —FOiE
W3 LITX D,
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262 AV UREBEOT A a~ N T T 7L BEBHAIONE (2D 1)
o4l LB,

21 AV 7Tahrr
271 H—NRRA— NREEDFEE 7 o~ N 7T 712X 5FREESHE (0 1)
HWI3Hi212 kB,

272 H—NRA—FREMDH 27 u~ 7T 7285 RESHTE
EIEAITL B,

273 TVX VA EUZOMDOBEREOIEIK I v~ 7T 7% 7 KVEEHTE
2 X DRI AT
HI3Hi 1212k B,

28 AT aFAT
28.1 BIEDOHT AV vu~ N7 T7 7EEGFHIL D —F o
FI3H LIk A,

29 A7ty (A TF R E ST, )
29.1 HAZwm~ NTT 7k
A HEOHH

1) A7 v vF R A 7'v 4 [Ci3H15CIN3O3) 50 mg % 0.01 mg @
HiE TR, TOKMEETLEL, 100 ML OLEETZ T A3l A, 7k bz
ZTHNL, BIERETCT B N 2MATA T U U EERE ZRNT 5
(ZDWE1ImLIE, A 7y LT05mgaaad 5%, ) .

2) A7 ua A AREIEEER IR A7 a T F A [(CisH1sCloNsOs) 50 mg
Z0.01mg DHTETEY, TOHEZFFLL, 100mL DEET T AT AN, T
T hUEMAZTENIL, BICEBRETTE 2N TA 7 r o4 AR
R 2T 2 (ZoR1mLix, A 7oV F o REm e LTo05mg 2 &H7
%o ) o

3) A7 uVFURAERER A T u P U EREFIR N O a4 R
EFRIRO—EHEZRE L, 7 M TEMICHERL, 1mL FizA I dF kW
A7 A REHE L TENTN 0.1~5.0 ug = &4 2 58 OIRAEEHETR 2 51
W35,

B & =

h H INTEEL 10 g 2 0.01 g DHTETERY . TOHME A& L. 200 mL &
i =477 A2 A, K15mL 2z T, 30 pMEFE%. HIi27 & b 100
mL ZM%, 60 /IR VIEE CHItH %, 300 ML ORI T F7Aa%2T 7 F—
O TICES, Mtika A/ (5 fi B) TRISIABLIZE, EO=A7 T A2
KOS Z AR T &=~ 50 mL THE L. [FRICRSI AT 5, A% 40 °C L
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FOKBTHK 15 mL F CRUERM L, #H{kF FY 7 A 59 (45-549) %Mz T
717 DAL Tt D alEHAR & T 5,

7T LALER | RBHAR LA A Y 7+ 55 5 (20 mL {REH) FLiT AdL.

55 EE T 5, 300mLORTIET T A% H T LD FIZES, WEHARD A->
TWER TR T 7 A az~FxH 2 10mL §-O5T3 Mm% L, A NER T 7 LI
MZ 5, WENPFTETAHRD EIHICETHETIHIL, A 72y F R Fry
FroREMEABHESE D, FIZA~FH L 70mL 25 T A2 A TRERICEH &
., B E 40 °C LT OKIBTIE & A CRLIET 5 £ CRUE RN L%, EFY
Ao THET D, Y7 uaaXth o =78 b2 (441) 10 mL % EMEICINZ T
B AR L, AT T 7 40 F— (JLEE 05 um LLF) TABL, &5 4
RUVER 1Bt 23 RHAKR &3 5,

H T LNALER | BRI 5.0 mL 5NV s a~ N5 7IZEAL, A S a Y

T ROA T a o AN EH T DB % 100 mL D72 T 7 T A 2T E
L. 40 °C DL FOKIBTIZE A LT 2 E CRITERM L%, EFTA%%-
THEE T 5, ~FH o 5mL Z EREICI A TEREWEE L, 17 DAL 1N
TOREHEK LT D,
Tk a~w 777 40—
BT A AFLUVE AR PBUHEAERS T A (P 20 mm,
£ & 300 mm, RifE 15 pum)
H—=RHTFh: AF LI R B U RESED T 5 (RNEE 20 mm,
£ X 100 mm, ki 15 pm)

W OBt W vruntthr—T7T% b (441)
it # : 5 mL/min
5y HU # 4y :90~115 mL
BT LN BT A Y SR AI =T A (910 mg) F2EVZF LT

—7 /L 5mL K OAFH o 5mL THFET 5,

REHAK 2 X =07 M AN, WKEAFETAHO FEICET 5 E TRl S
%, BRI DO N> TNV T 7 7 A az~F % 5mL 5T 3 FIkE L,
R ENER I = 7 225, B~y —vy=From—7/1 (17+3) 20
mL Z#I=AT7LIZMMA, I=HT7L%20FT D, S0mL ORTET T A3 %
=HTLEADOTICES, ~FH - T /L (1743) 15mL #I =07 LI Z
TATa VT RO Ta o d @t E RN S S5, K% 40 °C LR OK
WCIEE A CRET 2 E THRUTIRM Lok, BF T A&k CTHRET 5,

T Ml mL ZIEERBECNZ TEREDEZEN L, TAZa~ 7T 7 ¢ —ICfit
TOREHRIK E T D,

HAI O~ N ITT 4 —  REERRORRAEERS 2 UL 2 W27 a~ [ 7

T7WEAL, 7a~ NS T LER/D,
e Bl
i i fr 0 TV ) BA A Ak s



Ty U v —H A
AATT T A

wmook 1
B o, A
S SN

G- Wi
VORI I

BoOH &8 RO

ARy T — T A (100%Y AFARY

nXYra—7 07 NEE03RZ2mm, RS 7m, EE
0.1 um)

He (1 mL/min)

He (5 mL/min)

: Hz (3 mL/min)
: BLHEZEAS (60 mL/min)

A7 Y v hL A (605s)

250 °C

100 °C (1 min f&¥F) —%&-i& 20 °C/min— 280 °C (2 min
TRFF)

280 °C

iR o e~ M7 AL E— &S T E RO THRER 2 F
L, EtFoA oo BROA Tuod o REELHEEHL, T06E%

ATuvFrasdd,

£ 1 ChemElut (Agilent Technologies ) XX Z L &L RZEDH D
2 Sep-Pak Plus Florisil Cartridge (Waters i) [ 4 72X &ED VU P — \— %l
FELELOX TN ERZED L O

(2%E) GiTEAN) T ==

NG

BB R K OV U RS

WMRIE o BONEIRE BOE LRSI

WS 53 44 AoEt o fEE (mg/kg) R L (%) RSD, (%)

AT A 75 FBC 4 At 0.1 3 96.8 75
0.5 3 92.3 7.3

o R 2 it 0.1 3 93.6 5.3

0.5 3 96.5 3.0

FE L — 0.1 3 86.8 3.8

0.5 3 83.2 5.8

Y 0.1 3 94.2 7.6

0.5 3 85.6 7.4

AT A AR B ES R 0.1 3 100.5 6.4
0.5 3 106.2 16.2

ok FBC 4 i 0.1 3 99.1 2.3

0.5 3 116.2 3.9

FE— 0.1 3 98.3 9.9

0.5 3 94.6 10.4

Y 0.1 3 92.7 22

0.5 3 101.1 18.2

o L[ FER

HEhst AR RMNEE  FNENGE s U REEISE

o AROHE  gag max (mg/kg) (%)  RSD, (%) RSDgr (%) HorRat
ST UF NI REA R 6 0 05 926 5.4 9.7 15
pNER P 6 0 0.5 93.8 6.1 12 1.9
A Ta oA o e 6 0 05 102 8.6 86 14
U KTt 6 0 05 97.8 4.2 5.0 0.79
- ERE MR (E—-BREIC X 5 MR B 45 0.02 mg/kg
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(%) ru~ 7T LH)

A
O
" 1ﬁﬂ%ﬂﬁ%ﬂ
i _
il
:!!E
L e 4 P
{24305R9, 74
B
| S e
L | =
o l
ﬁ.
[Ty Y |
o
0 . 2 4 - [ E-
12450508, 43

BERRVAFIMEHOIOT T T L
A FERERR (K R3EE LT 5ng/mL)
B : INELEL GEHBL A AREHZ & 3K & L T 0.5 mg/kg A8 4 &)

30 ARk A
301 B o Axru~ NI 7EESTEHICL D —FoE
EIHi1ITX D,

302 AV VREEOGT A7 a~ N T 7L DRERNSITE (FD1)
24z A,

31 A= Evvy”r

311 AP I RS ENLDIEIEK I v~ 7T 7% 07 DRVEESHTFHIC X
2[RI o AT i
FIHi1612XD,

32 A ~H¥ru

321 AP I RO ~FELDREKE I v~ 7T 7407 DRVEESHTFHC L
% [RIRE Sy M
HIM 1612k B,
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3B A~ AT

331 RURALTRUAFILZEDOMOEEROWEIK I n~ N7 T 7% 0T ZRVE RGN
FH X B [RIEEHTE
H3M33IckD,

34 AIX7ua7U KR
341 {RIKk7 v~ 7T 7 ERBSNEHE
(B & - BBEROEHE bbb xR, ) )
A HEOHHE

1) AIF¥ 77l NERER A XX 27 m 7Y K [CoHwCINsO,) 10 mg % 0.01
mg DHIETEY, TOHMEEFTLHEL, 100 ML OEE T T AT AN, AX ) —
NEMZTEN L, BIHERETAY )=V E2M2TA IFX a7 FELEFRRK
TS (Zo@imLix, A 242707 KELT0IOMmgE&EHT 5, ) .

EFICEE L C, EEERIRO —FZ A X/ — /L CIEMIZAR L, 1 mL Fi2A1 2
Zrm7Y FELT0.002~02 ug 25 (T HBADA IF 7 a7 NEEAERK % 3
W35,

2) 0.5 mol/L V - BikEME i U gAK"Y 7527 g (52.65~52.74 g) KO}
U s IkFEA Y 743029 (30.15~30.249) Ao T/K500mL (ZIE L, KER
{7V T L8R (1 mol/lL) XXV g (1+410) ZHWT pH % 7.0 IS L7=1%.
FIZAkZMZTLIL &35,

B & =3

h H INTEREE 10 g 2 0.01 g OHTETREY . TOEEETEH L, 200 mL &
=M 7 7 2aiz A, 7 Rr=hKUL—7K (13+7) 50 mL (24X ELIE 100 mL)
ZMNZ. 30 SRV B TR+ %, 200mL @ =L —h—% 7 7 F—IF}
DO FICEE, fiHEE A& 6 F B) THSIABLE%Z, Lo =A7F72a k)
FRIZNART 2 h=F VU 25 mL (FZBCFIE 50 mL) THed L. [FERICHKS] A
T 5, A% 100 mL (F2HCHIE 200 mL) OL&E~7 7 A a2 A, o h—e
—N—%VEOTERN=BFILTHHEL, EREZEETY 7 AT 5, BiZAe
B772a0ERETCTE M= IV EMA, (FEHREZ, Bic78 =R
TIEMEIZ 10 fEAIR L, ) IR BT 23R & 357

Wiy BUBHANR 20 mL (BZBCEEIC & - CTUIERUEHAR 10 mL) % 100 mL D4y
R ICIEMIC AN D, ik F U 7109 (9.5~10.4 g) K Ur0.5 mol/L U g
FEMTR 20 mL Z 3 iRiR=FI2INA, 10 IRV B %iFE L. KE (FE) %
BT, 7 N=R U VE (BE) 257 208 1T 2RENRIR E 35,

HTLME AT BTN Y I =H T L (500 mg) F2ETE
F=FVUL10mL CTHHET D,

100mL D=AT7 T AR I=2AT750 FICES, REHAKEZ S =87 LA
o, WD TARO EIFICETHAETH FSETA IF 7 a7 ) R sd
5, BIZ7Eh=hU v 2mL =07 AIMx CRERICHRH SE S, FHE
ZEEOMET MY v A (MEK) THAL, 100 mL D237 7 2 2ilAH/K (5
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i B) TAHAMLIE, LO=AT7 T AazLbEOTE M=) VTHREL, KK
EROAMEBLTCAREEGDE D,

AR 40 °C LA T ORI TIZ L A T 5 £ TRIERME Lk, EF T A%
Eo T+ 5, 7 h=hUb— b= (3+1) 2mL Nz THEEWEE
L. 7 DALE i3 o 3lBhaik & T 5,

77 HALER TI777 A Nh—R /T 7V )by ) a7 AiEE
R=57 2 (500mg/500 mg) *2E T =RV — kx> (3+1) 10mL T
Hd 5,

S50mL DR T T7 I Aa%I=AT7 O TICES, RBHREKZ I =07 LICA
. WWEPFECTABIO ESICETHETIHRFLTA I X7 a7 ) REFHHET* &
5, REHARBRDO A>T\ T 7T Aa%2 7 b= ) b— Lz (3+41)
2mL T2 BB L, WRZIER I =07 Mz, RECRET SE5,
FiZ7®h=hrUb— bz (3+1) 16mL & X =07 AI2H1 2z CRIKEICH H
fxED,

TR % 40 °C LA F ORI TIE & A LHLIE T 2 & TRUERME L2, =R T A
75:“ > CHLET %, A% /7 —/v2mL Z EFEICINZ THEREWZED L, 5,000xg T

oy L. BRI AR a~ N7 T 7 EESITEHC L D RIEICHET
5@H@wk¢5

ik v~ N7 7EESFEHZEDHE SR L OK A I 47 v 7Y NiE
WA 5 UL 2RI v~ N7 7 ZEESHEHIEA L, BiRA A U7 n~
AN =Y

HERME Bl

(k7 v~ s 77 7)

71 7 L F BTNV ) B H T A (£ 3.0

mm. £ & 250 mm, K& 5um) *5
i e #% : 5 mmol/L FEEE T > & = 7 A% —5 mmol/L FEfE T >
Fo U AAH ) —VIEIR (1743) — 1 min— (3+2)
(2.5 min f£Ff) — 25 min— (1+1) — 2 min—
(9+11) — 9.5 min— (1+19) (12.5 min f£¥) —
(17+3) (17 min £& )
i i : 0.2 mL/min
E .40 °C

@ m 28 DU E AR BT Rt

A4 4 v b Hxzv s vaxTr—A4 1k (ES) # (EA A4 =E
—R)

X7 T A Y —H A :N; (2.5L/min)

oo ¥ A Nz (10 L/min)

tE—h~7 8wy 7 200 °C

C D L & JE:250°C



T =4 — A 4 ¥ :mlz 256
it A HBONTERA AR 7 e~ 7T L0006 E—7 & S TmE %2 K
DTHREMEER L, P OA IF 707 FEZRTT 5,
1 BBt oqIF a7 ) FEEPZVWEAICIE, fitikz7 e =
TAHARL T B UM% DOEIEEZLT O,
2 Supelclean LC-18 SPE (Sigma-Aldrich #) XIZZ i L FREDOH D
3 Supelclean ENVI-Carb/LC-NH, (Sigma-Aldrich ) XiZZ L RZEDH D
4 PJHIL 2~3 mL/min &F 5, LEITE L TRSI~v=KR—V FE2HEHT 5,
5 ZORBAX Eclipse XDB-C18 (Agilent Technologies ) XX Z i L RIZED L
(D)
6 LCMS-2010EV (GHEUEFTE) (2 X 2 M1
(2%) HERN) T —va v
« WONENN SR K O U RS EE

. . W K B ES TR UK FE
= N H
RO (mg/kg) L (%) RSD, (%LLF)
INZE 0.005~0.2 5 71.1~87.9 3.3
LIo9bAZL 0.005~0.1 3 83.4~92.6 3.1
SA 05 A 0.2~6 3 89.9~92.2 1.6
- L[] FER

Spn g Fahat  FHIE WONIEE FINELER s Uk =REEUEE
B ¥H e N HorRat
AHOMS Bt =S (mglkg) (%) RSD, (%) RSDg (%) orma

EobAZL 8 0 0.1 83.0 3.0 15 0.66
TIT 7T 8 0 5 84.3 35 12 0.96

- EE TR (H-RBR=EICX DHER) B 0.005 mg/kg (Bz4%E 0.2
mg/kg)

s B TRR (GE—RBR=IC X 5 M) B 0.002 mgikg (4% 0.06
mg/kg)

(%) Z7u~ s7 T L)

=EoEE

{

L] 9 10 " 12 13
{®IH0=RE

BER (41249071 FELTS500 ug/mL) @Y BT TS L4
342 A IX¥ 7a YR, sauFr=r, DI)T TR BFT A MY LADOWKIR

sva~ 7T 78T DRV ESHTENC X D RIRF O ATIE
I 171X B,
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35 A RX¥HLT
35.1 ik v~ 7T 7 ERSNEHE
A HEOHH

A v RV VTR AV R¥EH /L7 MP [CaHi,CIFsNsO7) 25 mg % 0.01
mg OHETRY, ZOHEETEL, 50mL OEET T A2 AN, Tk =
FUNLEMZTEHENL, BICERETCTE = I L EZMXTA Y RET LT
BRI ZRE TS (ZoiR1mLiX, A1 REY L7 LTC05mgaEahad
Do ) o

HRICE LT, EEFRERO %272 b=V LV TEMIZHRL, 1 mL i
A RFXHANLTELTO00I~ug 2B 08T HBAEDOA o K2V UL TIEER %
LSRR

B & =

h H IHTEEE 10 g 2 0.01 g DHTETERY . TOEEETEH L, 200 mL &
ke =7 T 222 At K20mL (FZBCEIL 30 mL) & h1x., 30 ZrfFRE%.
BIZAZ 7 —/1100mL 200 %, 30 3[RV IRE THIH T %, 200mL OR&ET T
Aa%x77F—w}OFICES, fifkz AH 5 B) TWSIAm L%, &
D=7 T AaROFESEIER A X 7 —/50mL THH L. FEEICHE] 5@ L,
FICRBT7 T AIDERETAX )=V EMZ 5, ZOHK 20 mL (FHREIZH -
T, BIZAZ /—/LCIEMEIC 100 5 R L72#% ., £ ®#% 20 mL) % 100 mL @
YT T A AZIEMEIZ AL, 40°CULFOKIETRI2mL £T (FHEITIZE A
CHiETHET) BERM L, T 0B 1 IET 25 EHAIR & 35,

7T LALEE | AEHARIZAK 15 mL 2Nz, ZhEzZAEr4 Yot a7 5 (20
mL fREEH) FUZ AN, 5 oRERET S, 200mML ORTIE T T A2k T LADTF
IiE X, BREHARO A>TV T 7 7 A a2 Fii~F /L —~F 2 (1+1)
20 mL 9°0C 3 [Py L, BERAZNAKR H 7 A4, WA Fe CAH O Bl
THETHEL, A FXRFIALTEEHRIE L, I, BT L —~FH
(1+1) 40 mL %% 7 HZINA CRERICEH S8, 4% 40 °C LLF oK T
L A EHET D F CRUTERM Li2%, KT A& %> CRET D,

~AFH =TT LT =T (9+1) SmL ZINZ TEEWEEN L, T LA
LT 23 BHAIR & 35,

77 LNALER I YUBTFNI=HT A (690 mg) F2EAFH -V F )T —
T b (9+1) 5mL THET 5, RENERA I =7 7 AT AL, IKEAFTETAKIO
EUCET A E TR SE S, REHAKRDO A > TWTERTIE T 7 A3k~ xH
—VxF )Lz —F/L (9+1) 5mLFoOTIMPFEH L, WikEIER I =5 T L12M
Z. FEREICHHEES, HiZ, ~FH o —YzF Lo —7/0 (17+43) 10 mL % 2
=HT KM, BiFT 5,

KDODI=HTLDOTFIZ, HBOENLO~AFH L —Y=F Lz —7/1 (7+3) 5mL
THREF LTEARTA B~ 32y T A1 =0T 5 (910 mg) 3 ZfEd 5, ~F
P —vF oz —T (743) 20 mL = =H T A A, WE DT TAHID
FUMCETAETHR I LT, A RV IV T 2RI A B~ T XV T LS
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=T NIBATIE D,

W2, YU TNVI=ATL8%FT L, 50mL ORTIET 7 A2z G587 A%
VTRV TAI=ZATADTFICEES, ~FPr—TE b (17+3) 20 mL Z & 5%
TABRSY TR TAI =N T AZMATA V RE¥YILTE2REHSE D,

WK A 40 °C L FOKIR TIlZ & A EHLE T 2 & TRILRMG L=k, EFRE T A
ko CHIESE S, 7B r=FU b 2 mL 1 EfECINZ THREWEE L.
5,000xg T 5 il OoBEL . ERBAREZEEZ v~ 7T 7T EESHEHT L D
Bt 23R & T 5,

ks v~ b7 7 7EESHTEHI L 2HE REHRBE L OE A v RE v
IEHEIR S 5 UL 2RIk v~ N7 7 7 EEGHFHIEA L, BIRA A7 1
~ ST L%ED,

WE A Bl

(ithk 7 v~ h 277 7H8)

71 7 LA T BTN I BTV T A (RER 3.0
mm, £ & 250 mm, KifE 5um) *5

i Hife & : A% 7 —/—5 mmol/L BEfE T > & =7 LIRIE (4+1)
it & : 0.5 mL/min

7 A f% IR BE:40°C

(& &5 ATt ™ o)

f# H o5 DO EMmARVE B AT EE

4 & v b & KKEFA A1 (APCH) & (EA A E—R)
* 7 Z A4 ¥ — F A :N; (2.5 L/min)
A K —T7 = — RRE 400 °C
t— h7 v v 7iEE:200°C
C D L i BE:250°C
T =4 — A A4 »:mlz528
at B BonlERA At~ N7 00068 — 7 HBEXIIES &

RO THREREZER L, REFFOAL RSV T BT Z2EHET D,

£ 1 Chem Elut (Agilent Technologies ) X IXZ i & [FREDH D
2 Sep-Pak Plus Silica Cartridge (Waters #) (21 472 R E DV W — N — 28k
LIeb DT EFRIFEDOL D
3 Sep-Pak Plus Florisil Cartridge (Waters ) (24 72K &ED U P — " —% 5
LT DOXIIZNERFEDO S D
4 JHIT 1 mL/min F2E & T 5, SEITSC TSI~ =FR—/L FEEMAT 25,
5 ZORBAX Eclipse XDB-C18 (Agilent Technologies %) XX = &[F%D L
D
6 LCMS-2010EV (EcBERT) 12 & % 54
T AR AALTIE, SEE RERSEEENT, ZToRne LTERSL
2
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(BE) GIEAN) T —a»

AR R K OVl U RS FE

NP WIRE . WRMEGE MR LR

gk L

B~

S

(mg/kg) (%) RSD, (%)
ik 75 £ A G A R Rk 0.005 3 815 9.3
0.05 3 85.5 3.2
0.5 3 89.1 2.9
A AR & R S DR 0.005 3 83.5 4.3
0.05 3 89.4 3.8
0.5 3 917 2.5
LoabAHTL 0.005 3 77.2 6.3
0.05 3 85.0 1.6
0.5 3 82.7 4.8
TIT 7T 7 ~A 0.5 3 91.8 17
5 3 7.7 3.0
50 3 78.7 2.8
- L[] R
s ; AR FEAR ORNEE MBI s Lsr RRTEREE
PHOME  mEn mEH (mgkg (%) RSD (6 RSD. ) o
VAL 7 R T 6 0 0.05 93.8 5.1 8.1 0.37
TINT 7T 7oA 6 0 5 87.6 4.9 14 11
- EE TR (B—RBR=ICX2mR B 0.005 mglkg (Bz4%# 0.5
mg/kg)
- R R IR (B =T X D D) OEHF 0.002 mg/kg (RZ4ZEL 0.2
mg/kg)
(B3E) ru~v 77 L6
A | B
oo} ori
A A
- o
0 5 10 15 0 5 10 15
{F$ i T (B i )

ZEBRRUAMEAHDOIOT NI S L
A BEER (> RXH¥- B 07 L LT 0.025 pg/mL)
B : WINECEL (BB ERE RS faEHC A > R 17 L LT 0.05 mg/kg 84 &
whn)

36 TATahLT
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37 T HX)LVTIINT Y
371 BIOHT RV ua~ N T TEBSHENC LB —FoNE
w31k B,

388 T TFA T2 INT (ZFF T2 INVTAVEIXFY AR TF AT = T
ANV ETe, )
381 =N A—FREIEOWEEK I v~ N7 7 7L DREEGHTE (20 2)
H3H 3Tk B,

39 =—FFr
391 B RAru~ N7 T 7EESWEICL D —FoMHE
EI3E LK B,

392 AV UREEOT A7~ N7 T 7L DREIDNE (FD 1)
W24z A,

40 —FFa—

40.1 =F T —NEOMDORIEOWEEK s v~ N7 T 72T AREREGHTEIZE S
[ IRF 53 AT 1%
FIHI 191k D,

41 =T 47 xR A
411 BEOT A7 v~ 7T 7E&ESIEHT L D —Fohrik
EI3HLIZK D,

412 BV L RBEBIEO T A7 a~w N T 712K AHZRERSHE (F01)
W24z A,

42 TRV
21 HAZu~ ~NTZ7 7k
A EHEOCHH
TR L Y T TR AEYE S, [CoHeCIOsP) 25mg % 0.01mg DMt £ THE Y |
FORMEATHEL, 50mL OEET I X2 AN, T b rEMATHENML, &
ICERETTE P 2MA T T R UEERKZRET S (2o 1mL X, —
FHRELTOSMgZEHT 5, ) o
BRI LT, =7 R AEEFRO —#%2 72 N TEMICAHRL, 1 mL
(LT HRE LT 2 g 2B AT 5T A MEEREZHRT 5,
B & =
o HWrElEl 109 £ 001 g DML TEY . ZORMEAFE L. 200 mL O
=M 7 2 alc A, Big—F /L —HEe (100+1) 100 mL %0z . 30 %y B4k
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VIBETHIET 5, 200 ML 02 ET7 I 223427 7 F—ikw}o FioE s, ditik
A (5 B) TWHIABTH, =MA7 7 A2 KUKk ZIARER:E- T L — 1
2 (100+1) 50 mL T¥EH L. FERICKEI AT 5, BIZEET 7 X a DI E
THEBR— F v —HER (100+1) ZNx. ZD#E 20 mL (Z4EICdH - Tid, B
FEfig— F L — e (100+1) TIEfEIZ 10 AR L7=tk. £ D 20 mL) % 50
mL DRI T T A ZIEMIC AL, 40°CLLTFOKIBTIEE A CHLET 5 £ T
JEWMG LT-th. EHEH A&k CHolE T 5,

T M —HEEE (99+1) 0.5 mL ZINX CEEDEEN L, A F AT 5
REHAKR & T 5,

ATl REHARIC N U ATF L UL YT A 9] 05 mL iz, #EHA
HBHOANSTWHRTIET T AarkERL, BAEVRE-% 30 nMEFET 5,
T hr—vxzFLo Y a—n (49+1) 01 mL 2z, 5°C LLFDOKB T
TIT7 TR EBA LD OROMNCBRA A > THET 5, TIZLL EO#
E% 2 [0S, ~FV o —FiR=F /L (7+3) 10 mL &Nz CTEREM AN
L. 77 DB 23 RHAIR & T 5,

NI T T A b H—RI=HF L (500 mg) FLROTU BH LI
=#h7 2 (690 mg) 2 EENENA~FY L —FEET T (7+3) 5 mL TEET
Do

T777A NI—HR I =2NDTLOTFICV Y ATV =8 T NE2HEGE L, Rk
WiR%Z I =77 JMZAI, WEANPFETAAIO ESGICET 2 E T &85, 30k
BHD AN TV T T T Aaz~dV o —Fifg=F L (743) 2 mL 5T 2
EEE L, WRANER I =0 7 A2, FRRICiH S E 5, Bz~ x5 —F
T (743) SmLEZI=H T AIZMATZT R 2L U B F VI =0T A
BITSH 5,

WRIWZ, 77774 MI—RI=HT7L%FFTL, SO0mLORTT T A%
VIUATNI=ATLEOTICESE, ~FHr—F#E=T /L (149) 10 mL % I =
AT LIIMATZT R Z2EHSED, BRI —Y=F Lo 7Y a—
Jb (49+1) 0.1mL Z Mz, 40°C LA FOKIBTHI 2mL £ THIEEM L%, 5°C
UTOKBTRIIET T Aa2BH LN LRER0DICERT A2 k- THlET 5,
Hifg—F /L 1| mL # EMICINZ THREMEZENL, HAZa~ 7T 7 0 — 2k
THOREHEK ET D,

AR DO A F AL TR ERER 1 mL % 50 mL O3B 7 T 2 2 ZIEMEICA
N, BRI Ak CHgETH, 78 b —FEE (99+41) 05 mL &Nz CTHEE
MEWRN L, NIV AFALI LTI AX PR 05 mL 2z, ZORJEER
L, B<IRVIBE 2% 30 mM#HEST 2, 7Ehr—Y=FL o7 Va—n
(49+1) 0.1 mL WMz, 5°C LAFDOKIBTRTIETY 7 A azmA LN HE0
INCEHRN A% ko CHplE+ 5, HER=F /L 10 mL % IEREICIN 2 CTREEY & Va0
L. FIZZ 0Dz o F /L CIEMICHIRL, 1mL TR LT
0.02~2 g FHY B2 &1 T 28BS OERER 2RI 5,

HAIa<  TT77 40—  REHARMOEERERS 4L 2 A~ N7 7
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WCEAL, 7ma~ 7T 02850,

et

[f=}

Foi asl o RYEERME (VBT v 2 —)

7 7 A EBARREX Yy T =BT A (0% T /) T a e
AFI—50%T AFRY o xH ApEESR, N
££0.53 mm, X 30m, FEE 0.5 um)

¥+ U ¥ —AHA :He (17 mL/min)

AA 7T 7 HA: He (30 mL/min)

# okt & A :H, (75 mL/min)

By B o R aikEzEi (100 mL/min)

OB HE AN ATy LA (60s)

PR AR B ¢ 230 °C

77 A FE R 80°C (1 min f/¥F) — R 10 °C/min — 175°C — &

I 20 °C/min — 230 °C (3 min {%FF)

B &% IR FE 250 °C
e
BozrrrBEERET5,
7 1 Supelclean ENVI-Carb (Sigma-Aldrich #) XXz & FZ%ED L D

At

Bz~ NS ALY —VHEY RO THREBREZIER L.

2 Sep-Pak Plus Silica Cartridge (Waters #) (234 72 K& D U W — N — &

L7ZZbDOXITZINEREDE D
3 DB-23 (Agilent Technologies ) XX Z i ERI%ED H D
(BE) piEAN) F—va v
« WINENR R K O U RS BE

e WA, VRINE R o L e
I (mgkg)  EL 00 Rep, (%)
% A B A Bk 0.1 3 78.8 14
1 3 80.2 11
A A AR IR B L A R 0.05 3 75.3 1
0.1 3 82.0 11
1 3 84.3 9.3
K 0.1 3 79.6 9.9
1 3 81.6 5.1
EI9H AL 0.1 3 85.9 7.9
1 3 87.1 45
TIVT 7 IV T 7oA 0.5 3 82.2 11
1 3 85.1 6.3
10 3 89.3 10
- L[] FER
S % Hhek =R WRIDMEE RNEIE  swer ke SRTHBURE
e T (mg/kg) (%) RSD, (%) RSDg (%)
P A HE T PR A 7 0 0.5 81.8 5.7 11
EobAZL 7 0 1 89.0 6.4 10
TNT 7 NT 7oA 7 0 10 90.8 3.7 11
- EE FIR (E—BREIC L 5 R B 0.05 mg/kg (R24%L 0.5 mg/kg)
- B FIR (E—3RBR=IC X 2 sl B 0.02 mg/kg (R24EL 0.2 mglkg)



(BE) vu~ 75 L
A

o

EoEE
EoEE

i
{

3 4 5 6 7 8 3 4 5 6 7 8
L {FFIaRL
BEZRRUAMEARDOIOT TS L
A HEWERR (TR E L T4ngiEN)
B: #maket (&9 86AZ LICZT AL E LT 1 mgkg tHY &N

43 T hF T ANLTRHR Y

431 NUANLT O AFNAZEOMDRBIEOEE s v~ 7T 75T DAVE ESy
FHZ X D RIFRES AT A
#3332k B,

44 T hT7 Ty TR

441 BEIDOHT A7 v~ 77 7EESIFHT LD —F ik
WI3M1ICk D,

45 T RT7AE—F

451 RBIEOT A7 v~ ~7 7 7EESIEFHI X 2 —F ok
I3 LICk D,

46 T 7ok A
46.1 BEIDOH R o~ T T T7EEDHTFIC LD —FohTiE
HI3HiLICX A,

46.2 HHEY U RBEBHON A7 u~ N T T 7L DRERSHTE (FD 1)
24z A,

47 T R TUT— )b
471 BIEOT A7 v~ 7T 7EESIEHT L D —Fohrik
31X A,

48 = MU AKRRA

48.1 BEIDOH R o~ T T T7EESIFHICEL D —FoNTiE
31X A,
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482 BV LV RBIED T A v~ 87T 712X BREHIONE (FD1)
24T LB,

49 = RFALVT 7y (- RALT 7 VKON B-= RA)LVT 7 V)
49.1 AMHEBRZRL BT I FREEOT A7 v~ N 7T 71085 %m0 HTE
H2Hi3Ick D,

50 = RANVT 7 AT =2—k
50.1 AMEZERKLOEET X FREEKOT A7 a~ 87T 71285 REHIDWTE
B2HIZICL D,

51 = RV
51.1 BEpHRr7u~ 7T 7EEBESWEHC L 5 —FoWE
3Lk A,

512 FAHEZERMNET I FREHKOHT A7 a~ 7T 712 852K HTE
23k B,

513 AHEZEREIHKOGT A7 o~ N7 5 7128 A RESTE
I3 TICTX A,

52 AXH T
521 BHOHTRAI7 v~ sT T 7E&NITEHZ LD —Fohrik
FIHI 1L D,

53 AxHvrm ARy

531 AXH I/ RAREOMDRIEOREK I v~ N7 T T 82T LB EGHTE
(2 K % [RIRE AT ik
FIHI201TX D,

Tl

54 FXxT T
541 B HAxru~ NI T7 7EBESIEHCL S —FoE
EI3HLIZTXK D,

s}

542 AMEHZZK/LOET I RREEOHT A7 a~ 7T 7128525 HE
W2HEiZ XA,

55 AXV ) =v g
551 ikra~ 75720 F ARBERSHTEE (Fo 1) F!
(i FH A6 PH « Fl S8 BEHLER L B OV 2K)
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A BEOBR

IV U = 7 BRI A%V = 7 (CisHiuNOs] 10 mg % 0.01 mg D7

EFTEY, TOHEATHEL, 100 mL OBOEET 7 222 A, KEgkr b

U AR (0.1mol/L) 1mL ZOVUK— A% 7 —)b (1+41) #50mL /x5,
TWAME L CAXS Y V= V7 BEENL, BICERE TK—AF /— (1+1)
M2 TAX V) =y VBIEERERZHET S (Zo| LmL X, A%V U=y
JWRELTOImg A2 EAaT 5, )

EAICEE LT, EHEFREO —MEK— A%/ —/ (7+43) TIEMEIZHRL, 1
mLFICAF Y V= 7E LT01~50ng 28T H5EEDOFF YU = 7 iRk
Wik 2 RS 5,

B & =

H IHTEEE 10 g 2 0.01 g OHTE TEY . TOEEZFEEH L, 300 mL &
Bt = A7 7 222 A, K30mL CBKIZ 20mL) % i % 30 4y T E 14
FIZ 0.2WN% A X U VERIRIR— 7 & b=k U (3+2) 120 mL CEIK1E 100 mL)
Nz, 30 MRV RS CHiHT %, 200 ML OBEAEET 7 A% 7 7 F—IF
SfoTFICEE, MK E T T ABHEARKT 2 THREIAB L%, KO =AT TR
2RO S ZNEAR 0.2 W% A X U VBRI —7 & =K U/ (3+2) 50 mL Tk
L, FERICRBI AT 5D, FICEET 7 A IOERET02wWN% A X U VEETE
W—7Er=hUJ (3+2) 225, ZORD—H% 0.2 W% A X U U BRIEIR
—7E h=bFU (3+2) TIEMRIZ 10 f5A R L7721, AHIKR 4 mL % 50 mL O 7¢
T T 7 A ZIEMEIC AL, K 10mL 2012 CTh 7 2Bt 2 iEHATR & 9
D

7T BB S Ve R P L —N-E= el RUEEAKI =N T L

(200 mg) 4% 7 h=Hr VUL 10 mL LUK 10 mL CTHEXRESFT 5, REHATR
I =T AL, WWEPFTRTCAFO BiglZET 5 E Tt S8 5, AR
DASTWERT T T Aaz2K—T =rU /b (9+1) 5mL §->T 2 [A%
L. WRZNEXR I =5 7 22z, WEN TR TAAIO Bl #ET 5 £ T &
5, 50mML ORTHTZITAAEZI=ATLAOFICEE, K—TE®F=F L
(4+41) 20 ML 2 =H T AIMATHX V) = JBERHIE S, IRHIERE
50 °C LA T DK TIE L A CREET 5 £ TR L2k, ERTA%2%- T
B4 2, K—AKZ /7 —) (7+3) 2 mL ZEREICINZ CTEEWMZE L. 5000xg
TSH5oMELDBEL, REBARRERIK v~ T 7 X T AEVE BTN X
HRECHT 2R & T 5,

Wik a~ v7 2 7% 07 NG &SN L 2 HE AUBHA R S OV 45 A%

U=y 7 BIEHERSE 5 UL 2k a~ N7 7 78 07 DB ESHTEHIEAL,
BINBOGHRM 7 v~ 877 L5155,
HIESME #l
(Rik7 v~ k77 7)
71 7 Lo AT BTN IR D BTN T A (N30
mm, £ & 150 mm, Kifg 3um) S



At

s Bt WK 0LVINBXRIRE— T h=Fr UL (7+43) (19
min f£FF) — 1min— (5+95) (5 min {&¥F)
it 3 : 0.2 mL/min

K7 A fE R K 40°C
(5 27 DRV RAHTRHET)
% 5 : AR E R TR

A4 4 v fb E:xzvs buRTL—AA41b (ESD) ik (EA A
E—K)

A4 & v Ji IR JE:120°C

FYNR_— 37 A N, (800 L/h, 350 °C)

vy &7 U —8&FE:2kV

= — v H A :Nz (50L/h)

o — v B Ok TROEEY

aYVar XX — FROELEEBY

T =X — A F v FTEROEED

#z AXVY = I BORESM:

TV I — TSI a—y ayvay
W et R A4~ R e BE  TRAF—
(m/z) (m/z) (m/z) (V) (eV)
244 — 30 15

S=w sl 262
AX V= 7R — 16 0 o

BOOBONERESRE Y v~ 7T A0 E— 7 HfE A KD THRER

EER L. BB O4F Y Y =y yBEERHNT 5,
1 ERERAETEDL LIRIETIT O,

2 GFP-95 (HillLBUERTHR) X2 ERED S D

3 Yl 1~2 mL/min F2E L 95, LIS U THE~ =K —/ F&/fHT
ol

4 Qasis HLB (Waters i, V¥ — "—F & 6mL) XIZZNERZEDLD

5 [Inertsil ODS-4 (Y —x YA = ZH) Wi EFEZEDOL D

6 ACQUITY TQD (Waters ) (2 X 2 £
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(BE) GIEAN) T —a»
* WINEI =R R UYL A i

; WINEE .. WINENR S fROE UK EE
Faw s i o
PR (mgkg) " L (%) RSD, (%)
i 2 T HELF Ak 1 0.01 3 95,5 34
0.1 3 90.1 11
il % P HLfl k2 0.01 3 101 438
0.1 3 92.7 0.8
WK1 0.01 3 83.0 6.4
0.3 3 92.4 4.2
3 3 90.6 2.8
K2 0.01 3 93.7 5.6
0.3 3 935 30
3 3 95.5 0.4
- S [FE R
T , Favet sERE WINRE BONENEE S UREE =2 ) i B B
P ORI =% % HorRat
HORE pan ek (mglkg) (%) RSD, (%)  RSDg (%)
i 5% T LA s 8 1 0.1 89.4 2.9 9.2 0.42
S 9 0 3 92.6 4.8 6.3 0.46

- BN (B—HBR=EIC L DR FRrsEEf AR (REZ9) H 0.02 mg/kg,
Bk 0.01 mg/kg
- TR (E—RBREIC L DR Fib 26 e BB (JELEZ4) 1 0.007
mg/kg, #kH 0.003 mg/kg
(%) va~ 7T L4

A B
| th
=] i3
Ie | i
12 14 16 18 12 11.1 16 13_
{25038, 55 1R300, 55

BERRUAMEROIOT TS L
A RER (XY )=y 7fkE LT 5ng/mL)
B : WANEE (BkicAF VY = 7l L LT 0.3 mgkg tHY &7RM)
552 Wikr v~ vr T T2 T AERSHE (X0 2)
(i FHEPH : fad ©)
A HREOCHH
521 DAL B,
B =3
Fh i et 5.0 g & 0.001 g DHFETEY ., TOEMEAZTH L. 300 mL
DB I =7 T 2l A, K30mLZ M, 300HEEZ. FIiZ0.2w/v%
AX) UK —T 2 b=k VU (3+2) 120mL /0%, 30 4 RHE 0 iBE Ty
T 5, 200mL OBOEET7 T AaET 7F—F}IOFICES, HiEE ST 2
THEARR™ 2 CRBI A L72th, KO =ZMAT7 7 2 a RO S ZJHK 0.2 wivd A ¥



U UBRIA — 7 =k VUL (3+2) 50 mL TyEH L., RERICES|A8T 5, &
ICRRET7 T ATOERET 02 WVN A XY VIR -7 h=HKU )L (3+2) %
Mz %, ZOWD—ER%E 0.2 WA X U UERIEKR—T7% =K/ (3+2) TIE
FEIZ 100 AR L7=% . MBRE 4 mL %2 50 mL O3 7 7 A 2T EMIZ A,
K1I0mL ZMMZTH T LALBIT S 2 REHATE &+ 5,
1T BRI S PRy Pr Nt r ) ROEESKI =D T A
(200 mg) 4% A% 7 —/L 10 mL K OVK 10 mL CTHEXREF T 5, REHARZ
=77 KA, WENFTRTAKO EEGICET 5 £ TR SE 5, REHARD A
STWERTHT7 T Aa%Kk5mL 5T 2 BEEH L., WREIERI =8 T L2
Mz, FREICHRESE 5,
50mL DT T T A2 I T LD NIZEE, A/ —/5mL #I =
TLAIMAZTAX YV =y 7 EREH ST 5, IWHITEE 50 °CLLFOKKB TIE &
Al BT D E CRUERME Lk, @R AT A2k THET 5, K—AHX /) —)
(743) 2 mL Z IEREICINZ THEREWM R L, 5,000xg T 5 oyl L, b
BRI EWER Y a~ 7 F 752 07 KV ESHTEHT L 2 EIC T 5 3 UEHATR
LT %,
ks e~ N7Z 72T MRV BGHTEHC L AWE 2461 O B OIRE7 v~
N7Z 78T DB RSHTEHI X DHEDHIZ L D,
iR 246.1 ® B DFIEOIHIZL b,
H 1 EEEREITEYE L REETIT Y,
2 GFP-95 (HiLBUEFTE) X ERFED S D
3 WEE 1~2 mL/min FBBEE 35, LEICS U THGI~v=FR—/V FEEHT
a3
4 Qasis HLB (Waters i, UV ¥ — _"—FE 6mL) XIZZNERZEDL D
(3%) HIERNY) T —va v
 WINTEN S fe OVl UK BE

- , WIRE .. WONECE MR UK B
ARORE gk PEY T ) Rsp, (%)
fab b1 0.6 3 927 3.9
1 3 91.0 6.4
10 3 89.8 3.0
feb B2 0.6 3 91.0 4.1
1 3 92.7 49
10 3 91.3 2.9
- : AW FEHR TSNP RNENCE  sngeEUe  RMESL
ABOIE  man mEH  (mghg (%) RSD, (%)  RSDy () oA
bbbl 9 0 2 97.6 2.5 7.6 0.52
b 52 8 1 10 91.9 2.8 5.3 0.46

- EE PR (R—RBREIC X D) B 0.6 mg/kg
- R FRR (CR—3RBR I X D ERR) B 0.2 mg/kg
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(%) ru~ 7T LH)

A B
- |
]

! 5

i i
| I Il\u_“_.__. R e .."n..-.n_..._ e

12 14 16 15 12 14 16 18
E = ey E-r= =TSy

BERRVFMAHDODIOT TS A
A HERERR (FF YV =y 78 E LT 5ng/mL)
B: #aEkt (o blcAx Y U=y 7EL LT 10 mgkg t8 4 ERIN)

56 FUHRbupby (FUVHRErbEy S5Z BEEKEET)

56.1 FVHRErbErZOMOREDOKREs v~ 7T 75T ZRERSHTFHT
& % RIFRES AT ik
FIHi21 kD,

57 HAYERRA
571 BHOT A v~ N7 7 7EESNFHT LD —F ok
I3l A,

58 7=z A r—)L
581 TATOINTZOMOEERDOWEKI v~ 7T 78T DEESHTEHC &
% [RIRE S5 AT 145
I 18Ik D,
59 INE T (INE YT FAYITARBRUANE v T)
59.1 k7 v~ 77 7 EESHRHET!
(B - s, &958AZ 0L, A7 a—vHA L —)
A HECHREH
1) T4 ARNF T o EAEK XS54 A RFL LY a v [ CsHuNS,
CoH204) 641 mg 8V, TOHEATHL, 100 mL OLE 7 T 2 3l A,
AL )= NEMATENL, RITERETALY )=V EMATRTA A FF
FERK 2R 2 (ZoR 1mLiZ, XRTAAFFI UL LTRTA A RFY
Vv a VR EREUE (mg) (20.006238 #F Lo (mg) #5HT 5. ) .
EAICE LT, BMEREO 8 a7 2 7V A nBEEREE — A 2 7 —/ (441)
TERICHR L, 1 mL 2% T4 2 b b LT 000202 ug &4 5%
RDFTA AR F o o BERE AT 5,
2) T HEINHAOEEBIEEK T ¥ T VA B EEERE 10 mL & KIZIE LT L L
&%,
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3) M A L-v AT A R — /KFi¥Y 100 g (9.95~10.04 g) % Mg
(1+100) IZEMNLTLIL &35 (EARFICHET S, )

4) Hifb=v Ak Hib=>/4r (1) (fEK) 2.0 g (1.95~2.04 g) Z/KIZ
WorLT100mL &1 5,

B = =

il H SdrakEl 10 g 2 0.01 g DHTETED . TOHIEEFLE L, 200 mL @
A =447 T 2 T AL, FHEREE 100 mL (R24#0iE 150 mL) &0z, 30 4y
WY THIET %, HiHTEA 50 mL ok @ Orh B I AfL, 650xg T 5 4[]
EOTEEL ., EEAE 20 mL (H2HCETE 15 mL) & 200 mL o3t =7 T 2o
(ZIEREIZ AL, TV VARG A3 2 3RHATKR &+ 5,

TVA VKR REEIRICE b=y SRR 2mL KOV =T K EmL &
Mz 7=1% 15 DR VIRYE, IV Z v T FAE T TARORRANNHE T o R
TAANF ARG L, 17 DT 2 EHAR E 35,

717 BLER RENRIRE S A Y U s T A (B0 mL fREEH) 212 AR 10
SEEET D, 300 ML ORTIET T A% 07 L0 FIZES, BWEHAKD A -
TWe =7 T Aak~FH+ 2 10mL T2 T3 REIPEFE L. iR EIRR AT 7 21200
25, WHNFETAHIO EIICETIETH FSETETIA A PSRV U Z2EHRS
B, FICAFTT U 120 mL 25 7 ASMA CRERICIEH S E 7%, BHRicT &
fy—YxF Lo/ Y a— (49+41) 05mL* 3 &Nz %,

WRHIE % 37 °C L FO/KISTHI 2 mL £ CHIERN L/-%, %E9 5 £ CTHE
FTHEG AT HTIVF O EEERIRIE — A X/ —)v (4+41) 4mL & IEREICINZ TR
Wz L, 5000xg T 5 il OnBEL. EBARERE n~ N7 T T EE
SHTEHC X D MEICHET 2 3EHRIR & T 5,

Wik v~ s 77 7EEBSHEFHCE2HE  HEHERAOE R T A A ¥ 4%
WS 2 uL 2K o~ N7 7 7ERBRSNEHIEAL, BIRA A U7 v~
N7TLEGED,

W S il

(k7 v~ 277 7H)

71 7 Lo F BTN Y ST T N (MR 3.0
mm, £ & 250 mm, HKifE5pum) *°

i e o T ETNA A BBRIRR — A X ) — b (4+1)

i i : 0.2 mL/min

77 A FE IR B 40°C

(& By et ™)

Fi tH 5 UEmAE & AT R

A4 F v fb k== vr heRxTL—AF21b (ESI) ¥ (EA A2
— )

X7 T A Y —H A :N; (2.5L/min)
B Mk 4 &2 N, (10 L/min)
t— k7 my ZiEE 200 °C
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C D L & MH:250°C
T =% — A4 A4 > :mlz150
1 BoNERAAUBRH e~ N7 400 E—7 &S XmE %R

DTHREREZMER L, REPFOX T A XU BZHEH L, ZhiC 1.83 2§

CCTHREIP OIS T INEy TIME LT AL 7 T LR OANE v T

R L TR A NVE oy TORBEEZREET 5,

E 1 RKETE, AEFo vy v 7 [CGHisN;O0.S,)HCl) . 47 7 A
(CsHiINS3-CoHy04) K ONR U AV T [CiHaNO:S,) &R T A4 A ¥ ¥
NCEML B OINE T ANy TSI LT AV T AR
HNE o FITHRE LT A NS TORIE LTCERT 5,

2 Chem Elut (Agilent Technologies ) XX ZiL L R%ED H D

3 MEFEWEORBIZLVEINENMET T 2560 H 5, ZORENHERS
NG EIE, WEZ 0.03mL EFTHOLT ZLICLIVEETLHZ b 5,

4 BRITABEDLEXRTA ANV URBRT LD, RO %
MEELZ L,

5 ZORBAX Eclipse XDB-C18 (Agilent Technologies ) XIXZ i L F%ED
D

6 LCMS-2010EV (BHSMEpTR) 12 X % &1

(Z2E) oHEN) T —va v
« IRDNTENI R Ky OVl UK P

N N N sH2 Sk > jile
W4 RO fgﬁf’aﬁﬂb %%Eyﬁ ﬁghﬁg
INE T LA L 0.02 3 90.4 4.0
0.2 3 84.6 4.3
FAT TR 0.04 3 86.5 5.1
0.6 3 67.7 0.5
FATT A Loy AL 0.02 3 88.2 4.7
0.2 3 80.1 5.8
FAT T A 0.04 3 92.4 9.4
0.6 3 85.1 4.9
R 2ANE T Lo AZ L 0.06 3 61.2 1.3
0.3 3 64.8 6.5
SAT TR 0.12 3 57.5 2.8
0.9 3 57.5 3.1
- [RIEAER
5 Sh ; Bk B WRINPEEE RN R R LR ERFEEE
o BRSO gi’%’ﬁ iéﬂiﬂ ﬁ?mﬁg) (%) RSD, (%) RSDg (%) HorRat
INE T LHILAHTL 7 0 0.2 74.3 8.1 26 1.3
FET— 7 0 0.7 72.3 3.7 21 1.2

- EE TR (H—RBREIC X DR ANE T EHHAHTLHF 002

mg/kg, FLAXEL 0.04 mgkg, A T a—rY A L— (REH) T 0.02 mgkg.
FAL I Th:EIHLAZLH 0.02 mgkg, FLALE T 0.04 mgkg, X2 AL
ZoZ b AZ LT 0.06 mgkg, #ALET  0.12 mg/kg

B TR (B—RBR=1CXk DR TNE T ESEAZLE 0.006

mg/kg, FHET 0012 mgkg, A 7 a—rH L— (AEY) T 0.003 mg/kg.



FTHT T TH: EHBEATLF 0.006 mgkg, FAEF  0.012 mgkg, N2 A

NE 7 9B AT LH 0.018 mg/kg, HZAEH  0.036 mg/kg

T CYRRIRINEGARR I, 2 0 2 5 ANCAR R A2 N U C 3k L 7223,
ZOEICTTDERVANE TR L, TOENEKRPMETT L2 L0 H

E) o
(23E) 7yu~v 77 L4
A
|
ol I
A |
ojr [
i I\
1] 3 10
#3300 7
B
the |.i
A .
o (1
1o |
h H—H—H—*-.aﬂ—-M-r-w-—vd-—M.m'l l‘l"\-ha-\_m.-r“---m_,,_... e i
0 5 10
EEEiGih )

BERRUVAFIMEHOIOT T T L
A BEEERR (RT A A MF L LT 50 ng/mL)
B: #MEE (L9 bAZ LICHILZ vy 7L LT 0.2 mg/kg FH 24 E7N)

60 BRI
60.1 HANYN HNVRTFZUROT =) THNVT OWREI v~ b 757207 N
TV BT RHT & 2 [R5 i i
FIHE 22128 %,

602 HNANYNLEFOMDOEKDWEEK I a~ 7T 7% 07 ARVEESHTEFIC X DIE
R A IREA
3231k B,

60.3 H— A — FREEORIKI o~ 7T 72X AREEESE (FO1)
I 212X D,

604 H—NR"RA—"NREIEOH 27 a~ K7 T 712X 5 RIS E
Wa3EiAIzL A,

61 N7z hTF o FL

61.1 EEOLT A7 n~ v7T 7EESHIFICE D —F oWk
EI3E LXK D,
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62 T msRI R
62.1 T=FTu—NZOMOREIEOWEEK I v~ NTT 72T MEBESHFIZED
[ IRF 53 AT 1%
HI3H 191k D,
63 HNRUETN (INRUFIAN FHT 7 X —RMAFLKRR) I))
63.1 FAT7 73— NEOMOWEKs o~ 7T 7% T AREESHTFHIC X 5 R
HIMTIE
HI3E 351k D,

63.2 k7 v~ 7T 7 EESHRHETL?
A HEOHHE

1) IR H Y NFEUERR FI R Y I [CgHgN3O2) 10 mg % 0.01 mg DOAF
FTEY, TOKEEFHEL, 100 ML ODEET T AT AN, A% —LE
ZTCEML, BIHERETAY ) — Va2 THIR Z Y WFEUE R % 53
L (2o 1ImLit, AARUCEDLALELT0I0mgEZEHT 5, ) o

EAICE L C, EHFIRO —fEZ A X ) — )V CIEMICHR L, 1 mL FichiL
NRUBDHE L T2 U0 EZ BT DI H D SMERERE 2T L. FBRRISIC
3%,

2) FATZ7 73— M AFUERER (GHIRAEHZT A7 72— F AT LV OERE R D
NOGEEITHERT %) FHT7 7 F— h AF /L [C12H1aN404S2) 10 mg % 0.01
mg DHIETEY, TOHMEEZFLHEL, 100 ML OEBE T T AT AN, AX ) —
NEMZTENL, BIHERETAY )=V ENMZTTFAT7 7 31— b A F LY
Rz i+ 2 (Zo 1mLix, 477 F—FAFLE L T010 mg 2 &4
T2, )

BRI LT, RO —5%E A ¥/ — /L CEMICHRL, 1 mL ficF4
T77F = AFNLELT2UEEATLHT A7 73— AT UERERAFTEL
FABR SO 45,

B = =3

Fh i SIHTEREL 10 g 2 0.01 g OHTETEY . TOEEZTEE L. 200 mL &
=75 232 A, L-7 A3V E UK 0.4 g JeOVK 15 mL (BE4%ELI 30
mL) &M% 7= 30 /rMEE T 5, FIZA KX /7 —/L 100 mL (FzHEE 120 mL)
Mz, 30 MR VIEE Tt T 5™3, 200 ML D287 J 22 %7 7 F—iF}
DFICE S, itz AH# 5/ B) TWSIAMET 5, oo =77 2 a kU
SENARA Z 7 —/L50mL THE L. FERICKSI AT 5, BICRET7 7220
ERRE TA K ) =V EINZ CHRIRSTEL | I 2 30BN & 954,

WSy EL | BUBHAR 10 mL GZBEIZ & - TIXEUEHAR 20 mL) % 1EfEIC 500
mL O5RF A ICAN, L-7 A=V UK 390 HifkT R YU T AR (10
WV%) 150 mL K QM4 100 mL 201z, 5 0 MRV IR E - %EE T D,

Kig (FFE) % 200 mL @ h—/LE—D—IZ AL, D pH ZKE(LT NV D
LYAWE (Amol/lL K Tr 0.4 mol/L) T 6.7~7.1 ICFHIKES 045,
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pH %% DK JE % 500 mL O3l sF B IC AL, Y7 v A% 100 mL %0
Z. 5 OREIEVIBE-%EFE L, Y/au A X (FE) % 300 mL o3tk =
7 7AW AND, YrZunrAH 100 mL &5 B2z, [FARICEE
L. V7ua22r@efo= M7 73 2alZNxb, Y/ A JEgkiEagn
Wil NV v A (8EK) THBAKLE, 300mL 0247 7 A3 l2AHH (5FEB)
TAIBT D, HO=AT7T7RAarz/bEOY7ua XX THREFL, ERELDA
MEzEL THEREEDLED,

Z D AIRICHERE 0.5 mL Z 1%, 40 °C LLF ORI THI 0.5 mL F CTlLE g™
Licth, BRI AL L> THET D, AX /) —/2mL 2N THEREMERML,
PAER SO 3 2 3 EHATR & T 5,

PABR S REHEK DO A > TWAHRTH 7 7 2 2 |ZEfE (1+1) 10 mL, FEERER
02 g MO 2~3 [l %Nz, BEREHEIZ 2 86 L7=% . 120 °C Ol LT 30
SN CTFF 7 7 X — b AF NN E DR D NIEH L% G 5,

HiER (1mol/L) 10 mL Zi#im H g0 BE SNz CTERBEZ Teve L. RENAR
(ZE DY, WRIEEL T 53BER & T 5,

oyl 1 BUBHANR & 100 mL D43k C 2 AdL, SEHEK DA - Tizie
T 7 7 A azifiik (Lmol/lL) 20mL THE L, HEiRERENRRICG YD, &
(2R C ot b U A 5g (45~5.49) ROMANFH L 20mL Nz, 5%
MRV IR 72 %#EE L, KE (TE) % 100 mL O43 iR} D IT AL D,

RIS D IZ~FH > 20 mL 201 x, 5 MRV IRE - %#ET 5, KEE
100mL ® h—/vE—H—IZ AN, ED pH ZKEE(LF N U 7 AFHE (10 mol/L %
Y1mol/lL) T 6.8~6.9 ([ZFAHE™ L=, 300 mL O3k EICAND,

SPRIEEE E ICHEE =T L 50 mL A1z, 5 orIR VIBE /% E L. KE (T
J&) % 300 mL OoyikiwtF FIC AL, Bifg—F g (L) % 200 mL O =# 7
T A AND, iR} FICHEBE =L 50 mL # %, 5 R IRE - %5
BEL, KBZET, HilRoTF VEEZ O A7 T 23 l25bE b, BT L E
ZEEOWMEST FY v A (HEK) THAKL, 200 ML O3 7 7 X 2iZAH/K (5
i B) TART D, EO=AT7 T A% VbEOFBET T NV THE L, TKE LD
AEEL TARE ALY S,

A% 40 °C LLF ORI TR L mL &£ CRUEIRMG L%k, BT AL %> T
95, HER—F /L — AKX ) —)b (19+1) 5mL M2 CEEWEREN L, BT
LRI B 3BHAK & T 5,

T HALER TFLUIPTIVN-TaE LYY A ) BV =h T A
(500 mg) *1° & FEEEE=F L 5 mL THEFT D,

50mMLODORTHT T AT I =T LD FICES, REHAREZ I =07 HICA
. BENFTECTARO ESICET D E TR FFY L, IARUA T AEFHESE
5o REHEKD AN TWERTIRT7 7 A aZfig~F /L — A% 7 —/ (19+41) 5
mL 2T 2 [IPEHF L, WREIERI =0 7 22z, FEkCRE S8 5, i
FEfg = F L — A %/ — b (19+41) 10 mL % 2 =5 7 Mz, FEECTHE S8 5,

R % 40 °C LLF ORI THI 1 mL & CHUEREM L=k, BT AEE-T
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Wil 5, K—AZ =) (1+41) 2 mL ZIEREICMZ CTEREBWZIEN L.
5,000xg T 5 ffE.Om L., EBAREZIEE v~ N7 T TEHEESGHEHZE D
BEIHET 250K & T %,

FEYEWR D PABR B TN B PERER X T A7 7 F— b A FIVIERER G
BHRICTF A7 7 2= F ATFNLVOERENEDONDGEDOHRTH 7 72— A F VR
Wiz %, ) 1mL 2 200mL DR $HT 7 A 2ZEMICAND, LI, #0B
EIR D6 & RIRRICBABR UG . W EL N OV T DALBR 24T, R =1 T A
5O Z 40 °C LLFOKIB TR 1 mL £ TRUEREM L%, EF T A%2%-
THZ[HE T D,

K—=A% ) — (1+#1) 20 mL ZIEREICINZ CHREMZREN L, TIZZO]ERD
—HEAK—AF = (1+1) TEMICHR L, 1 mL FIZH AN E T A ET
A7 7 F—hAF)LE LT 5~200 ng Y EOR OB E & T D EEAERK & R 5
T 5,

Wik v~ 877 7HBESIFHCEDHIE SRR A SR ERAS 2 uL ik
oo~ s 77 7EESHIFHTIEAL, BRA A R e~ N T 552155,

HIES B

(k7 v~ b7 7 7%K)

71 7 Lo F BTNV D ATV T A (N 3.0
mm, £ & 250 mm, HKifE 5pum) %12

i i3 % : 2 mmol/L Bl 7 > & =7 MEIR— A # / —/b (3+1)
— 15 min— (2+43) — 0.1 min— (1+9) (7 min f&
F#) —0.1 min— (3+1) (8 min f&FF)

it # : 0.2 mL/min

77 N fE IR JFE:40°C

CBL B 53 BT 71 2)

\
/

pil

fR H T VU MRTVED BT B
A4 F v fk iz bR L—AF 1k (ESD) ¥ (EA A%
—F)

7T A X —EE 100V
X7 T 4 Y —H A : N, (340 kPa)
B, M F A : Nz (10 L/min, 350 °C)
¥ ¥ 7 U —%EJE: 4000V
T =4 — A F ¥ :mlz192
At B Bonl@E&RAA U7~ N7 AL —7 &S dmE %K
D THEREER L, BRETOILRED L (F4T 7% — R AFLROR )
SNEANRCEDNIEB L0 E2ET, ) BERHTYT 5,
E 1 KETIE, ABHPOFA 7 7 32— F ATV [CraHuN4O4S,) KO I b
(CisHisN4O3) D NRU XD AZEB L, REP OO NR o FT DA, SL
ROV E LT A7 72— M ATF VR OINARZD N IHE LT
R INVOfEfE L TERT D,



Fo, RIEICEDY, FRRCHEEIYOTF A7 7 12— 8 [CuH1sN4OsS:) OF
MAMET D ENTED, TOHREOWKs v~ N7 T 7 EESHFHZ X
HPEIZBITHE=F—AF 2 1E mlz206 TH 5,

2 OHMBRETT A7 7 X — R AT ARHANANRUE Y AOHERNELTT D
DOTEERFRIATY, ARKIGCE TOEREIR 1 HTRDOLEZTR IV,

3 ZOR, fiHIhER IUE, IARCE Y RNIERIND,

4 RAEHFDOINRUFEI N, FTET77R— b ATF VKRR I VOEEN
LW, HIHEE A% ) — L THRERL TS U OBRIELRIT S,

5 KEE{LT RV U AW (4 mollL) F4mLEINZ7-t4, KEgbTF MY oA
Wik (0.4 mol/L) % W CHRHET 5,

6 pH A ITECC 1 E H OE D RERIEETT O,

7 v/un R UBORKICEZEOREST MY v A (HK) EHWD LR
FICLDBEOBRNYE S DO THER/NEEZHND,

8 BARIWETDHIETA 77X = NATFANRSMTHENHDLDT, 05
mL FREE CTRM Lok, ERTAZREONICE-TY I/ rr A ¥ 2
=¥ 5,

9 JKEEtF RV U A¥RR (10 mol/L) £ 14 mL 2N 7%, Kk ~U »
LVEWR (Lmol/lL) ZHW TS 5,

10 Bond Elut Jr. PSA (Agilent Technologies ) (242K &ED Y ' — —%
HAELZ O EREZED L O
11 JsiE 1 oM 2~3 mL &5, KB U TRkE~ =R —/L REEHT
X
12 ZORBAX Eclipse XDB-C18 (Agilent Technologies #) XX Z i &R0 D
13 Agilent 1100 Series MSD SL (Agilent Technologies $) (2 & % {144
14 FFHT77F = AFUIZONTIEL, T4 7 73— b AFIVEERER Z H
H720, MERNLRDIZABITOF AT 72— M AFIVEIZ 056 ZF L
TREFDOINAR Z Y LAEITHBET S,
(BE) piEAN) TF—va v
< WRINIEN R e OV LA

WINRE Mok BSIENER Mok URE

R N " ;
¥ SR D TEEH (ma/kg) L %) RSD, (%LLT)
HNRH YD N Lo9bAZL 07 3 84.4 6.8
FEL— 10 3 98.3 0.8

FAET7F—FAFL EH9HA5ZL 07 3 84.4 9.5
FEL— 10 3 82.1 6.1

R I Eo9bAZL 10 3 101.4 3.2
FEL— 15 3 105.8 5.0

FE7 7 F—h EovAZL 07 3 57.9 44
FEL— 10 3 64.2 8.1
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EAEEN

Aok AR ORINEEE RMENN R e UkE SHEEBRE HorRat

gk BHOME gen men (mg/kg) (%)  RSD, (%) RSDr (%)
FHT 7 H—F EsbACL 6 0 13 535 4.6 14 0.85
FEL— 6 0 2 416 43 2 22
FATT R L5 uBIL 6 0 13 87.8 32 15 0.95
AT FEL— 6 0 20 83.1 46 19 18

- EE TR (B—BR=EIC X 2HR) TN HZ Y 5 REFR 0.05 mglkg.
FA T 73—k AF v BB 0.04 mgikg, X 2L B 0.06 mg/kg

- R TR (BB X D) TR Y A kR 0.02 mglkg,
FAT7 7 x—kAFL o REF S 0.01mg/kg, X/ b REFF 0.02 mg/kg

(%) /a~ h7 T L0

: ] Pl Y
|
g | ' EBc
| l |
0 5 10 15 20 25
{F R, 5

WIWARUESLRUVEBC (FAI7742— F2HBRIGSETEOND
IFIL-2-RUVAIHEY—)LAINT—F) OO TS L

64 HNVARTx ) FF
64.1 FAHEY VREEO T A7~ N7 T 712K DRMESHE (2D 1)
24z A,

65 HIALRTTL (IVRT7T U KO3-OH BLRT T )
651 ANNVN ANRT T ROT =) TANT ORI v~ 87775207 A

RUE BT et & 2 [R5 AT i%
HI3HE 22128 D,

652 IR ILFOMOEIKOIFIK I o~ v 7T 75T ARV ESITEIC K S [HE
e ATk

323k B,

65.3 H— A — FNREIEDKK I o~ K7 T 72X B EIESHTE (20 1)
Wa3Fi2IckL A,
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66 3-OH W/IVRTZ v

66.1

Wik B~ 7T 8T N R A
A HEOH

3-OH 7]\7/1/7:’?7 = V’f?@{& 3-OH 77/1/7‘]{7 3 Ve [C12H15NO4] 10 mg %\f 0.01 mg D

1

HiE TR, ZTOKMEZTLHFL, 100 mL OLET T AIIAN, AX /) —/IVE
Mz TEN L, FITHEBRETAZ ) —LE2MAT 3-0H LR T T U AEUHERIK &
RS2 (ZoE1mLix, 3-O0H LR 7T L LTO0ImgEEaHT 5, ) o

FERICEEL T, 3-OH AR T 7 UFHERK 4 mL 2 20 mL OR®ET 7 22|
IEREIZAFL, BITHEMRECTA Y /) — &Mz T, 1mLFIZ3-O0H WV KRT Tk
LTC20 ug 25 H T 2EMEST D, ZORO—H%Z, 7k =k VU LTIEMRIZ
L. 1 mL 2 3-OH LR 7 T & LT 0.1~20 ng &4 T 5450 3-OH
AN T T ANEHERR & S 5,

B & =3
as] AR 5.0 g &2 0.001 g DHTETEY . ZOHEZEFIHK L, 500 mL

DT T 7 A2 A, HEE (1+29) 130 mL, #bEA 3~4 KL U 229l
FlmL 2Nz, BERHASE S L, LRI L T35, 200 mL o2&
7T A% 77—} OTFICE S, K E T T A AT TR AL
Tete., D237 7 A a ROk S wIARER (1+29) —7 & L (5+2) 50
mL CTUF L., FERICEEIABT 5, FICEET 7 A a0EjE CHE (1+29)
MR T, ZOWK 2mL Z 10 mL OFRREBRE IZ EMEIC AL, HEE (1+29) 2mL &
Mz 17 HAER TS 23 0BHATKR &3 5,

BT LM RERRR A SN Y U BT A GmLEREA) T2 AN, 10

SEFET D, 100 ML ORTH T T A% 0750 FIZES, REHAKRDO A-
TWERBRE Z~F Y —Fif—F /L (1+41) 5mL 3> T4 [mFE L, FTiREIE
WA Z DT Z, WEDFETAKIO EIGIZET S5 FE T FLT 3-0H LR T7Z
VERHESES, Bty —fig=T v (1+41) 20 mL &4 T Az CIA
BRI S, WHIR A 40 °C LA F ORI T 1 mL F TRIERHME L2k, &K
A%k CTHIET 5,

FEig =T L 1mL 2 CTEREWEZ R LIcth, ~F o omLzix <, 77
LAVER N 2 EHARR & T 5,

717 NALER T3 YUBTNI=AT 5 (690mg) 4 EEEET T L SmL KO

X2 5mL CIERERT 5,

REHRR 2 X =7 DA, RIEDSFTETAR O FIgICET 5 F T S5,
50 ML DRI T T A% I =T L0 FICES, REHAKRDO A > T\ TE
7T A ak~FH L —FigETF L (3+2) 5mL 0T 3 [P L, BRI A AR X
=T AIMA, BENFETAAIDO EmllET 5 E T F LT 3-OH AR T7 7
vEWHEE D, BlIAF o —FEETF L (3+42) 5mL A I =047 AR T
FREICIA I S8, WK ZE 40 °C L FOAKB THK 1 mL £ CHUEEME L%, =
BN Ak THET D, 7 F=F UL 2 mL Z2IEMHICNZ THEREDEZELL,
k7 v~ 75748 07 MVEESHTEHT X 2HEICHT 250BHAK & 32,
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ks n~ 777807 ARERGHE AR MO 3-OH IV T7 T >
RIS 2 L 2k 7 m~ 7T 7 2 o7 DREBESHTRHIEA L, BRI
BitlZ7 o< 77 0885,
e S |
(k7 m~ ~7Z 7#)

7 7 LA ETINNT I Y BN H T A (N 2.0
mm, & & 150 mm, KifE 5um) *°
i i G 2mmol/L Bt 7 > E=Y A—TE h=FU L
(95+5) — 10 min — (10+90) (5 min £&¥F)
it # : 0.2 mL/min

B 7 h M 40°C
(5 27 DAV RS HTRHE )

fR H o DU E RS B i EF
A4 F v S xRS —A A1 (ESI) ¥ (EA 4
£— K)

A4 A ¥ Ji iR FE:150°C
TV _X— 3 H A: N, (1,000 L/h, 500 °C)
¥y v 7 U —%ME:31kV
2 — v J A :N; (50L/h)
o — v @ OJE:TEROLEBD
2 Y ¥ g v 4 A :Ar (0.4Pa)
Y Va R F— FROLEEBY
T =X — A4 F v FTROERBY
#* 3-OH WK 7T ORESME
FUh—H—  TaX TN a—r  avar

B 1t T mBRA R BE  TaLE—
m/z) (m/z) (m/z) (V) V)
\ 163 — 28 14
3OHIART T 238
— 181 28 10

a B HBonERKSHRH 7 v~ N7 7 A6 E—7 m S ImEE KD
THREREZIER L, PO 3-OH WLV ERT7 T BEFEHTHET,
£ 1 GFP-95 (fILEEFTRY) ST Zn L FRFED S D
2 InertSep K-solute (5 mL fRFfH) (¥P—= AP A =2 8) T2 & [A
EAPR N
3 % 1 mL/min FREE L 975, MBEIS L THRSGI~=F— a2+ 2,
4  Sep-Pak Plus Silica Cartridge (Waters $) (24 2R & D U W — N\ — & HfhE
LEEbDXITIZNERFD S D
5 Mightysil RP-18 GP (BdA#/{LFH) XIXZh EFREDH O
6 Xevo TQD (Waters ) (2 K 5 544451
7 ANKT T URICHEET LG, 20933 2Rk LD,



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

- S IR WINEN R BORURSE

BB T3 (mg/kg) AR L %) RSD, (%)
PIRIR B A B A 0.01 5 87.4 4.8
0.05 5 84.8 2.3
SLAAERE H LA ek 0.01 5 83.0 4.0
0.05 5 82.2 2.3
N 0.01 5 85.8 2.8
0.1 5 91.3 4.2
EHBAIL 0.01 5 88.6 1.3
0.05 5 88.1 2.3
TINT7IVT 7oA 0.01 5 86.2 4.3
13 5 83.3 1.1
faib 0.01 5 88.2 6.1
0.4 5 84.7 1.4
Tl T LA ) 0.004 5 83.7 6.1
0.6 5 83.4 1.3

- S [FE R

Hahak EAR O RINIEE  FNEGE  sagk Uk SRR EURSE

SR FEE BEH BREH  (mgkg) (%) RSD. (%) RSDx (%) HorRat

FLA P A LA R 9 0 0.1 81.4 5.8 11 0.50
INFE 9 0 0.01 87.4 3.0 24 1.1
oA L 9 0 0.05 89.5 34 5.8 0.27
TINT 7T 7oA 9 0 10 95.7 2.8 12 1.0
b b 9 0 0.4 87.6 2.2 11 0.58

- ERE PR (H—fER=EIC X 5% Bl (Fes sl eh Rz y) F 0.01
mg/kg

TR (BR—R BR=EIC L DR ARk (RGP AL B I R Rz ) h
0.002 mg/kg

(%) Z7u~ s7 T L)

>
w

24550 E REL Y

ﬁ:s}x ﬂ; 19500

m:akx ﬂ-.l'-t'I FEL

o >

e} === % 9500

Fﬁ asa - ?LIE J.:-a-: o
= oz 4 g & 10 12 0 2 4 6 & 10 12

1F3F0SRE. = {FiaRE. o

BERRUAMAROIOT LTS L
A HEWERE (3-OH IV R~ 7> & LT 1.25ng/mL)
B : #EE (REIEE AR AR 3-OH H/LR~7 F L LT 0.05 mg/lkg #0324
IR

67 XU NLHLT
67.1 H— A — "NREIDKK s o~ 7T 712X HREIESITE (20 1)
33212k A,
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672 H—N"A—NREIEDOH A a~ 7T 712X 5 RIEESHE
EIE AL B,

68 F LKA
68.1 AV L REEO T A7 a~ 7T 712K DRMEIDHE (D 1)
24k B,

69 F¥/ AFAFx— |
69.1 HAZu~< k7T 7ik
A HEOCHH

X ) ATF AR — MERERKR X ) AFAH— K [C1oHsN20S,] 20 mg % 0.01 mg @
HIETEY, ZOEETHL, 100 mL OHALET7 T A3 |Z AN, 7k
EMZTEML, BIHERETTE 2N TE ) AF 43— MMEUREFK % i
W2 (ZoImLiZ, ¥/ AFAFX—bELT02mgEEHET S, ) o

HRAICE LT, EEFIRO—#%2 7% > TEMICHR LT, 1 mL HiF )/
AFAHX—FE LT 0.05~25 ug 50T DHEDOF ) AFF 53— MERERZH
5,

B & =3

Fh i ATERE10 g 2 0.01 g DT ETEY . O AZFLEE L. 200 mL O
ke =7 T A3z Ak, HEE (1+4) 2 mL X OUK 15 mL 2z ML, 30 %
W E%, BICT7 & b 80mL Z %, 30 RV IBE T4 %,

300ML DT K77 Aa%2T7 7 —RIDOFICES, Mitikz A# (5FB)
TGl A LT, e =A7 7 2Aa OIS ZIART & h 50 mL T L.,
[FRRICW G AT %,

A% 40 °C LA N DK T 15 mL BLFICHEUERHE L, Wik U 7L 5g
(4.5~5.4g) ZMMZTHT LB HEST 2REHATKR & T 5,

717 NE L REHRIEE LM Y T 4 (20 mL RERT) TLiIC AR,
50 MFET D, 200mLDRTIET7 7 A% 7 L0 FICES, REHAKRD A -
TWERTIETZ 7 A3z ~%% 2 10 mL 95T 3 [\IPF L, PEiRE 7 A2
2, WWEPFETAHD FGIZETH2ETHR FLTE ) ATF 4 X — 2R S5,
BT Y2 70mL 24 7 A2 TRBRICEH S8, KR A 40 °C LLF oK
WTIEEACTET 2 E TN L%, EFH AL %> CTHIET 5,

vrua~dYr—T7% b (4+1) 8mL ZIEFEICINZ CTHREM AR T, 20
Witz 10 mL O3 OIEBAE IS A L, 1,500xg T 5 fEiE Do it L, BRI
HALT T T g E— (JLO0S um LLF) TAEL, B 7 L0811 I35

BN & T 5,
1T HNALER REHAW 40 mL 27 NVRE 7/ n~ N7 T 7IEAL, ¥ AT

ZF— EREHT D5 % 50 mL O T 7 7 A 2|25 L, 40 °C LA T ORI\
TIFEALCHETHE TR LB, BETAZE-> THET 5,
T by 2mL ZEMBICINZTEREMEZENL, TAZa~< N7 T 70—t
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A

LRBHRIR &35,

Fimdrsa~ N7 T 7 4 —

Bl

T A AFLUVESARCEUHEAES T A (N 20 mm,
£ & 300 mm, RIfE 15 pm)

H—=RHTFLh: AF LI R PB U ESED T 5 (RN 20 mm,
£ & 100 mm, RIfE 15 pm)

wOBE Wy ruandYr—7Tk b2 (441)

it ;5 mL/min

5y B M 4y 115~145 mL

ra< NI T7 40—

REHRIR M O F ) A F AR — MEMERS 2 uL =4

Ayma~ T T 7WZEAL, Za~w NI LEGD,

it

e

t

7

R

5
77 VAR

Xy v —HR:
AATT T HA
S & SY SIS
B B 7
FE W S SN
FROBEE NS IR
AT LR R B

B g R
5
fERE L,

T 1

TvT1 U EA F AR

BRIAEEX v T =75 G%Y 7 ==/L—95%
VAFARY vaxtra—7 07 NEE0.32 mm,
R &30m, fE/E 0.25 um) *2

He (1.5 mL/min)

He (30 mL/min)

: Hz (3 mL/min)

: HEJRZE5 (90 mL/min)

A7V v hLA (60s)

250 °C

80 °C (1 min f&Ff) — H-iE 20 °C/min— 280 °C (10 min
(ESS))

280 °C

Bonfzr/a~ N7 7 AL E—7 B THEEZ RO THRERE
B OX ) ATFAR— N EEEMNT 5,
Chem Elut (Agilent Technologies ) XX Z L& RO H D

2 DB-5 (Agilent Technologies ) XX Z i &L [F%ED LD
(23) HEAN)TF—va v
< IINENN R e OV U RS BE

o O o RIEIRE o UK
S F kg PR e, (o)
7 8 Bl 7 1 B A BB 0.05 3 98.5 0.2
0.25 3 91.1 1.0
2 E 5 0 B & BB 0.05 3 97.9 26
0.25 3 91.9 5.6
TNT 7N T 7oA Fa—"T 0.05 3 95.9 3.8
0.25 3 82.1 1.7
F— o~ A 0.05 3 91.1 55
0.25 3 83.1 1.9
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« JL[R]EABR

S ¥ AHR TR UMPREE WMEMGE sk URE  SEFEEURE
PROTR  wan wEk (mgkg () RSD, () RsDy ) O
e T AT 5 0 0.1 98.4 34 7.7 0.35
- EE TR (E—-RBR=EIC X 2R B 0.01 mg/kg
(&) rya~ 7T L
A B L
f |
tor Hh
i | e | |
ity | g LRy
LU di |
6 } 5 10_ . _1.5_ S -{] r - 5 v ——— e 1I] . 15. .
{R4503R8. 455 RIS,

BERRUVAFMEHDOIOT T T L
A BEER (¥ AFAF—HFELTlngiEAN)
B : WNEE (RS R AMEHI S 2 A F A x— & LT 0.25 mg/kg FH4 &
wn)

0 Fxy7rxv
701 HAIVwu~ 777k
A HEOCHRH

Xy X R Xy 7% [CoHsCILNOLS) 25mg % 0.01 mg OHFE TE D |
ZOREETLEEL, SOmL OLET T A2ZAN, T M ZMATHEML, B
ICHERETT 2 b2 M2 TRy 77X UERERKEZFART S (20 1 mL 1T,
¥y 77X L LTCO0SmgaEaaT 5, ),
BEAIZES L C, BEERIRO—FE2 ~F 5 U CTIEMICHIR L, 1 mL FiZf v 7 ¥
v L TO005~1.0ug #E5H T HHADOF v 7% UEHER AT 5,

B =

h H IHTEREF 10 g 2 0.01 g DHTETEY . TOHMAE &L, 300 mL ©
e =77 2aiz A, U UEE (1+11) 20 mL (#24K50% 30 mL) ZA0x., 30
SEEER, BT 100 ML (REAR X 120 mL) A 0%, 30 rfiik v IRE
THHT 2, 200mL OLET T Aa%2 7 7F—F}O FICES, MHiRE 5K
(5% B) TWSIABLIZE, EO=A7T7 2Aa kK ZIERT &~ 50 mL
THeVE L, RERICHSI AT 5, BICEET7 7 AAOERETTE N ZMA 5,
ZDOWRA0mL & 200 mL DR T T T A T IEMEIZ AL, 40 °C LT ORI THKI 4
mL (2B 6 mL) & CRUEREM L, 77 LLEE LIS 2 BHATIR & T 5,

BT AAER L RUEHRIEICY B (1+411) 5mL ZNx CTIRA L7, LA
YT A (20 mLARFFA) AL, 10 rRERE T 5, 300 mL TR
TAAENT LD FICEE, REHREDOAN> TWERTET T A az~FH



10 mL 92T 3 EIPEHE L, TRk ZNEXR T 7 L&, WKiE2S R TAH D Rkl
THETHMIFLCHR Yy I X U BRHEESED, FIXAFH L 70mL 207 A2z
TRERICIEH S E 2, WK% 40 °C LT OKIBTIZ & A CHa[E T 2 £ TRUER
e Licth, BRI ALZ LK THET L, ¥ar~ndHhor -7k M (4+41) 10
mL % EfECINZ CTREMERNL, AT 707 44— (FL£% 045 um) T
AL, T LEE NI AREHAR & T 5,

VAN K | HAEHAWR 5.0 mL 27 Vg% a~ 7T 7ICEAL, v FH
UAEHT S5y Z 100mL O T T T AT EL, 40°C UL FOKIRTIF L
A EHET D E CRUERME Lok, ER AT A2k THET 5, ~FHhr—v=
Fro—7)b (1+41) 5 mL ZMx TEEMZ L, B 7 LB N 23 55K
BHAK &3 %,

FNREI v~ NI T 7 40— B
T A AFLUVE ARV UESE S T A (£ 20 mm,
£ X 300 mm, ki 15 pm)
H—=RHTFh: AF LI R PB U dRESED T 5 (RNEE 20 mm,
£ & 100 mm, RifE 15 pum)

wWOBE W vruntHhr -7k (441)
i # : 5 mL/min
4y HU M 43 : 100~120 mL
717 LALER 1N 75774 M—RrI=HF 5 (500 mg) F2EhRAFHL—D

TF )T —T)b (1+41) 5 mL THEFT D, 100mL ORTEI T A% I =07
LD TICEE, AR EZ I =77 LA, WWENS R CTAKIDO LigIZiET 5%
T FLTHFY 72 i S5, RICHREHAKDO AN > TNV TIET 7 2 a
AadPh o —vrFo—7)0 (1+1) 5mL $> T2 [m¥E L, HiREZIEK I =
T ANTNA, AR E S, Bliadr—ry=Fro—7/0 (1+1) 10
mL % =% 7 AICMA TRKRICHH S8, HiEE 40 °C LFOKIBTIZE A
CHLET D E CTHUEERME L%, BEH A EE-> THETS, ~FHF > 1mL %
EFECINZ CHREMERN L, WA~ 7T 7 o —Iit T 2REHAKRET 5
3
A a~ 777 0— BWEHRBREOK XY 7% EHERS Lyl #0271
~ N7 T TIEANRAL, Ju~ NI T LEGED,
HIES B
i i R AR
71 7 LA Ry T BT A (50% 7 = =/L—50%
AFNRY) vaxHra—7 007, N 025mm, &
E30m, FEE 0.25 pm) "3
¥ ¥ U ¥ — A4 % :He (1.5 mL/min)
AA T w7 H A N2 (60 mL/min)
B AETS LA RRAF Yy R X (345kPa . 60s)
FRORE A ON S R ;140 °C
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717 A R 60 °C (1 min f/RFF)  — FRE 30 °C/min—190 °C — 5
i 10 °C/min — 280 °C (10 min f£#F)
BoH % IR L300 °C
iR fBohirue~ N7 AnDLE—7E S UTEME RO THRERZE
L, et POy 72 U BERHT S,
7 1 Chem Elut (Agilent Technologies #) XX Zh LFR%EDH D
2 Supelclean ENVI-Carb (Sigma-Aldrich #) X|IZ# EREDOH O
3 RABToXy T2 oEEPLVGEIE. KRR Z ~F Y THR
LTobHAZu~ N7 4 —2itd 5,
4 FEBEANEIZIZZ F AT =V EFEO TV RWnA U — M 2T 5,
5 DB-17 (Agilent Technologies #) XX Z N L FZEDH D
6 GC-6890N (Agilent Technologies %) (Z X % /44
(3%) HIER) T —va v
 WINTENI S f OVl UK JE

. ; W . WNEN R oK UK
B ORI (mg/kg) HEL (%) RSD, (%)
& % R B B A B Rk 1 3 97.6 11
0.1 3 88.1 3.4
AR E B A k) 1 3 103 16
0.1 3 95.1 2.6
N 1 3 78.4 9.6
0.1 3 88.9 2.6
EobAHIL 10 3 101 5.2
0.1 3 111 3.4
A=V INTF T 4 — R 1 3 93.1 8.8
0.1 3 107 6.9
TINT 7T 7oA 1 3 95.7 13
0.1 3 116 8.5
- MR FAER

Aahd  EAR OWRIEE AONEEE s Uk S FESE

B oo FEAE Bl BER  (mgkg) (%) RSD. (%) RSDs (%) HorRat
Fk B A R 8 0 0.5 98.8 6.2 21 1.2
N 8 0 0.5 93.4 6.4 21 1.2
LA L 8 0 10 88.5 7.7 17 15

- ERETIR (BRI &5 iERd B 0.1 mg/kg
- BT IR (B =T & D iERs) B 0.03 mo/kg
(%) sua~ 77 L4

thel
A
oje
l_!!E
Bl )

AMEH (REAFARSHEHICEFYy T2 LT 1 mgkg HEEFHM)
nyavrg5 L4
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71 o B
711 BIEOHT R ua~ T T EBSHENC L B —FoNE
w31k B,

72 7 Iy
721 FVH R IR b ZOMOREDOWKRE s v~ N7 T 75 T DEESHTFHT
I 2 [R5 H 1
32k D,

73 ZURY— |k

31 BV T I BREBEDWEE s a~ 75T 2T DGRBS K D[R
GARCIRFA
HIH STk D,

732 kv~ KT T T X T NAE BN RHET!

i F&GDH - s )

A HEOCHRH

7 AR — MEAERR 7)Y — bk [C3HsNOsP) 25mg % 0.01 mg DHTE TEDY |
FOHMEETLEEL, 25 ML ORET T A A, KEMZTEN L, FITELR
FTCKREZMATZ U AR — MEEFRKZFHEST S (Z0K 1 mL X, 7V R¥—
rELTImgzE&aT 5, ) o

EAICES L C, EUEFIK O —iZ2 K CEMICHIR L, 1 mL 27V R —Fh
ELTI00ug Z2EHT 57 VR — MEMEREZFHHS 5,
B = =

o H SR 10g A 001 g OHTETEY , ZOEEEZ L. 300 mL @
IR =7 T A a2 AL, K200 mL 200, 30 3 RHE 0 RS Tt 5, i
Wk % oA im DRI 12 NGy, 1,500xg C 10 4y filim D 0B L, AR o —# % K
TIEMET 1,250 fEICAR L, 77 LALER | it 23Rk & 9%,

71T BALER | T2 b= RPNt rl) FUoEEAKRI =N T L
(500 mg) 3 D FIZANKVBEEMiTE= LB —N-E= R R
EEASEKRI=HT L (225mg) " EEFEL, A ¥/ —/L6mL KUK 12mL TlA
WHEET 5, 200 ML OTIET7 7 2Aat5 2 I =07 A0 FICES, WEHATK 1
mL % =77 AZEMICAN, EARTARO EiGllET 5 £ TR SE 5,
FIZAK18mML 2 2 =7 7 AN A, FRERICHH S W, FEm iz 2 REHATR
L5,

FHER B Z 50 °C LT KB TIE & A EHz[ET 2 F CRILERME L 721%%.
BRI A FEo CHIET 5, BEFE ImL AV REEEE R U XA F v 4mL 212 T
PR BRI LTS, Z ORZEHERR LT 100 °C T 2 BRRIMMEET L= im L.
50 °C DA N DK TIEZ & A ERAET 5 £ CTRUERM Lo, £ A%k > TH
B3 %, HEfRT T /L 4 mL Z EMEICINZ THEREMEIRD LTS, 7 e 1z
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R v~ s 7574807 MVEERSHTFHI X

T % BRI L T 5.

55 AALER || 2 T 7Ny AL U BNV =T & (360 mg) 8

DRIV AT NI =HT 5 (690 mg) *° Z i L, FFic—F /L 10 mL THEN
T 5, WEHARIKR 2 mL %2 2 =07 MMZIEMIC AL, RE DT TAFIO LicES
LZE TR ESES, TICHBRTF L 18mML %2 2 =5 T AICA, FEEICHHE S8
%o 50MLDRFTH T T A% I =N T AOTFIZEE, 7T 10mMLEI=H
T AIMA REANFTETARO EIRICET 2 E Tl FLTZ U AY— Nahdkz
WHESES, w2, 72780y U nfby VB F VI =h T L& 13T L, 7
T hr—Kk (19+41) 10mL Z2 U B FNANI=H T AIMZTH VU AP — FiFER
EIRH SE D, WA 50 °C L FOKIR TIE & A LT 5 % CRIEEN L -
%, BHEH ALK THIET 5, 0.01 VIV XERIRIE 1 mL Z IEMEIC N2 CTHREY
BWMNHLES ks n~ 578 07 ARERBSIFHICE D HEICHT 5
R & T 5,

FEVEWR DR Z U R — MEARK 1mL 2 200mL 723K 7 T A 2 |2 IFHE

IZAFL, 50 °C LLFOKIBTIZE A EHLET 5 F CTRITEIRRM L%k, ST AL
%o CHLE T %,

FElZ 1 mL KONV REEEE R U A F L 4 mL 202 CTHREBMEZENLES 20
BanZ BFE LT 100 °C T 2 BEEINENET L% n 3%, Z D% 50 °C LLF D
KIS TIEE A EHET 5D £ THIERME L%, BR T AE%-> THET 5, 0.01
VIV% X BEERIE 10 mL Z EMEICIN 2 THEREMEZ R LTS, T2 0.01 viv%e S BRVATR
TIEMEICAR L, 1 mL 27 Y A¥— & LTENREIN 0.3~300 ng Y EEZ S
BT DBEOEEREZ RS D,

HUE  FBHEIE K OV AR %
S5uL gtk v~ 77 74 7 DB ESHTEHIEA L, BIRKISHEH 7
~ NS LEES,

WE S Bl

(k7 v~ s 77 7H)

7 7 Lo F BTN I ISV T A (R 2.1
mm, £ & 150 mm, HKifE 5pum) *10

B it % : 0.0 VIV RIRIK— 7 =K VUL (93+7) (12
min f&££F) — 3min — (5+95) (10 min £&FF)

b ;0.2 mL/min

B 7 A iR JE:40°C

(% v 7 ZBVE B HratEr )

Fai H a5 VUEMAVE & TR

A4 F v fb Eixvr haexTr—AaF 4k (BSI) ¥ (EA A
E—R)

A4 A4 v JR & E:120°C
F IR — g3 A N, (800 L/h, 400 °C)
v BT U —%FE:3kv



o — v A :N; (50L/h)
2 — v HE OJE: FTEDEED

=Y ¥ g v H A Ar (0.2 mL/min)
aYTarzpF— FROLEY
T =X — A F v FTEROEEBY
* 7 VRV — FFEERO N ESM
TVh—H— TaF I a—y  avar

REXTGe'E AF E& e wE TRLF—
(m/z) (m/z) (m/z) V) (eV)
TVRY— R EER 254 102 152 22 17

iR BonBRSREZ e VT ALY R — NEERO E—

7 Z RO TREREER L, BP0 7Y R — NEEEHT S,

HE 1 KETEH APV AR — ZUVARY— T UE=U L, UK
= hAYTub AT I, JURY =M NI AT LERRT Y R —
NN AL 7D A — FNHEERICHEEREL, 7V AP —FELTE
=95,

JdIE 2~3 mL/min & 3%, HEIZS U TR~ =FR—L LT 5,

Oasis HLB (Waters ., U ¥ — R—% & 6mL) I N EFRZEDOHLD

Oasis MCX Plus (Waters ) (X2 EFRIZEDH O

50 mL O TT7 7 A3z [N LH5E120F, FRRICEEL 2%, mibikzx
HEDOKT 200 mL D72 T 7 7 A 2B L, sF8 i fitd 2 3 0RATR &
T 5,

6 WMEIHEU CHERLE L, +olciiis s,
7 HREREICAND, s E AWV DIHEAE T oI EN L ONVEREN &
[IDHZ L,
8 Sep-Pak Plus NH, Cartridge (Waters ) (2472 B & D U ¥ — 3 — & ik
L7ebOXIFInERED L O
9 Sep-Pak Plus Silica Cartridge (Waters ) (23 472 F 8D U — 3 — & fh
L7ebOXIZInERED L O
10 ZORBAX Eclipse XDB-C18 (Agilent Technologies ) XiXZ il & [RZD ¢
D
11 ACQUITY TQD (Waters H) (2 & % 544
(B3%) HIERNY) T —va v
- WINIEN S fe OVl UK E

b A~ W N

IRINEIR R AR UK

N § WHERE s
Stk T @Eﬁ)ﬁ o NRIE B LR
TIVT 7T 7S 20 3 81.4 9.4
120 3 78.2 8.3
TVUA T TANA 500 5 91.5 6.0
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« JL[R]EABR

Fahad  E|HR OWRINIEE  UONENGER  side Uk SRS

FaWSSOF B BEH BEH  (mgkg) (%) RSD, (%) RSDx (%) HorRat

TANT 7T 7 ~A 8 2 120 77.9 10 12 15
- B MR O (H—RBREIC XL D) B 20 mg/kg
- BRI IR CE—3BRE I X 5l B 6 mg/kg

(%) 7ua~ 77 L4

0 2 4 6 13 10
%4097, %3

BHER (JYRY—FELT100 ng/mL) OH AT LTS LA

733 BV UT I BRABEKOT A I a~w NI T 7LD RERSHITE
H2Ei LIk D,

74 TRV FE—hK B-AFNEKRAT 4=a7abF U BEKON-T2F LT ILER S FR—

NEETe, )
741 GV UT I OBMBEIOKRIE s o~ N7 T T X T AV ESITENC X DRI
IR

EI3EiIisS XD,

742 AR R— P ROZEORBYOWRE s v~ 7T 7 8 T NTE RS
2 X 2[R RE 53 AT i
HIHi24lc kD,

743 HVUT I )BRAEBHKOT A7 a~ N T 72X D REHISITIE
Ho2Ei LIk A,

75 UV YFRTU AT
75.1 BIEOHFT AV a~ 7T 7 EEGHEHIL D —FoiTiE
W3l A,

76 saFT =

761 AIF TR IruFr=vry V)T T7TURPFT A NFY LAOWRIK
vua~ N5 78T DAVEESHTENT X D RIRE Tk
HIH 172k B,
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77 777V
771 WK va~ ~N7 o7k

A HEOHH

rna 7z TV U ERER /a7 x7 Y [CiyHeClNg) 20 mg % 0.01 mg DT
FTRY, ZO¥EATHEL, 100 ML OL2ET7 I X3l AL, 7 h=KVU /L
EMATHENL, BIERETTEIF=RNIAEMZA T/ BT 2TV OEN
Fii 242 (o 1mL i, 7urvzr5Y0& LT 02mg 2847
Do ) o

HRICE LT, EEFRO—#%2 7% b=V L TEMICHRL, 1 mL i
a7 2TV ELT002~l ug 25 BT HHED I a7 x0T U RN
o

B & =

h H IHrEkEE 5.0 g 2 0.001 g DHFETEY ., TOEEATH L. 200 mL
O =Hf 7 T AalZ A, K 15mL 2z ML, 30 yEE%, BicT &
Fr50mL Zhnz, 30 43[RV IRE THIH T %,

200mL D& —HF—% 7 7 F—JF}O FIcEE, iRz A% 5 B) TH5I
A LT, D =A7 7 A a RS ZIERT & F>r50mL THAE L, FERIC
WEl AL, AHRE BRI 23R & T 5,

B o RENREEH O UM MY U AR (5 wiv%) 150 mL K O~
F 9 50 mL & Afv7z 500 mL D4 ikiEF AN, 5 oL <RV IBE 1%
FrE L., KE (FHE) % 500 mL O5ilEF B IZ AL, ~F%Hh @ (BE) %=
7T A AND, ~FH 2 50 mL & okiEF B IZAx, BReNICiRD EYE
THREEL, NV UEEEO AT TR EbY S, ~F U A RO
e hU oA (HEAK) THAKL, 300mL ORTIET T A THRAKTAHIE L
Tot%, D =M7 7 2 afRARENERDEDO~FTH - THREFL, WKExZED 5
MAEBELCTAREGDED, A% 40 °CLLTOKIBRTITFE A EHET 5 E TH
JEVRAE LT-th. R A% THET S,

vrua~tth o —7t% b (743) 5mL Z EMBICINZ TR ZEN L, AV
T T 4 H— (JLBEO0SumLLT) TAIBL, BT LAHE T 5 3UBHAK
LT 5,

7T LA | BRI 20 mL 7 NWVigE 7/ v~ N7 7IZEAL, /7 r 7z
TN T 2E A 100mL O TIET T A4 L, 40°C LLFOKIBT
& A CHEET D E CRUEIRNE L%, BT A% %> CHET S,

AFY S mL Z EMICIZ THEEMZEN L, BT L0 I3 250
WweET 5,

TRET v~ 7T 7 40—

BT A AFLUTVE ARV UEASE S T A (N 20 mm,
& & 300 mm, RifE 15 um)

H—=FHTh: AF LI AR_RPB U REAED T 5 (NEE 20 mm,
£ & 100 mm, RifE 15 um)
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wWOBE v~ Yr—T R (7+43)
i 3 : 5 mL/min
4y He M 4y : 80~110 mL
T LB N ARTAB~Y IR AI =T A (910 mg) E AL 5
mL CHHEHT 5,

REHARZ I =7 DA, EOI =D T LDV F—"—NOFKEHN 0.5mL
ICETLHE TS, MBHEEDO A > TWiEh TR 7 I XA az~%H 2 5mL
T L, EilkE I =77 22z, FERICHRESE 5, 50 mL R T %
A I=HTLADOTICES, ~FH U —Fig—F/ (19+1) 15mLEZI=H T A
Mz Trma7 =7V 2RHEE 5, B %E 40 CULTOKBTIZEAL
HolE % £ CTHRULIRNE L2, ER T A2k T[T 2,

TER=FU2mL ZEMICINZ TEREMEZENL, AVT T T 4 VHE—
(FLEE 0.5 um BAF) TAML, Wikr v~ N 77 7 ¢ —2fie3 2 30BN & &
Do

ke~ 777 40— BREHRREOE 7 07 x0T U U BERERE 20 UL Z K
Ko~ 7 I 7ICFEAL, 70~ T 058155,
HIES B

e M R AN E RS (UERE - 267 nm)
BT A FITETINNTI ) BV T A (N 4mm, £ &

250 mm, ki 5um) 2
wWoOBE W T R=RUL—JK (3+1)
it # : 1.0 mL/min
717 LEIRE © 40 °C
at 1 Bohfzra~ NI A0 E—7 @S TG % RO T Eft % (E
L, REfFO/ w7 20TV BERTET S,
£ 1 Sep-Pak Plus Florisil Cartridge (Waters ) (2@ 472 B ED V P — \— %
FELZbOX I N ERZEDO LD
2 Wakosil 11 5C18HG (& L7 A /L AFEHIZER) Lo & FAEDH O
(23) HEAN)TF—va v
< IINENN R e OV U RS BE
TSI

AINE R R LR

RO R (mg/kg) kL (%) RSD, (%)

Ji% %5 R B B A A 0.1 3 91.7 2.7
0.5 3 87.7 46

1 3 91.0 7.7

A A A IR B R B A DR 0.1 3 96.0 42
0.5 3 91.3 2.8

1 3 91.3 2.5

TIT 7T 7 ~A 0.1 3 95.0 3.6
0.5 3 95.3 7.7

1 3 94.0 46




He[r) 7R

FEHIE USRS BN seiE Ui UL

s 5 EEREE
PRORE gesw w3 (mgkg) (%) RSD, (%) RsD () oA
PR P & A 6 0 0.5 90.9 38 5.2 0.29
MR (H—BR=IC X DM Bl & fa kb 0.025 mg/kg, B4R E A
0.05 mg/kg
(BE) Zra~ N7F L6
}
M ‘
,__,ﬁ_r"w_uu”\
fﬁ‘cﬁﬂ%F‘ﬁ/

AmaEE (BefAc/syo7zo7TP2ELTO0.5 mgkg HHEEFRM)
DHYAITRITT LA

78 Jma~7=x /)R

781 TF T u— LEFOMDOEKDEAK I a~ NI T TR T ARV ESHENICL D

ELERARRES
FIH 191Xk B,

79 suJ 7= T7u—)L

791 =F =L EOMDBEOWEK I v~ 7T T 2T L ST EHIC
[ IR§ oy AT v
FIM 192X D,

80 /)L Z— LI AF )L
80.1 BIHDOHF AV u~ 7T 7HEEGHFHIL D —FoiriE
FI3FELIZK A,

8l ZunNTy (cis-7 vT vk trans-7 BT L)
811 RIEDOHT A/ m~ 7T 7HESHFHI LD —F ok
I3 LIk D,

812 AHERANLOEET I FREFEO T A7 a~ N7 T 71285 RFEHDHTIE
E2HiI3ITK B,
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82 J/maAvEs Y
821 HAIVwu~~NrT77ik
A HECHH
VA=V 7% ¥l i 7 a7 U [CCINO2) AFEHER™ t Z R & L C
AN (ZoiE1mLix, Zurvrt' sz oz 1imgaha T %, ) .
HICEE LT, EERKO —# 2 ~F P TEMICHR L, 1mL Ficr ar
EZ7 Ve LT0025~1pg 25 (8 T 58E07are s ) AAEEREZFART 5,
B = 2
T i IIHTEEE 10~20 g 2 0.01 g DHTE TEY . TOHEETEHFL, 1L D
T A=y AR FREEA T T Al ARD, ZTO7 T A2 ZKE 2500 mL,
W 10 mL, 2V 2 U M O 20 mL 202 72, ZRREAEE RS L
1A RE L Coruanr e s U oS U ACHE LB G T 5,
AEEEO N7 vy TRNOKEREL, K25 10 mL THHEEN Z % Lk,
~EHY UfEE 20mL ORBRE ICHIRARTHAEL, WA~ 7T 70—k

T oA &35,
HAZw= b7 40— BREHBSEAOK 7 mve s ) oRERERS 1 ul 20 A

sa~ N7 7IZEANL, 7u~ NI LEGD,
HIES B
Fi H P& EEFHHIEM AR
7 7 LA SRRy T V=T A (R =F L7 Yo
—/b (43 F£ 20,0000 =2—7 > 27, NE0.32mm, &
& 30m, [EJE 0.5 pum) 3
X x U ¥ —H A :He (2.0 mL/min)
AA T w7 FH A Ny (50 mL/min)
Aok 8 AN AUy R R (605)
OB A IR B 2 200 °C
717 A R FE 50 °C (5 min f/FF) — FE 10 °C/min— 200 °C (10 min
RFF)
o #% IR B 280°C
at B BJBonlcra~x NI b —7 EEEZ RO TREHRZER L. &
Brforsanre sy o284 5,
I 1 KERBHARE (~FV o) (BE7AVLARoRHER) XiTzh s
EEAGRND)
2 ZABKILZ~FH 200mL TR BEEF LIz H O,
3 DB-WAX (Agilent Technologies ) XX Z L& REDH D
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(B%E) GIEN) T —va v
- AINIEI =R K UYL A i

e ; WINRE .. WOMER R Rk U RS
RS OMR (mgkg) b (%) RSD, (%)
ik 54 £ B i A AR 0.125 3 9.3 8.0
0.25 3 100 45
0.5 3 99.7 4.7
W B E H Bl A ek 0.125 3 100 10
0.25 3 103 45
0.5 3 102 9.3
A A 4R B G ek 0.125 3 96.7 2.4
0.25 3 99.3 7.6
0.5 3 102 7.2
FATFAT 7 0.125 3 98.0 13
0.25 3 106 5.0
0.5 3 106 43
- L[] FABR
e S HaEt SEEIE WRINMRE RINENE gk e ERTEEUR
et fELE Bl BREH  (mgkg) (%) RSD. (%) RSDy (%) HorRat
AT A R 7 0 0.25 96.1 2.9 49 0.25

- ERE TR (H—BREIC X DR Bl A fRERH 0.025 mg/kg., AR

0.05 mg/kg
(%) ZJu~ 7T L6

& |
I
Ao ! e
! |
!_,,_ﬁ...,,_‘i_,ri,_“‘-_._h i gL
e——————} | I— EE— L i
0 5 10 15 20 25 30 s
RIS,

AmaEE (e ico/no)LlES ) > ELTO0.25 mgkg HHEERM)
NDHYATRITT LA

83 Z Lt iRA
83.1 BT AI/u~ NI T 7HEEGIFHIL D —FoiriE
HI3HiLICX A,

832 AV LVREMO T A~ N7 T 712K DRMEISHE (2D 1)
W24z A,

84 /LB VUIRARATF )L
84.1 BIEOHAV v~ N7 T 7EHEBESNFHI L D —F ik
WI3E1ICk D,
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842 AV L REEOH A7 a~ NI T 7L BRERSITE (FD1)
24T LB,

843 ZJ )b URAAFILKAREY SHRARFILOHT A a~x 7T 712X 5 [FE
SALIRFA
W35 12k B,

85 s w7
85.1 EEDHT A/ u~ NI T T7EESIEHICL A —FOE
31K D,

86 /L7 bEURA (ZulTZzrErARA (ER) K7 aLT7 = Bk A
(Z1%) )
86.1 EIDOTAI/ n~ 7T 7EESHFICEL D —FoWiE
FIFL1ITXL D,

86.2 AV VREMO T A/ u~ N7 T 712K DRMESHTE (2D 1)
W24k B,

87 Jmu I TRa
87.1 ks~ 7T 7k
A HECHH

1) Zuanr7uy Ao s fERER 7 a7 )T Ar s [CupHeClsFsN3Os] 20 mg &
0.0l mg DHTETED, ZOHMEEFEKL, 100 ML DBEALET T X 2T AL,
TER=RMIAEMZTENL, BITERETTE M= NI AEZMA T a7
LT Ao UFERERR A RS (o imLlx, a7 Xa i LTO0.2
mg =& a3 %, ) o
EAICE LT, 7oA77y X JEREFRO —H%27 7 F= K UL TEMIZ
FRLU, ImL ezl 7Xard L7TC01~2 ug 256758507 ol
TIT Au RERER A TR 5,

2) TAB~Y TR T A BT A~ 7 x> L Chift 149~250 pm (100~60
Awira) ) 1% 130 °C T 16 BifElsalid 5,

B = =

h H ek 5.0 g 2 0.001 g DHFETEY ., TOEATHE L. 200 mL
DI =7 T A A, PTTFE RrXs L0119 KUUKEmML &
Mz, 30 /rMEFER., HIZ7 2 =KV 100mL ZH1 %, 30 5rfEHE D IR Tl
HT 5, 200mL OERET7 7 A% 7 7F—K}IO FicEs, ks A% (5
B) TWrlAMLK, D =M7 7 XAaxOEI#IAKR T =KV /L 50 mL
THeVE L, RERICHKEI AT 5, BICERET7 T AaOERETTE N =M L%
Mz, Z @ik 100 mL % 300 mL D727 7 A 22 AdL, 40 °C LLF ORI Tl
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N ERIET D E THIERMT 5, FREWICHELT Y U ABIFIEEHR 20 mL Z A0
X BT HAE T AR & T 5,

T LE L REHARE LA Y T A (20 mL R F2iC AN,
57 MErET 5, 300mL DT KT T A% 07 L0 TFICES, REHAKD A -
TWERTIE T I 2 amy 7 a~xdr 25mL $o T4 RIYEH L, WiRANER A
THIMZ, WERFECARO EmICETAHIETHEFLTZ eIV T Aa %
WHEHED, iy Za~dHh o 50ml 20 7 MM CRBRICIEH S E 5, &
iz 40 °C L F ORI TIE & A CHLIE 5 £ THIERN L2k, BRI A &%
o> CHLET 5,

ANEY =T by (9+1) S5mL A MZ THEREMZEN L, B 7 LALHE
T HMEHAIR & T 5,

BT LAE N BifET Y oA (JEK) 59 (45~55Q) . FABRY IR T LS
g (45~559) KOl FY 74 (%K) 59 (45~559) #ZxnTh~FHh
=7 Ry (941) B SETH T LE (N 15 mm) (ICHERGE LiAA, K
DI TAHID Bl s 3mm OF SIZET 2 E TR ST, 77 A2 5,

RENAR & 71 7 DAL, BEHERDO N> TW T 7 T A az~FH o —
TR (9+1) 5mL O T2 EES L, RKZIAXR S 7 XTI, K23 FE T
AFIO LS5 3 mm OFE SIZET S ECimist 5, Biga~dxhr—78 o
(9+1) 3B ML 24T HMTMA THIE LI=%, 200 ML ORTI T T A% 0T A
DFIZEE, ~FH o —7Fh (743) 100mL 2% 7 AIIMA T w7 LT
A EE 5, WK Z 40 °C UL T oK TIZE A CHz[E T 2 F THIER
M LT-1h., BEH AL %> THET S,

~FY -V F Lz —T)L (17+3) 3mL Z M TEREMEZR L, BT A
SLER N3 2 EHAR & T 5,

Ry U= | YUBFNVI=HT A (690 mg) FPEAFH L VT LT —
T b (17+43) 10 mL TH#E+ 5,

REHAR Z X =07 M AN, BEHEIRDO A > TV TR T T A az~F
v—yxF L —FL (17+43) 3 mL ©oT 2 EWHF L. WiKEIERI =0 F L
iz, MHS®E5, 50mL DT KT T A% I =0T LD FITES, ~FH
=V F N —T) (7+43) 10 mL ZI =T LM T/ a7y A
IR S, W Z 40 °C L FOKIRTIZ & A EHIE T 5 % TRUERME L 721
ERH A w ko THIET D,

T h=RFU 25 mL ZIEFEICINA CTERBWMEEN L, AT T 7 404
— (fL2 05 um LLF) TABML, K7 a~ 7T 7 0 =13 23 0BHATR &
T 5,

WRik7a~ 777 0— BEHREREOEZ a7 LT X a CRERERE 20 uL %
Wik~ N7 I 7ICFEAL, 7a~ 77 058155,

HERME Bl

B R AN E R R (K - 260 nm)
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T A F BTNV AT T T A (N 46 mm, S
250 mm, KifE 5 um) "4
wOHE W T R=RU =K (4+41)
bk ;1 mL/min
i i BFohfcra~ NI A0 E—7 @S TmiE %z RO TRrEfta (F
L, REtFO7aLr7LvT Xa v BEEHT 5,
E1 7wrl P (Floridin ) X2 ER%EDO SO
2 Chem Elut (Agilent Technologies ) XX Z i L FR%EDH D
3 Sep-Pak Plus Silica Cartridge (Waters #) [T 4 2R & D U — N\ — & HfE
LEbDOXITZNERIEDO S D
4 Mightysil RP18 (BEH{LFH) NiTZ & F%EDH D
(BE) piEAN) TF—va v
« WONENN SR K O U RS EE
IRINR

AOMEIL R R LS E

BN oM (mgkg) b (%) RSD, (%)
J% FH B & fid e 0.2 3 88.3 19
1 3 92.7 2.5
2 3 95.7 47
TIVT IV 7 0.2 3 78.7 4.1
1 3 79.0 11
2 3 86.0 8.1
e 0.2 3 91.3 1.3
1 3 83.7 10
2 3 82.7 6.7
- JL[FE R

R omE Ao AR VRIS AONEIGEE  apvdm Uk SR A BUREE
Btk BESR (mglkg) (%)  RSD; (%) RSDg (%)
o ) i B B 7 0 1 87.7 23 4.1 0.25

(%) Zu~ 7T L0

HorRat

l
¥
&
0 5 10 15
15097, 55

FwmaEE (EEEAIC/ L)L T7AA2ELTO0.2 mgkg HHEFHM)
(A Ry NN

88 7 miru7y A
88.1 Wk a~ 7T 7 x 7 ARE BT EHE
(a0 FH i e - k)
A HEOHHE
1) Zmrna7y AERER Jua)rm 7y A [CpH1CINO,) 20 mg % 0.01
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mg DHTE TEY ., TOKMEA2TH L, 100mL DEET T 23l A, Tk b
EINZCHEML, FICERECTE N 2N Trulrn 7y MMERERRKEH
BlF25 (ZoKImLlX, ZeArrer7r L T02mg2 6T %, )

BRI LT, EEFEO —5%E A ¥/ — VLV CEMRICHIRL, 1mL Hics e
Nn7ma 7y Al LT 1~100 ng 258 T 58807 aLT a7 7 AEAERR
T 5,

2) 0.5 mol/L VU > P&k iR U UWeKFE AU DL 527 g (52.65~52.74 g) MY
UUfg T IKFEA Y 73029 (30.15~30.249) ZE - TAKS00mL IZ¥E L, K
{2V o AR (1 mol/L) XXV g (1+410) 2T pH % 7.0 I L7214,
FIZkZMZTLIL &35,

B & =

T i IHTEEE 10 g 2 0.01 g OHTETEY . TOEEZTEH L, 200 mL &
R =7 7 Az A, K 15mL 2%, 30 HR#EFEER., 7 =R
L 100mL ANz, 30 4R ViR CTHitH 3 2, 200mL D R®&E T I X azT 7 )
—IDOTFICEE, MiRE A (5 FEB) TWSIABLEE, ko=A7T7 A
aAROFESEIART £ =K~V A 50mL T L, FERICKE AT 5, FIZ,
BRI IAAOERETT =) A EMA, RIKRSENCHET 2EHAR & 9
Do

TRy E. REHAR 20 mL 2, H o5 UoMEIFT MY v A 10 g (95~104 g) K
V0.5 mol/L U > EefgfEiik 20 mL % AAu7= 100 mL O3k HZ BRI %, 10
SRRV IBE T BHET D, KE (THE) 2%, 7t r=rIVE (LB %
100 ML =/ 77 AT Ai, HEOMETST U v A (HAK) TH/AKL, 100
mL ORFTIET7 7 A2ZAMK (5 B) TABT D, ko= fA772azban
TER= MU ATHEFL, BRELOAREZBEL TAREEDLDY D, AHR%E
40 °C LA N OKIBTIZ & A CRLET 2 £ TRUERM L. £2F 5 A &1k o CHLlE T
Do XY 2mL #Mx CTHEREMEZEN L, 77 LB 2 3R & 3
ol

7T NALE 77774 MO —Ry,/ F LT TI-N-Tae v fhy
UBZLHEE =57 & (500 mg/500 mg) ' &7 & b 10 mL L OAF 42 10
mL TIARGEET 5, REHNARE X =5 7 JZ AN, RiE ST TAHI O il
THETIHFESED, REHRBEDO A TWERTIET T Aaz~FH L 5mL T
OT2EYEE L, TRREZIER S =07 Mz, FEEICHRE S5,

50mL DRTIETZ I AAZI=HTLDOFICEEZ, ~FHor—TE b (4+1)
I5SmLAEI=HFT7 LIz, Z7aLvra7y AeiRHsd5,

W A 40 °C LR DOKIRTIE & A EHET 5 % TRIERME L7k, R0 A
EiEo THET 5, AX /7 —/V 1 mL # BRI TE-BMEENL, AT T
Y74 NH— (FLE 045 um LLF) TABL., ik a~ N7 77 % 5 ARVE
BONTEHZ K 2T 23 EHAIK & 3%,

Wik v~ s 777807 MRVEESHFHZ L 2WE  REHARK & 7 v
07y MEWERS 5 UL BRIk a~ 7T 7 X T ARVE BEOHTFHCIEA L,
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BIRBUSHRT 7 v~ N 7T L EHGD,
(k7 m~ b7 Z 7H)

7 = L AT BTN I U A E T A (NER 2.0
mm, & & 150 mm, KifE 3um) *2
T At W% - 2 mmol/L BEEE T o =7 AVEHE — 2 mmol/L File T

VEZULGHEAK ) —NER (7+3) (0.2 min £&
) — 125 min— (1+19) (2.5 min f£#) —
2min— (7+3) (12 min {&F£F)

ik # : 0.2 mL/min

7 A FE IR 40°C

(& T KNAVE By ATt ?)

fi 5 o DU EMAE By AT R

A4 F v fb ¥z r b r—AFAqbE (EA 4 E—
K)

A4 A v JR iR FE:120°C

T I NR_R— g 4 A: N, (700 L/h, 350 °C)
* v 27 U —FE:30kV

2 — v 4 A :Nz (50L/n)

o — v E O JE:TEROLEBD

= Y ¥ g v A A :Ar (0.25 mL/min)
aYVarzRr¥—: FTROLEEDY

T =X — A4 F v FTROERBY

#£ rwunrra Ty AOWESFRME

TIVH—Y— TuaX s A F SYISER
JHI| == L~ =] = == V%E N N
T E x4 '8 s EmH R V) TR F—
(m/z) (m/z) (m/z) (eV)
yaLra 7y A 214 172 — 20 _ 1
7 _ 154 20

i B BonEBERGRHZ v~ N7 T AL E— 7 LR S 2RO
THREREER L, REToszoLr7o7 7 2 BE2RHET5,
7 1 InertSep GC/PSA (Y —=x/)L¥ A = 2f) iFZNEFRZEDLD
2 Capcell Pak CIS MG I (K Y —#H) XX REDH D
3 ACQUITY TQD (Waters ) (2 X 2 &1
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(BE) GIEAN) T —a»
* AINEI =R K OVl LA i

e . WINRE WANEN R ok URSEE

SR DT (makg) WL %) RSD, (%)
kR B Bl A e 0.008 5 94.2 1.4
0.4 5 94.7 47
FILH KB AL A R 0.008 5 104 4.9
0.2 5 93.0 5.3
KFE 0.008 5 95.4 4.4
0.04 5 95.6 3.3
INE 0.008 5 85.2 8.5
0.02 5 96.0 2.9
EobAZL 0.008 5 91.8 8.0
0.05 5 95.7 0.7

- JLE R

Hahat AR GINPREE  RENCGE s Uk SERTTRELRGE

2Kk kS
PHORE  men mEk mgkg (W) RSD, (%) RsDa e O
FIRE A LA 12 1 0.06 84.3 4.1 16 0.73
LR AAA LA 12 1 0.02 75.3 7.3 33 15
ZAFE 11 2 0.15 83.1 7.2 8.7 0.39
KF=Z 13 0 0.008 87.0 6.4 33 15
INFE 12 1 0.04 78.5 5.0 13 0.57
Lo AZ L 13 0 0.08 85.3 5.5 23 1.0
- EE TR (E—-RBR=EIC L 5HR) B 0.008 mg/kg
- B FIR (—BR=EIC X 5 R e 0.003 mg/kg
(%) ru~< 77 LH
A B
B ol |
o
m SO0 (bR
% 0 im: 0 |
Sk [ \"'\ S0

L o

I!ﬁ T | ﬁ A0 I

!-]!!.I'E 103 [\ ﬂ!ﬁ J. L R e e

-"5 7 a 1 13 15 5 7 9 11 13 15
{F3HRE = #3300

BERRUAMAROIOT LTS L
A fERER (7oL a 77 A LT 8ng/mL)
B: WhEE (L9 8AZLIcZuFr7 7 he LT 0.008 mgkg AHY &M

88.2 HEIEDOHAIZu~ NI THEEOHFNT L B —FOHE
HI3HI 1k A,

883 77 /u—), TLAVYV, ZulyuardZyrh, /a7 kO A NFT 0

—IVDH AT a~ b7 T 72K DRSO TE
H2HEI 612X D,
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89 /7RI L— kK
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89.1 BEHEDH A/ v~ 7T TEHEESHEHI XL D —F Nk

HWI3HiLITX A,

89.2 AHEZRRKOEET I RZREHKO T A7 a~ N 7T 7128 52D EE

W2HEiZ T A,

803 HARI/mu~ NI T Tk

A HEOCHH

7NNy — MERERR 7 a3 — K [CHuCli203) 10 mg %
0.0l mg ODHTETEY, ZOKEAEFTLELL, 100 mL DEEAEET T A 2T A,
224-F U AFNR B2 =T Ry (441) M2 TEN L, TICERET
224- N U AFNRUH =T by (441) 2z TrZun XYL — MMEAER
AR S (Zo 1mL 1, Z7eAx_rPL—hELT0lmg 86T
Do ) o

EAICEE LT, BEFEIKO % 224-F U AF AR 2o —T1 2 (4+41)
TEMIZHRL, 1mLficZ a2 —RELTO01~2 pg 258 5805
D7 BAR Y — NMERER T D,

TAB~ T XD N BT A~ 7 x> L (Rife 149~250 pm (100~60
Awira) ) B1% 130 °C T5 BEMRIE L. g, 5 viwoer S &k &z <
BRL, —&KHEFET S (BEHRFCHES 5, ) .

B = =3

o okl 109 % 001 g DHTE CTEDY . TOEMAFIE L. 200 mL O
=7 T Az A, K 30mL ZMx L, 30 pMEFEZ,. FIcT7 kR
=hkU 70 mL &%, 30 RV IEE TS5, 200mML DEET7 T A%
77 F—RIOTICES, WKL AR (5 B) THRAlAB LK, DA
TIAAROESHEIERTE b= FVU/L—/K (7+3) 50 mL Ty L. [REEEICK
FlAET 5, BIZ7E M= L—0K (7T43) 2287 7 A2 OERETMZ,
R 23R & T 5,

Ui i FEHAR 100 mL % & 50 UM LT b U o AEHR (5 wivde) 250 mL

K OA~FH 2 50 mL & AdL7z 500 mL D53k F A IR %, ikiEF A % 543
B L IRV IBEE-%#EL, KE (THE) % 500 mL O#KiRE}F B IZ AL, ~
YU (BE) 2200mML D=7 T A3l AND, ~FH% 2 50 mL %55k
ABITIZ, FERPICIRVIBEZEHFEL, ~F VU BEED=AT7 T 22l
bEL, ~FHUEEEEORE ST Y v (EK) THAKL, 300 mL O
BT 7 A ERAMTHIB LR, DO =M 7 T Aa ROARKENARD B~
XU THREF L, RIRELOAREBEBL CAHAREADED, A% 40 °CLLTD
KB TIZE A CHZET 5 F THIERM Lok, ER T A Eiko THRET 2,

WM & ~F 30 mL T 100 mL O3k} ClcB L, Tk R=FY L
—7K (100+1) 30mL ANz %, 53iE=FC A& 5L <RV IBE - HEHE L.



7=tV E (FE) % 200 mL O3k DI ANLD, ik Clc7 &
=Tk V=7 (100+1) 30 mL Z#hix., RERICEIEL, 7 =MV VEES
TR DTNz 5, DK DIC~FH+ > 30 mL 2z, 5 0B L<IEY R
T %E L, 7 h=FIVEZ 300 ML ORI T A3l Ahvd, 7k b
= FULEE 40 °CLLTFOKIBTIEE A CHEET 5 £ THIEEN L=, €FH
Ao CHIET 5,
~XHr EmL ZMACEBYEEN L, 7 20T 2 EHAR &5,
BT BALER AR~ %7 10 g (9.5~10.5 g) KOWEEET R U 7 A (EK)
29 (1.8~2.29) #ZhZEh~FH B SETH 7 L8 (W 15mm) (ZIEX
T LiIAA, WRIENFE TAKIO Edmins 3 mm OF SITETHETHRESE, 17
LaEET 5,

REHNRIRZ B 7 DA, BEHAKD A > T\ T 7 T Aaz~FH 2 5
mL 9°->C 5 BEIBEE L., ERZIAR S Z JTINZ, RS CAHIO B s 3
mm OFIWCETHETHRBESES, ~FHhr—vy=Frz=—7/0 (19+1) 100
mL % %7 A2z, RERICIEHE S5, 300mL ORI F7 A% HT7 L0OF
ICEE, ~"FHhor—yxoFro—7/0 (4+41) 100 mL 240 7 KA T v
YU L— MEBEHESE D, WHITEE 40 °CLLFOKIRTIEE A CHET 5 £ T
JEVRAG LT-th. BHEH A% THET D,

224-F U AXAFNL_R 2 —T & b (4+41) 5 mL ZEMICINZ TEREY A
WL, HRAIZa< 87T 7 4 =T 2 EHEK E 5,

WA v~ NI T 74— ABHAM K OV 7 m LRV L— MEREEA 1 L %
WA v~ NI 7ICEAL, 70~ N7 05255,
WESME fl
i i R AR
71 7 LA REX Yy T T A (4% T ) T
AFN—=86% AT NRY vaxHra—T 17,
WL 053 mm, K& 30m, FEE 0.50 um) ™2
X ¥ U ¥ — A4 Z:He (5mL/min)
AA T I A N2 (60 mL/min)
OB BN AT Yy R R (60s)
OB A R B 260 °C
717 AR E 0 60°C (1min f£FF) — HR 20 °C/min— 200 °C— F-ii
2 °C/min— 260 °C (2 min f£&+F)
BOH 2 IR ¥ 300 °C
G B OBbnruav NS IANL Y — &S VTHEEE RS ThRER L E
L, BREHFO 7o Lr_r oL — NEEEHRT S,
A1 7a U2 (Floridin ) X2 ER%EDH O
2 SPB-1701 (Supelco & (R7E#&T) ) XTI ELFAFEDH D
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(2E) GHEN) T —va v
 IIMEN R K OVl UK FE
AN

AOMEI R R LS EE

PR O (mgkg) b (%) RSD, (%)
R e B T B B 0.2 3 102 56
1 3 93.7 6.1
2 3 84.7 56
IR T R O 02 3 97.7 9.7
1 3 100 11
2 3 92.7 6.9
Fro— 0.2 3 101 6.0
1 3 94.7 43
2 3 92.0 13
o L[] FER

S 0> FAE AR FHR ORINIEE WONENER  seEeR Uk SRS
) T BREHC BRES (mglkg) (%)  RSD, (%) RSDg (%)
R ERE AL A R 7 0 1 95.0 2.1 4.9 0.30

(%) Zu~ 7T L)

HorRat

=EoEE

{

.n.luL.JL_,. .
: 20 20
{35058,
s (BEFARIZ/OLRD S L—FELT 1 mg/kg HHEFRM)
NHOT RYTS LA

90 /muu#Zu=—)
90.1 HAZ v~ NJT T EEGHFHE
GBI EDH - Fi 8 R ARDE S OVRIK)
A HECHH
1) Z7uwaXo= ) iEHER /unuXn=) [CgClN,2] 25 mg % 0.01 mg DHrF
TR, ToHEETHEHL, 50mL ODEET7 T A Z A, 7' a2z TR
L, BICEHECTE M 2MaTren X oo VEERELZRETS (20
WimLiZ, 7rmuXe=LLt L CO05mMg2&aT 5, ) .
fERICEE LT, RO — 542 AR CIEMEICHR L, 1 mL Ficren
Zr=)L& L T0.002~02 ng z5 AT 2RO an ¥ o = VIEERZHT 5,
2) WREsE RV FLrorYa—n CEEAFRE300) 1mLic Tk k&
% T 100 mL O 2S5, FIZZ O 1 mL iIZ~F 5 > %z T 200 mL
ORI 2 S 5,
B & =3

il H HTEEF10 g 2 0.01 g DHTE TEDY . FOMAEFH L., 300 mL ©
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e =7 7 A3z Ak, U Ui (1+11) 30 mL CBKiZ 20 mL) #00%., 30 %
WEE%, o7 b 120mL CBKIE 100 mL) &A%, 30 45 R 0 JRH Chl
H9 %, 200mLOERET7 I Aa%7 7 —R}IOTICEE, MKz A (55
B) TRl A L7-tk, e =A7 7 2Aa kK E &K T &~ 50 mL CTH#
L. [FERICHSI AT 5, BB ZAaAOERETTE N ZMA D, 2O
W40 mL % 200 mL O 72T 7 5 A T IEMEIC AIL, 40 °C L F O AR TR 5 mL
FORERME L, BT LB IS 2REHATIR & 5,

BT LR L REHAIKIC Y U (1+11) 5 mL 2Nz 2%, Sy Y T+
517 2 (10 mL fREFH) T AR, 10 EFHET D, 200 ML DR T T T A =
EHTAOTICES, MEHAKROAS> TWeRTIE 7 7 Aaz~%H > 5mL T
DT 2 EIYEE L, IR ZNAR A 7 22, WS FETAKIO EiIcET 5% T
MESETr/rr e =V E2EHISES, BICAXTH 2 70mL 27 7 AIZIAZ T
FAEICIA T S8, % 40 °C LT OKIB Tl & A CHLlE 42 £ CTRUEEME L
Toth, BRI AL LS THET D,

vuaastH =78 b (4+1) 10 mL ZIEREICNZ CEREW EE, L, A
YT 4 nF— (L 05 pm LUF) TAEBL, U7 LR 11 2k 2550k
WL+ 5,

BT LHLER ) HEHAK 5.0 ML 25 NVRE s u~ N5 7IZHEAL, Yun X
0= LR T D5y A2 100mL DR TIE T 7 A3l L, 40°C L FOKIBT
T A ERET D E CTRERM LIk, ER T A%k THET 5, B2 T3
BB O AT, ~F Y —P=F Lo —F 0 (4+1) 6 mL Iz ClEEW %
WL, 7 L0 NIZHT 23 EHAIR & 35, KOS IL, ARELE 2 mL
EEMICNZ THRBWAEE)N L, TAZa~v 75 7EESITEHT L A&t
THRENRK LT 5,

TVREIa~w NI T T 40—

Vi = LT AF LUV DR BUEREBEESEDL T A (N 20 mm,
£ & 300 mm, RIfE 15 pm)

H—=RHFLh: AF LI R P U RESES T 2 (A 20 mm,
£ & 100 mm, RIfE 15 pm)

WO W v rundyr—T7% b (441)

it ;5 mL/min

5y BU M 4y 100~130 mL

BT AN EL SR A~ X AI=H T A (910 mg) FPEAFH U5
mL TFT 5,

REHEW 2 X =0 7 KT AN, WED R TAAIO FiGICET 2 F TRl S 5,
REHR DO NS> T\ T B 7 T Az~ -V F L= —T /b (4+1) 2
mL 25T 2 [IYEE L, RiREIER I =5 7 2 A, @ESFECTAFIO Luic
ETH2ECHHEES, SOmLORTEI F A2 I =T LD FIZES, ~F
o —FEET T L (9+1) 20 mL 2 =4 T A A, WEN T TARIO EiEic
ETL2ETMIFLTZ =Lzt &€ 5, wHiKZ 40 °C LLFOKKR T
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T & A ERLET 5 F CTHIEIRME L2tk BT A2 K-> THET 5,
ARG 2 mL 2 BRI CTEEMZRN L, A a~ N7 7 78 &0
FHZ X D MEICHE S 5B & T 5,

A7 v~ 77 7EHESHEHT X DHE AEHER LA L7 ve Za = L%
RS 2 )L 2 H A7 v~ 7T TEESHEHIEAL, BRA A U7 v~
T LERGD,

HIESE fl
(HA7 v~ h77 78
7 7 LA RERY T ) =T LA BNV T ==L —
BRI AF AR vaFHhra—T 07 AR
0.25mm, £ X 30m, MEEE 0.25 um) 4
* ¥ U ¥ — & A :He (1.0 mL/min)
Ao H AN E: ATV v bR (605)
A OB E AN IR B ;250 °C
7 A M IR B 80°C (1minf&FF) —F-R 20 °C/min—280 °C (10
min rEF)
(BB ahT™o)
Fi H 7 o DUEARRE By AT El
A4 A+ v b EEBrAA A1 (BD &
A H—T = — AR E: 280 °C
A4 A4 ¥ P iR BE:230°C
A4 F v fb #E JE:70eV
T =X — A F v EEBALTY mlz264. EEA A mlz 266
al B BoNT@EBRAA M7~ N7 7 L0006 — 27 mAEXIEE S 2K
HTHEBMREZER L, ATz ongo= L B2HEHT 5,
# 1 InertSep K-solute (¥V—=x/L¥ A = XM) TZHEFRIFEDOE D
2 JIEIE 1~2 mL/min BE LT 25, HEIZG U TR~ =FR—V FaEHT
%o
3 Sep-Pak Plus Florisil Cartridge (Waters ) (24 72K ED U P — " —% 5
ELZbOXIINERZEDO LD
4 HP-5ms (Agilent Technologies ) XXz L RZED L D
5 GC7890A/5973C (Agilent Technologies H) (2 X % 544
(3%) HIERNY) T —va v
« WINENN SR K O U RS EE

Sl o N L WA Rk UKS

(mgkg) XL (%) RSD, (%)
Filh 6 B ML ED R 0.0044 3 103 8.0

0.089 3 110 6.5
BB/S 0.01 3 88.5 4.0

0.2 3 104 43




EAEEN

AR EHR OB FNECE spmeime HRETHEE oo

o ¥ o o
O BES BRI (mglkg) (%) RSD,(%)  RSDg (%)
T 5 B L i 5k 9 0 0.089 85.3 4.9 8.7 0.40
WK 9 0 0.1 93.0 8.6 8.5 0.39
- BE TR (H—EBR=EIC L DR PoBE (RSB EH X EEZY) 1 0.01
mg/kg
cRHE TR (B BR=EICX DR FOBE (g o8 BEHL R BN R B2 )
0.003 mg/kg
(%) Zyua~ k75 L
A . B _
8 10 12 I-”-é-“-m-”-ﬁ
ER=TET LR {F3505RR 3

BERRUVAFMEHOIOT T T L
AR (F7erZr=/,1%& L T50ng/mL)
B : WNEE (BBl 7 ma # o =)L & LT 0.089 mg/kg A 4 EHIN)

91 Mfb7 = 7T HAX
91.1 b7 = THARXRKRRIAXHF o OH A7~ N7 T 71285 REESITE
HI3Hi2612k B,

92 TTFVr

921 TARNIY, TFVURRTaA N COWREKI v~ 7T 7EEGHTFHIC
& D[RR AT iE
FIH 1412k 5,

02 ITFIVUNRNI I T E= D H AT~ T 72X D RS HTE
HBI3HI 271 12Xk D,

93 vuouny
93.1 {RIKZ v~ 7T 7 EEGHTFHE
A HEOHHE
VU AEURERR vnry [CoHiCLNO) 25mg % 0.01mg Ot E TEY ., =D
BiEAEFEE L, 50 mL DE&ET 7 AT AN, T Mo Z2MATHENL, BITE
METTE M ZMA TRV FEERKEZFHNSTS (ZOoK 1mL X, Yunr
YELTOSMgEEAT D, ) .
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BRI L C, EEFERO —E A%/ — )V CERICHIRL, Il mL Hicvy

2l LT00lug 2 58T HBAOY T o U ERERR &2 T 5,

B & 2

iid H

1) HLAEE ATRE10g 2 0.01g OHTETED . TOHKEE L& L, 200 mL
O =A 7 T AT A L, K 30mL 2z, 30 oREE%, FiTkE R
100 mL Z ANz, 60 MRV IEE Tt 9%, 200mL D&Y T A3 %7 75
—w}o TIcEE, mHiEE A (5 FE B) TWAEIABT 5, o =fA7 TR
A ROFES ZNERT & o 50mL THE L., FERICRSIABL, BiZe&E7 7
AaDEMETT R M EMAD, ZOH 20 mL % 100 mL ORI 7 T A =
ICIEMEIZ AAL, 40°C UL T DK T3mL LT £ THIEEME L. BT 208 |2
g 23 EHRIK & 3 %,

2) = OfthofEgt HTEE 109 2 0.01g DT ETED . TOEEAEFLERL .
200 mL D3t =7 T A3l A, K15 mL 1%, 30 REE%K, FioT
b 100mL Zh0 %, 60 23RV IRECHIE I 5, 300mL DR FE7 7 22
7 7RI OTICES, fitikE A (5 B) TRIIAELE, ko
ST T RAakOESEINERT & b2 50mL THE L, [FARICWRE] AT 5,
A% 40 °CLLFOKIBT 15 mL LA N E CTRUEIRME L., & 7 208 1235
AR & T2,

H T LALER | AR AL R Y 7 A 5g (45~5.49, #AREILK 10mL KO
ik bV T ASg Iz, ZhEaZrA4 Yy v tnIa (20mLEFEH) *
LIZA, 5 ERE T S, 300 ML ORTIE T T Ak h T AOTFICE S, 7k
WIRDON> TNV T T T Aa%m~FH o 5mL 35T 3 [k L, HikxA
WHZ BNz, WEPFTETAKIO ESRICETL2ETHEL, Yua 2R HS
5, FIZ, ~FH 85 mL 20T LA CRERICIEH S8, WK% 40 °C
UTOKBTIEE A ETET 5 E THIERM LR, ERT A E2E > THRET D,

vrua~ndHhr—7% b (441) 10 mL 2 ERICNZ CTEREMERENL, 2

DR % 10 mL O A2 DIEEAE IC AL, 1,000xg T 5 il DB L7-%., B

B AT T T 4 Z— (LB 05 um LLF) TABL., 77 LALPR 11 (it

TOREHEK LT D,

7T DAL | ABHAR 4 mL (REBCEIX 2 mL) 25 ViR v~ N7 T 72k
AL, Yoo rnNEHT 545 % 50 mL O 7 T A =324 L, 40 °CLLF
DKW TIE L A EHEET 2 F THRIERME L 72k, ER1 T A2k THRET D,

ANEY 10 mL BNZ TEEMEZEN L, B 7 LB IHE 2 3BHATR &

T 5,

TRET v~ 7T 7 40—

BT A AFLUVE ARV EASE S T A (N 20 mm,
& & 300 mm, RifE 15 pm)

H—=FHTh: AFL IR U EAET T 5 (N 20 mm,
£ & 100 mm, RifE 15 um)



t

woOBE W v aaAx V=T Ry (441)

it ;5 mL/min
4y B M 4y : 90~110 mL
717 KALER 1) BT AR~ F LI =0T (910 mg) *22~FH 5

mL TYEEHT 5, REHRKEZ I =07 A AN, WKEAFECTAKIO ESIZET S
FTHHS®ED, 50 ML DT T T A% 07 L0 FIZES, EHRIEROA -
TWERT BT T A az~FHh o —7E b (1743) 2 mL 5T 3 EI¥EHF L.
TR ZNAR I =H 7 K2z, YoveramEtisaEsd, B, ~FHhor—7%F
Y o(A743) 19mL A I =F T A&, RERICEHSE S,

WHE A 40 °C LT ORI TIE & A EHEET 5 F TRIERMG L721%, 250 A
ko CHIE SW 5, AX /—/V 2 mL ZEfECNZ CTREDEE L, RIKY
n~ hJ7T 7EESIRHC X AREICHT 2 RENEIR & T 5,

Rik7 v~ 77 7EESHEFHT X 5 HE ABHAR K OV 2 0 v AR AT 2
UL 2k a~ N7 7EESHFHZEAL, BIRA A vt a~ b7 T A
s

HIES B

(k7 v~ 77 7H)

71 7 Lo AT BTN I ) BTN T A (RN 2.1
mm, & 150 mm, RifE 5 pum) *3
i i3 i 2 mmol/L BEfe 7 v e =7 MBIR— A KX ) — )b
(7+13)
it # : 0.2 mL/min

7 b R 40°C
(B E AT EHE™ )

13 i # o DU E AR B oA Et
A4 & v b HErxv s bexTFr—AF 4k (ESD & (EA A%
—F)

37 T A4 Y% —H A : Ny (1.5 L/min)
t—h~7 8wy 7EE 200 °C
C D L & J:250°C
T =X — A A v m/z233 73
a B SEonBRA A U7 e~ NI 406 E—7 H I T HEEE
RO THREMEZER L, POy e o EE2RNT 5,
£ 1 Chem Elut (Agilent Technologies f) XX Z i EREDH D
2 Sep-Pak Plus Florisil Cartridge (Waters ) (2472 B &ED U W — N — %38
FELTEbOIEIINERIZEDOH O
3 ZORBAX Eclipse XDB-C18 (Agilent Technologies ) XX Z i &A% D
»
4 LCMS-2010EV (FEBUEFTHR) 12 K 25 5041
5 TATTADBIZOWTIX, mlz235 TERET 5,
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(BE) GIEAN) T —a»
- WINEI =R R UYL A

s ; NIRE WMENGEE Mok RS
AHORR (mghkg) PORL (%) RSD; (%)
TaA7— BB % RS AR 0.01 3 93.3 6.2
0.02 3 95.0 2.6
0.2 3 84.8 6.9
PRI E B A Rk 0.01 3 95.0 5.3
0.02 3 95.8 5.4
0.2 3 88.0 4.2
LopAZL 0.01 3 93.3 31
0.02 3 94.2 31
0.2 3 96.6 2.2
R A 0.2 3 90.0 5.6
0.4 3 97.5 2.6
4 3 97.2 1.0
SATFAA T — 0.2 3 95.0 31
0.4 3 99.2 15
1 3 90.3 5.5
2 3 98.3 7.8
- S [FE R
o S B FEHR O WRMBE WMENE ez Ume =TSR
B oo FE BEH RER  (mgkg) (%) RSD. (%) RSDs (%) HorRat
R B A DB 7 0 0.05 92.3 4.7 12 0.53
EovAZL 7 0 0.05 86.9 33 12 0.54
R AR 7 0 4 91.0 2.6 8.3 0.63

- ERTR (F—BR=EIC L DR
- B TR O (H—BR=IC L D)

mg/kg)
(%) ZJua~ 7T L6

2;3 30
I%4503R8, 5>

40

30

B 0.01 mg/kg (BzHCH 0.2 mg/kg)
B 0.003 mg/kg (RZ4XE 0.06

20 3IEI
IR, 55

0 10

ZERRVOANERHDOIOT TS LA

A BERER (Yo s LT 0.4 pg/mL)

B: #malkt (7 mA 7 —EERMAELEEENZ & LT 0.2 mgkg Y

BAN)

94
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ThN B6-vrunr2-v KX RER (LLFAFNICEWT IDCSA] &
95, ) KO'DCSA & ikaEie, )



94.1 AR v~ 77 THESHFHE
A HEOCHH

I N EEYERR U J1 73 [CgHeCl03) 25 mg % 0.01 mg DHrE TED . =D
HiEZFek L. 50 mL OB E7 7 A AN, T hrEMATEML, B
IR ETTE b2z s (ZoiEimLix, "L T05mg 2567
%o ) o

EHICEBELT, 20RO —#%E27 2 h o CEMICHRL T, 1mL Fizvhr
NRELTE0ug 2EA8T DTN N EREF R 2R 5,
B = =

T i SHTakEl 209 (W24 #E 10g) % 0.01g OHTE TRV . Z OE % itk
L. 200 mL ofgtaitte =M 7 7 2 2|2 Afv, 7K 30 mL L OMERE (6 mol/L) 1 mL
ZMZCTHEL, 30 2y @E%, Hic72 70 mL 200z, 30 MRV EET
T 2552, 200 mL O&E7 T A% 77—}l FICE S, MHKRE A%k
(5 fE B) TWBIAMLIH, DO =A7 722Uk ZIART & K 50 mL
THH L, RIS AT 5, BICEET7 T AaOERETCTE N 2MA,
RGBT 23 BHATR & T 5,

Ioksy g ROBHANR 20 mL GREI A RZAE CTod 25551 40 mL) % 100 mL D 72
FTIE 7 T A 3 ZIEMEIC AR, 40°C LLF DK TR SmL £ TRIEEME T 5, 1R
WIZAKEEIET N Y 7 AR (Imol/L) 5mL #1%, &X ES|IREVRE 2N
HEE T30 oMEHE L, 77 L0 T 23ERRIR & 5,

715 HNALER | AUBHAIRIZHEEE (6 mol/L) 2 mL 2 /1%, AR pH 23 1.0 L F T
bhoZ L% pH MBI CHERR LT-1%. Z Ol EZAMrA4 Y 7 +h 75 (20 mL
REFH) #3 2 AN, 5 MIEET 5, 300 mL DRTHT T A% h T LD TFIC
BEE, AR DO A > TWe TR T 7 A a ZFEfE T F /L 10 mL -5 T 3 [B3EE
L. WRAZNER T 7 DZINZ 5D, WREDAFETAHD BIGIZET HE T FSET
DHURNEBEEESE, BICHIRT L 70 mL 25T AIMA TR &
%o WRHIEZ 40 °C LT OKIBTIE & A CHE[ET 5 & CRUT M Lizt%, 50
A Fe ko THEET 5,

Bz s a~Fh o —Hig—F L (4+41) 2mL T10mL D&Y 7 A 3|
BL., BIZEEYDOAN> TWERTET T Az 7 a~tt o —FigoF L
(4+1) 2mL T3 [EWEF L., LKz eoeE7 7 2Aalchbys, BIceaR7 7
AaADEMETY 7 a~Fhr —FgETF L (4+1) EMxTth, AT 707
g VE— (FLEZ05umEL ) TAWL, 77 LB 250BHAIK & 95,

T LB RBHRIK 5.0mL X VREB I a~ BT ZIEAL, PN
WA D5y % 100 mL O LIE 7 7 A3 243H L, 40 °C LL FOKIKBTH 4
mL E CHUERME L72%. 20 mL ORBREICAND, ORLIET T Aa%2T &
k> 2mL o CT3HEPEHL. iRz LORBREICEDLYED, ZDHk%E 50 °C LL
TOKBPTERENAZES>THEL, N 7t F Lz X7 kit %
B ESD,
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FNREIa~ NI T 7 40— B

BT A RAFLUVE AR U IEEAR S T A (NEE 20 mm,
£ & 300 mm, RIfE 15 um)

H—=RHTAh: AF LI ARUBUHRELSED T A (N 20 mm,
£ & 100 mm, RifE 15 pm)

= B W v untV U —ERBTT L (4+1)

it # : 5 mL/min

4y He M 4y : 75~125 mL

U 7t xzF o 2T L 222-NV 7t uaxy ) —) 1 mL KO
02 mL ZFEEMIIINA T ORmEERL, LEEERVEE NS, 90 °C D
K T30 S MERE L, ~F Y odmmiciii T 2 EHRIR & 95,

R, Oh o YR 1 mL 25100 20 mL ORBRE ICIEMIC A, BHEH
Ao THalE L2, LLFRERIC R U 7 vt oF o 27 AL OEEE4T -
TOH o NRNE ") 70 FacF Lo 27 U EWICFHERIE L, ~F fingicft
TOEMERE T D,

AFT U RUBRAIRICHE LT N Y U AR (5 wivd) 10 mL KU F Y5
mL 201z, 5 SV IBEEZHEL, ~F g (BE) 232y — 1
Yy P T50mML D=7 T XA |25 WT %, FIZ~FH 5 mL 2alBREI2INZ T
FARICHEIEL . ~FH UEE ko =A7 7 22Nz, 7 208 1T 5
AR & T2,

FIREIC, BEVEIR 2 SUBHAIR & [RARICHERIE L 7212, ~FX U@ b 60 COMilE
WMEGEOMEET U v A (HK) 592 AN T0mL DR LIEY Z A
IZAIBT D, BEHEEROAS TWE=AT7 T 2Aaz~FHh 2 2 mL 5T 2 RIS
L., iR E otz @E L TAREEDLE %, LOMEET U U LE~FH
2mL T O T2 [P L, WA AIRICHEDLE D, A% 40 °C LLTF ORI TH 1
mL £ CHUERME L2%, REME SmL O2E7 T A3 IB L, BEMOA-
TWeERLIETZ 7 Aaz~%H o 1mL $5T3REEEHL, EiREzLEOEET T
ZalEbE b, BIZRRT7 I AaDERET~FH 2N, 1mL FizTs
PNELTLI0pg Y EAZEA T HEERIR AT 5, 2 ORI 2 ~F
CCIEREICAIR L, 1 mL iz B3 LT 0.002~0.5 ng MY EZEHT 5
ROBEERZRRT 5,

BT LN BRI AB~ R T LI =hTF A (910 mg) A EAFH L5
mL THET 5, REHRKEZ H O UOBERZFEOME T U oo (lEK) £
59 # AR} TI=h T LIZAETDH, REHEKD A>T\ =477 X2
Xt 2mL §©¥oT2HEERL, BRALEORIFAZELTI =07 AITMZ
Toth. OMET R vaEA~FHr2mL TFoOT2MEHEL, ka3 =h 7
DIINZ %, WEHDFETAKIO ESGIZET 5 E Tt F it &g72%, Rt &
DIZT9, 50mMLDORLIET T A2 I T L0 FIZES, ~FHr—VxF
J—T )b (24+1) 10mMLAZ I =T LIZMx, R FSETT "D MY 70
IR F N AT A Z N S5, B % 40 °C LN OKE TR 1 mL £



¥

at

TRERME L%, 5mL O28E 7 I X3l AN, WBHIEO A>Tz LIEY

FAaZ~FY o 1lmL $OCTIEGERL, LKA EORET 7 A3 IEbED,

BICRET T AADERETAFH U E2MATHAI v~ N7 7 7TEERSHTEHT

LD REICHA 2EHEKR & T 5,

2y ma~v N7 T TEESHTEHT X D HE ABHRIR M O AR WA 2 L &

2Armav NI TEESFEHIEAL, BRA A U7 a~ 77 052155,

HERM Bl
(HA7 v~ h77 78
7 7 LA RERY T ) =T L BNV T ==L —
BU AT IR vaxra—T7 07 N
0.25mm, £ X 30m, [EEE 0.25 um) 5
* ¥ U ¥ — 4 A :He (1.0 mL/min)
RO B A E AUy R (60s)
A OBFE AN IR 250 °C
J1 7 A A% R £ 80°C (2min fREF) — i 5°C/min—180 °C— -
{& 15 °C/min— 280 °C (5 min f££f)
(BB et o)
Fi H 7 o DUEARAYE By AT El
A4 4 v b EEBrAA 1L (EBD &
A H—T = — AR E: 280 °C
A4 A& ¥ P OIE BE:200°C
A4 F v fb #E JE:70eV
T =4 — A F ¥ :mlz302
B Bonl@E@RAA U7~ N7 A0 bE— 7 HfEZ KO THRE

WEER L, BETOYH o "BE2EET 5,

T 1 AKETIE, BB oy e AT I v, DU RNTAF L
TIVHE, DAV TLRERR A RNTFT MY T LAEREENLTND
Laicix, B oY oNRICEEND,

2 ABHHOTH NG ENPZWEEICIE, HEE T R THRL T,
5L DEAEEAT O,

3 Chem Elut (Agilent Technologies ) XX Z il ERED H D

4 Sep-Pak Plus Florisil Cartridge (Waters %) (2472 K &ED U W —/N—7%H
LD I ZNERED S D

5 HP-5ms (Agilent Technologies #) X Z i L [FEDH D

6 GCMS-QP2010 (EHBU/ERTHRY) (2 K 2 G4
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(B%E) GIEN) T —va v
- AINIEI =R K UYL A i

; WINRE . WINENR MR UK B
R OMR (mgkg) b (%) RSD, (%)
%5 A LA R Rk 0.01 3 97.5 9.9
0.05 3 88.8 10.6
0.5 3 89.3 2.6
2= B A A ek 0.05 3 100.2 6.1
0.5 3 98.5 12.5
RE 0.7 3 94.5 11
7 3 87.3 49
NE 0.2 3 92.2 11
2 3 93.5 9.3
EH9bAHZ L 0.01 3 93.8 10
TARE 0.01 3 08.7 6.5
FE T — 0.05 3 101.3 9.0
0.5 3 85.7 2.3
T A 0.2 3 87.8 35
FA T TR 0.2 3 82.8 41
fad & 0.05 3 104.3 8.6
0.5 3 92.3 7.8
- L[] FABR

HE FHE RINERE  WOMENGE sk Uk SRR

AROME oy mas (mgk) (%) RSD, (%) RsDe () O
EHovAZL 6 0 0.5 88.7 4.2 8.5 0.47
=Y 6 0 200 84.6 7.5 14 1.9

- EENR (H—RBREICL MR e 0.01 mg/kg
- B FRR (R—3BREE I K D e Rk 0.003 mg/kg
(BE) Ju~ k7T A
A B
|

4o P 4o

. | i

ha ) \ — ~ _ N

15 16 17 15 16 17

ESCiEic Ry EEiEin ey

BERRUAMAROIOT LTS L
A ERER (P v 3 LT 0.05 ug/mL)
B : IIEE ($hd 9 BRMBLAEIEHC O H & LT 0.5 mg/kg FAX EHN)

942 k7 v~ KT T X T NE BN RHET!
(it FaPH - KRG KR OKE D T)
A HECHH
1) Th o NEERER U7X [CgHeCl203) 25 mg % 0.01 mg OHTE TEY |
ZOHMEEFTEL, 50 ML DERET T AZ AL, AX ) — IV EIATHENL,
B ETAY )=V EMZATOD U ERERIEEZRR TS (20 1 mL i,
PHNRELTOSMgEEART D, )
2) DCSA fZ= ¥R DCSA [C/HiCl,03) 25mg % 0.01mg Dt E TEY ., 20k



fEZFE L, 50 mL ORET T A AL, A¥ ) —EMXTENL, BITE
BRETAY ) —N %% T DCSA fEHEFUIK M2 (Z DR 1 mL 1%, DCSA
LLTOSMgEEAT D, )
3) KRNI AR E R e ONR A NAEHEIR R RN RIS > 7 o /R 2
(P H 2 RBCe) RO E RN AREER DCSA 2 (DCSA-13Cs) 4 8 mg % 0.01 mg
OHFETEY, TOHEZTLEL, TNEFN20MLOEET 7 AT AN, A
J =V EMZ TN L, BICHEMRETAY ) — Va2 CHELERNMNBERY L
HERERKEZ AT S (Zh5DEE 1 mL X, P8 /3-18C LTNDCSA-BCs & L
TO04Amg = ZNENEEFT D, )
FID, BEEREO—HERAE L, A¥ / — /L CEMEICHRL, | mL HIZY
T3 2 8BCe e N DCSA-BCs & LTENEIN 20 ug 2 5 T DIRA WIEEHETR 2 75
T 5,

4) WREMRERAIRAGESER  ERICEL T, U8 /3% DCSA & 15 e Rk I
TV 1 2 73-18Cq L Y DCSA-¥Ce 45 %2 E [RIN (S HE 7k B A Y Uik 0 — 6 & 0.1
VIV X FRIEIR — A % / —/L (1+41) TIEMIZHFR L, 1mL Fico b o KW
DCSA & L CTZN L4 5~200 ng #3 TV 0.5~20 ng "3 &2 &AL, o, Vh3-
BCs L TINDCSA-BCe & L TENEN 20 ng KX 2 ng & H T 5 E A O ERIER
FIRA MR 2 T 5,

B & =3

Fh i IATEREL10 g 2 0.01 g DT ETEY . O A FLEE L. 300 mL ©
e =7 J 232 At IREPERERR 1 mL L OVK 20 mL iz, 30 43 fH i
%, BWilok—7tbr=brU/ (1+41) 80 mL Zh1x. 30 43RV BE THIHT 5,
HhH# 2 100 mL O $peim O AE I AFL, 1,500xg T 10 srfEliE D arBE L. R
PR IR R AT 2 3 0BHA R & 35,

KSR BUBHEAWE 10 mL & 100 mL o> HoeiE O L B IS EMEIC A KL, HEER

(27+170) 20 mL #MX 25, ORIz FEHR L, 95 °C OMIE T 1 KR mE L 72
Bm T H, TiE: 1,500xg T 10 4y 0o B U, B AR & iR sy Bl i kg
LREHRR & T 5,

oyl REHA 3mL 2 & L UoiEb) U 7 AR (10 wivd) 20 mL %
AT 100 mL D4R A WCIEfEICINZ, BICY=F Lo —F /L 20 mL Z
A, 5MIRVIEE-H#ET S, KE (F/E) % 100 mL O5r ik} BIZ A,
vzFrz—7)uE (LBJE) %2 100 mL ORI T 7 A3 ANRD, ik A
VT F T —7 L 20mL THF L., SRR A kRS B Iz, 5 MRV IEE
FREET S, KEERT, PFAT—FABELEORTIET T AT bYE,
40 °C LLF ORI TIZEAERET 5 F CTRIEREM L, ER T AL ESTYVZT
NT—T ) EENISE D, 0.1 VVWBFEBIRIK— A %/ —/b (4+41) 5 mL 1% T
BEWEEN L, 7 DI 23 ENATR &5,

T RNEES F XTI YN I FAI = AT A (Lg) BN EAK
—/L 10 mL } 08 0.1 vVIVO% S BRVATR 10 mL TIER T 5, REHREZ I =17 A
[Z I, KE DT TAFIO EIGICET 5 £ T S5, BEHARD A>T\
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I T T A% 0.1 VNN RIS — A % /7 —/b (4+41) 5 mL T L, k%
R=A T AT SE S, 10mL ORBREEZ I =D T LD FICEE,
0.1 VWU FERIRIR — A % /—/L (1+1) 10mL % X =H T LIZMATY B 3K
DCSA ZIEH &®, BHIKRAZ Y W v ARNOERICAWD 200K n~ 75 7
H T DB BSHFHC L 2MEICHT 2RBHAKR E 75, TICZ OFEHER D
— A 0.1 VIV XRIRIE — A #Z / —/b (1+1) TIEMEIC 10 {247 L. DCSA OE
BICAWS DK v~ N7 T 7% 05 ARVERSHFICE DHEICHET S
AREHEIR & T 5,

ks v~ v 77752 7T IREESHFHI L DIE AR & O E ik

TERUIR RS b UL 2Ry v~ 77 72 07 DEEHEHIIEA L,
BIRCHIZ n~ 77 LR 5,
e
(GIk7 v~ h 27 Z 7H)

7 7 L 72 Rx TV AT T A (R 21 mm, &
& 150 mm, KifE 5pum) *6
A e W7+ 0.1 VIVOEEEE « 5 mmol/L FEEE T = MR — T

' hr=rU (19+1) (5minfrFF) — 2min —
(743) (8 min ££Ff) — 2min — (1+4) (5 min
RFF)
i # : 0.2 mL/min
K7 A AR B 40°C
(& T LWAVE BT ET)

R H 5 o DU AR BT
A4 F v fb E:xvrZbhaxFLr—AFAq (ESI) & (AL A4
£—K)

A4 F v PR B 150°C

T I N_— g A A N, (800 L/h, 400 °C)
* v 27 U —FJE:06kV

2 — v A :N; (50L/h)

o — v @ OJE:TEROLEBD

2 Y ¥ oa v H A :Ar (0.4Pa)
aYVarzxX—: FEROLEY

T =S — A F VI TROERED



At

x BWEOWESRME

FYH—p— TOFT A I g ayvar

MESRWE A4 EEA R G-1ES S
(m/z) (m/z) (m/z) (V) (eV)
CH N 219 175 — 20 6
— 145 20 10
AR, 225 181 — 20 6
DCSA 205 161 — 26 12
— 125 26 20
DCSA-"C, 211 167 — 26 12

B OBOoNnERKISHREZ v~ b7 T A0 B U3 DCSA, Vv
/3-18Ce Jr (NDCSA-BCe D B — 7 [Hiffi 2 R o0 TEEHEIRIC L v BB A2 B L, &)
Bt h v R EBER O DCSA BEERO7%, Ak v REHhD T H R
(DCSA K UNDCSA fu&a ik a&te, ) EE2HMT D,

Bt OB /8 (DCSA K U'DCSA fat k% &ie, ) & (mg/kg) =A+1.07

x B

A BRERDGROTZRAEIF O T N OPRE (mglkg)
B : BEMD O ROIFEH D DCSA OIRE (mg/kg)

H 1 KETIE, REHIco o T AT I U, U AFLT
SV VA RB N T LR O N F U ARG ENTWAES
WZiE, RPN BEIZEEND, £, BB O DCSA fa A RITmk
RSN T, DCSA L DAEL L TERSND,

2 BERNMKEZRE LCHAT Y8 A EODCSA X, ¥ 3 (BR-13Ce)

K OYDCSA (BR-13Cq) XIXZMH ERFEDH D

3 ZOMEICLLEEHAO ERIZ, BET O Y N KD DCSA DR &

L T4 20 mg/kg ThH D,

4 PiEIX 1 mL/min BRE L 325, LEIZS U TR ~=FR—V REHEHT 5,

5 MegaBond Elut C18 (Agilent Technologies %, Fif% 40 pym, U ¥ — N—F &

6mL) IXZHEREDHD

6 InertsilPh (P—= A4 A =28 XZER%EDOEH O

7 Xevo TQD (Waters ) (2 L 5 5441
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(BE) GIEAN) T —a»
* WINEI =R R UYL A i

7 VL ¥ R heh) pellica
AR 4 S o B f@ﬁf gL PP ﬁ%hﬁ%
KE 1 3 100 39
10 3 97.1 0.9
K (NEE~A) 1 3 98.4 2.1
S 10 3 94.7 1.4
NIER (VAN 1 3 95.0 0.9
10 3 95.7 5.2
T A M—F —4L 1 3 88.3 2.5
i NISR I/ 10 3 98.8 0.4
KE 1 3 101 7.6
10 3 88.0 15
RKE NEESRA) 1 3 86.5 4.2
10 3 91.9 1.3
DCSA R 1 3 %.7 6.7
10 3 93.4 31
TR N — AL 1 3 86.2 4.0
RGeS 10 3 91.1 2.1
- R FAER

HEh FEHR WONPRE MBI R e UE ERHBUGE

%53 4 OB oo i BEl BREX  (mgkg) (%) RSD, (%)  RSD (%) HorRat

TN KE 8 1 1 100 8.2 13 0.80
KE (FESA) 9 0 5 103 3.1 6.8 0.54
KEMWE»T 9 0 10 98.2 45 5.1 0.45

DCSA K 9 0 5 101 5.6 8.6 0.68
KE GREEAA) 9 0 10 100 4.7 7.4 0.65
KEMHF 9 0 1 103 7.9 11 0.66
- EE PR (E—BREIC X 2R B 4 1 mg/kg
R FIR (E—BR I X DR B 4% 0.3 mg/kg
(BE) ra~ 7T L6
LA

A ~L = DCSA

o it il

] i o

™ % ' {

™,

o || % [|

v .

i | I. Ty L%

o S P — S I-\I.!E | J e A

9 10 il 12 13 a 10 11 12 13

{38309, 45 {5058, 55
ZE®K (V38 L T0.05 ng, DCSA & LT 0.005 ng {EA)
DA Icd AN

95 Y/ uv Ay b

95.1 TY XL A MU EOMDRIEDOWIK v~ 7T 78 T DRVE &R
12 & B [RIEE S AT 1
31212k 5,
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96 I/ BERALTF AT
96.1 NUANLT R RAFNEDMDBEOWEK v~ s 7T 75T ZRE B
FHZ K 2 R AT 5
¥ 333k D,

97 vrZuikRy S AFI
97.1 BT AT v~ N7 T 7EESHFHT LD —F ok
I3 LI KD,

98 v/r/nus v
98.1 EdEEpHAIrZu~ NIT TEBESIEHCL L —FoWE
EI3E LK B,

08.2 AMEFRRANOEET I FREEDOH A7 u~ 7T 712X 5 ZRFESITE
H2HiI3ICk D,

983 7o /7u—), TLVAY v, JurryardZyrh, /a3 0ok A My o0
—IVDH AT a~ ~7 T 72K DREHIDHTE
28612k D,

99 TV uNRA (PZaNRAKRRNFTLR)
99.1 HAZ v~ hJT TEENPRHED 2
A HECHH

1) V7 LR A EYER 7 m ViR A [C4H7ClL,04P) 25 mg % 0.01 mg DHTE
TEYD, ZoHEETE L, 50 ML DBEELET 7 A2 IZ AN, T M2
THEML, FICERETTE 22 TY 7 a R 2 EEFRE RN 5,
(ZDEImMLIZYZ7 LR Z205mg 2 E5H7T 5, )
ERICEE LT, EEFRKO %27 F o CEMICHRL, 1mL Hicy e
JWIRA L LTO001~2ug 2B AT 2BA DY 7 v Vil ZRE MR 2 3 2

2) U UIBRREIR Ui KFF M)LK 78 g (7.75~7.84 g) %K
500 mL {2 L7k 230 mL (2 U U EBKFE —F FU DA 12 K 179 g
(17.85~17.94 g) % /K 500 mL {Z¥E2> L7- iz Mz . 2 mol/L /Kf&fbF R U o7 A
W T pH 7.2 ICi%E T 5,

3) VAT A RS -2 AT A UHEERE — /K Fn¥) 4.0g (3.95~4.049) % /K 50
mL 2y L, 2 mol/L KERET R Y 7 VAR T pH 7.0 ICFH%E 5,

B = =3

h H INTEEE 10 g 2 0.01 g DHTETEY . TOEME A& L. 200 mL &
Btttk =7 7 2 32 A, 1mol/L ¥l 15 mL 21 % 15 pMEFE T 5, 7Tk
k% 50 mL (REAXEIX 150 mL) ANz, 30 4 fElE 0 ¥ CThitti3 %, 100 mL &
e E 7 7 A3 (HHEIX 200 ML OoBEe& 7 7 A a) 27 7 F—F}DF
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ICE X, i E A 5 B) TWSIAMLE, KO=A7 T A a KUYk S
ZNAR T & k2 30mL THeE L., [FRRICRSI AT 5, BICHARET 7220
TMETTE M EMNZ D, EA LR 20 mL (R2408 1T 4 mL) % 100 mL
DIRTIET 7 A TIZIEFEIZ ALY 40 °C LU F DK T 2 mL LT & THUERE L.
17 HALER LS 5 REHARIR & T 5,

T LR RBHATR A S A Y T A (20 mLARER) Tl AN,
RENEIRDO AN > T2 d 7 7 A3 &K 5mL THiF L, iRz D7 512z,
10 73 [HERET 5, 200 ML DT T T A 2% 0T LD FIZES, LORTHY
T ATz ~FH o 10mL $OTIEWES L, ik ZNER S 7 HTNA ., K238
TAKID EHICET A2 ETHFL, P27 ARAROF L REEHSE5, ~F
P80 mL & H T AIMA TRBRICE- S8, BHKR %A 40 °C LR OKIR T 40
mL BL T TREEME L. 27 /LR 2 ~DOEWIC T 53R EHATKR & T 5,

U a VR A~OER  FEHAR Z 200 mL D43 HETRF A IS AL, AREREIR D A
STWERTIET 7 A2 %) ER 30 mL CHed L., WikE 2iknF A I
Mz %, YATA K 4mL K OMELF FY DA 59 (45~5.49) %4k A
Iz, 5 SEIRVIEECH L FE2 Y7 n bR A CEHBmT 5, KEg (TE) %
200 mL O3k =F BIZ A L, ~FH ok (BJE) Z2200mL D=/A7 7 A=l A
b, DR BIZA~FY 2 40mL 2Nz, 5 MRV IEE-mEE L, KEE
BT, A~ UEEzEo=—M7 7 2ailibtb, — A7 T AZmEST N Y
L (MEK) EEEMA~FY U @ERAK L%, 200 ML ORTHT 7 A 2llh
f# (5 fi B) TAlMT D, KO=AT7 T AL EO~FY L THREL, HiKkE
DALMEBL CAHAEEDLEDL, T —V2F L7 a—/L (49+1)
05 mL Z/MZ, 40°CLLTOABTImMLUTE CHEEKEL, BET AL E-
THETAHES, ~FH o —VxzFro—F /0 (17+43) 5mL &1z, 75 L8
TS 23 RHATR & T 5,

BTLMEN YA I =T L (690mg) O EAFY L —VTF LT —T
Jb (1743) 5 mL TYHET 5, EHARZ B 7 M AL, K2 TR TAAID Ei
ICETHETHHEET &85, REHRIEDO A > TWERTIEY T A az~xH
— V= F = —7/L (1743) 5 mL 2T 3 [P L, BRENER D 7 A2 2,
RIS S E 5, 50mMLOARTIBR T I A a2 T LD FICEE, ~FHho—7
T hy (19+41) 20mML 2 H T AIMAZTY 7 B VR AZBRH S5,

wWHRIC T b —YmF L7 ) a—L (49+1) 0.5 mL Zh1%., 40 °C LLF
DK T 1mL LT E CTHIEEME L7k, @R A& %o THET 555,

T M2 mL ZIEMRECNZ TEREDEZEN L, TA7Za~ 77 7 E&SHT
FHZ X 2 MEICHT 2R EHRK & T 5,

A~ N7 7 7EEGIFHCEHME HEHER K NE T 7 LR A EAERR
H1luL WA 7w~ 7T TEHEESHFHIEAL, EBRAA U7 n~ F 7
TLE/D,
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At

E 1

WESL B
(Ao~ k7 F 7E)
Vil v I

v U v —F R

A o)

~~

NN

il
P
=

VR —T o — AR E
j—
Fovoe & E

3

il

H v
R (A
: 280 °C
YO RO
: 70 eV
=4 — A4 F

BFoONTERAAVRH 78~ N7 L0006 E— 27 mEXIIE S &K
D THREMEIER L, BEFOY 7oA R (FLVREY 7 BV RRAZER LT
bDOEGL, ) OBRXEMT 5,
RIETIE, RBHROF LV REY 7 m VR R TEH L,

WA ER Sy BTV =BT A BT ==/b—
B5UAF LAY LT ==L axY ApFhE
A8, N 0.25mm, K& 30m, fEE 0.25 um) 8

: He (1.0 mL/min)
FV = S S/ NS -3
Ao | AN R
/B VN i N R

27U v hLA (60s)

250 °C

60 °C (1 min f&ff) — 5 15 °C/min— 280 °C (5
min {&+f)

UER e Y
TTA A (ED)

230 °C

TEfA A4 miz 185, HERRA 4> mlz 109

e DY 7 m LR

A& DfEFnE LTERET D,
2 BRI L7RRETIT 5,
3 RTFCE VD, AR5,
4 Chem Elut (Agilent Technologies ) (X Z L L RIZEDH D
5 U7 BARAER LTV OT, EHRA ALK THE S

5Tk,

6 Sep-Pak Plus Silica Cartridge (Waters ) (23 4 72 F & D U H— 3 — & fl

L7ebDXiT I & R

DH D

7 PEEIE 2~3 mL/min &9 5, MLEIZS L TG~ =R —L REFEHT 5,
8 TRACE TR-5MS (Thermo Scientific #l) XXt L RZED L D
9 GCMS-QP2010 (FEBIERTRL) (2 XL 2 @S5
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(BE) GIEAN) T —a»
* WINEI =R R UYL A i

N . e N whnEE . HOR UK E
53 B} R P L WRCLRER B L
TV 1 55 R 7 A R R 0.04 3 85.4 11
0.2 3 99.1 43
WA 4B E B A Lk 0.04 3 102 16
0.2 3 94.1 2.5
EobAZL 0.04 3 93.4 11
0.2 3 96.7 17
NI a—HF~A 1 3 73.2 2.3
10 3 84.1 1.1
FLr FiK 75 i B Bl A fiel et 0.04 3 83.6 12
0.2 3 73.5 3.2
WA 4R E AL A Lk 0.04 3 93.2 12
0.2 3 86.7 3.2
LA L 0.04 3 87.9 14
0.2 3 75.7 3.4
NI a— A 1 3 77.2 6.7
10 3 76.3 2.8
- L[] FABR

HEE TEHR ORI WNEER  sedek Ui R

Wk ARORE gl BEH (mgkg) %) RSD, (%) RSDx (%) HorRat
FLE  ribAZL 9 1 0.2 2.7 43 12 0.54
TNTTNT 7 9 1 10 83.1 41 12 0.96
- EE TR (HE—E BR=EIC X 2R AER Y7 LR A L LT 0.02 mg/kg
R IR (R —RBR =T X 2 R A CrmaARzE LT 0.007
ma/kg
(%) 7u~v 77 L4
A ‘L B \L
b i
i i
= JE R L e = “Wmnwﬂi‘l [P \pf-‘w-..ll WWMHH
6 7 8 9 10 3 7 8 9 10
(B SRt ) FFEEEL

BERRUAMAROIOT LTS L
A ERERE (P27 mLARZ L LT 100 ng/mL)
B : INEE (ABHE R AEENCY 7 n/LAR A & LT 0.2 mg/kg #8245 EAIN)

992 AV U REEOT A7~ 87T 712Xk DREIDNE (FD 1)
o412 KB,

993 ARV L REIEOHT A/ u~ 7T 712 L B5RMSHTE (F02)
W2HEis XA,



100 7 Uv k
100.1 Y7 Uy hRONNTa— ORIk e~ N7 77 4% 07 DRVEESITFHIIC K

%

FLEEARIRES
AR IRV Al I

1002 Wik o~ K7 T 74k

1)

2)

1

7

A HEOCHH

T Ty MEAEFIR Y27 U b [Ci2H12N2Brz) 20 mg % 0.01 mg O¥7E T
B, TOREETE L, 100 ML OB a2 E 7 7 XA 2T A, HEE (0.01 mol/L)
ZNMZCTHWEML, BICHESE CHEE (0.01 mol/lL) 2Nz TY 7 Uy MEAEFK
TS (Zo@mKimLIZ, P27V v bELTO02mgE2EaHT 5, ) o
851 A 2 HukstiE  (NatZil) SRERIERD A A v 2 kst iE™ £ 100 g (99.5~100.4
9) ZE-T, 500 ML =/ ~7 7 A= |Z A, /K300 mL i1z CTHrIiEE, k
B EETDH, EEBEDOPpHIN6.8~72(272 5 F T OBRIEZEY K L 7%,
A 300 mL ZMZCT—HKEFET D, RICZOMIBIZKERILT Y U AEK (2
mol/L) 200 mL Z#/M 2 T ERYE, EEAREZHETH, EEAWEO pH 28 12 DL E
72D EF T OBELMHEVIR L%, KT N U ¥ ALK (2 mol/L) 200 mL
EIMZCT—/EET 5, WICZOMIRIZK 300 mL 21z THEE, EERR
EEETDH, EEREDO pH Y 6.8~721272 5 F TZORIEEMEY IR L=, 7K 300
mL Z 0z CTRFUZLRAFET D,

B & =3
H SHTEEE 10 g 2 0.01 g DHTETEY . TOHEZEFTLHE L, 500 mL &
YT T AT AR, BRER (142) 90mL., B 3~4 ki OV ) = il 2~3 i
ZMZ., BIRmARS 2B L, 5 RFRIFE-C/m T L Tt 3 %,

500 mL O & — A —%7 7+ —iR}tOTFIC@EE, iRz V7 A A K2 ¢
Bl AL, DRI T T A2 RO S ZNERK 50 mL CTHE L, RIS
AT D, BIZZDOAWITKZMA TR 200 mL & L, £0 pH Z/KE{EF U
U LK (12 mol/L) T 8.9~9.1 I[ZF#% T %5, 500 mL D =7 F XA a4k 7 7 F—
o FICEE, ARE T T ABHEARKRE2 TRFIAB L, o —h—KQA
MANER A BEOKTHE L, FERICERSIAE L, AIRE DT DB 2308
Wi E T 25,

T LAER A A AR (Nat ) 27 7 A% (NE2 15 mm) 12 6cm O
S FE TP LiAA, K20 mL 21z TR A FETAAIO ESn s 3 mm O & E1272
HETHHSE, 77 25T 5,

REHRIRZ 1 7 DA, REHARDO A > TWe =7 7 2 a /b BEOKTH
WL, el a7 22 c2, WENARTAFD Eigns 3 mm OF SIZET L E
THH S TS558, K100 mL 24 7 M2z, FFICHRH S, 77 22 %kET
%, LAFREBEIC, HE2 (2 mol/L) 50 mL. 7K 100 mL, (b7 =2 LiEik (5
w/iv%) 50 mL & UVK 100 mL Z AR 7 7 AZINZ, 7 D& EET 5,

100 ML OE&ET T A% 7 5O TIZEES, Bk =7 LE#K (5 mol/L)
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YA
2

i

At

50mML &N T AIMATY 7 Uy hEBEHSELTS, BICEET T AaOERE
THALT v E=v AEK (5mol/L) iz, #bicfd 23EHAK &35,
Jefk BUBHANL 5 mL A 100 mL O 43K IR I IEREIC AL, KEE(LT Y U A
# (12mol/L) 25mL X7 = V> 7 b A Y v L% (1wiv%) 1mL 2z T
BIRVIEE S, 7ruA/bA 20 mL 2505 Z, 55 L<EY
RBELHEHEL, Z7oekrsE (TH) 2=A7 7 A3l Ahd, KEKIZY
guAR/LA20mLEZ A, FERICEIEL, Zaakva@aleo=M77 23l
Hbtsd, ZovRVAEEEEOMEST MY A (K THAKL, 100 mL
DT T7 T AICAMK (5 A) THBLE%, ZO=A7T7Aa RO K%
BV EDO 7 aa RV ATHEFL, LOAMEBEL TAREEGDLEDL, A%
40 °C LA N ORI TIZ & A CHLlE T 2 £ TRUERM L7cth, EF T A% k> T
32,

K=T7EFr=FrU (9+1) 2 mL Z EFEICMZ TEREDZEN L, AT T
T4 NE— (LR 05 um LLF) TAMBL, ik e~ 777 40—t 5
BHAK &3 5,

RIFFIZY 7 Uy MEFHK 1mL X OMEL T =7 A% (5mol/L) 5mL %
100 mL D43 iR IR IEREIZ AL, BUBHAIK & Rl —S&fFCuik 3 %,

K=7%€ F=hrU/L (9+1) 2 mL Z EFEICMZX CTERBMEZEN L, AT T
T4 — (LB 0S5 um L) TAIEBL, HIZAK—T& h=hFVU /L (9+1) TIE
MEWCAIR L, 1mLHicy 7 Uy h& LT0.01~05 ng MY EE2EH T HE D
Wk & T 5,

Krm~ 777 10— HBHREREOSIERERS 20 uL kK7 v~ v 75 7
WZHEAL, 7a~ N7 85155,
WESME fl
B &R EeRmEs (B E 368 nm, HEIE K ¢ 430 nm)
i/ AT ET NI U BV T A (NEE 4.6 mm, £
X 250 mm, RifE 5um) 4
wWoOBE W AK—7TER=FUL (9+1)
i # : 1.0 mL/min
717 AFEIRE ¢ 40 °C
B Bon-ru~s NI b E—JHEEARO THREREZER L, &
Bhror sy NEEEHT S,
E 1 AG 50W-X8 H (CRifg 200~100 A v =) (Bio-Rad Laboratories ) ¥
FIERFEDLD
2 GF/A (Whatman ) X Zh EFRFEOH D
VeV e O i 4 E 10 mL/min, A HFFOFEIZ 10 mL/Ah &35,
4 Symmetry Cis (Waters ) XX Z N ERIEDOH D

i~ B



(BE) DHrEANY) T —va v
« WINIEIN SR K OVl U
VRN B

AN R AR U RS B

PUR O (mgkg) 2V () RSD, (%)
% 5 iR B B A A 0.05 3 87.1 13.9
0.1 3 98.4 7.9
0.2 3 76.4 13.0
L 46 F AL & STk 0.05 3 104.3 43
0.1 3 88.9 9.9
0.2 3 79.8 7.0
A= BT TR 0.05 3 84.7 5.6
0.1 3 91.6 10.8
0.2 3 72.7 5.5
- S [FE R
- S B AR ORINIEE RNECE  segr Ui EREBUEE
oo FlEE WEH  WEH  (mgkg) (%) RSD, (%)  RSDx (%) HorRat
Pl B3 fil 5 PR A 7 0 0.1 86.8 3.8 7.9 0.36
- ERE PR (H—RBR=EIC X 2k Bl A fE kBl 0.03 mg/kg., AL

0.05 mg/kg
(%) Zu~ 77 L0

W EREE

L
e
0 10
B350/ 55
BAmEH (R—=4UJ5RI2V9 Ty bELTO0.1 mgkg HE=EFHMM)
Y An el 7K WA

101 Yak—i
101.1 Yak—nr kR ) TZAVTVOHAZa~x b7 T 712X 5 REESHTE
H3Ei 281k A,

102 U7 (VAT KROBvET)
102.1 kK7 o~ N7 T 72X DHHES!
(i FHPH « Al A e
A HREOCHH
1) VAT A —EDTAR  L-v AT A ¥ —/KFn# 50.09 (49.95~50.04 g)
FORTF Lo oT 2 EERE KE B U T A JkFid 50.0 g (49.95~50.04 g)
27Kk %Z 800mL ANz, KEg{bF U o A% (12mol/L) 70mL 2Nz THA L,
WKL T B U 7 A (12 mol/L) T pH % 9.6 IZFHET 5,
2) VX7 IR Y%7 [(C4sHsZNN,S4)n) 20 mg % 0.01 mg DOHiE TEDY |
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ZOEETE L, 100 mL OBEEET T Al A, VAT A —EDTA &
ZMZTHMAL, FICERE T AT A > —EDTA ik % I 2 THEEYER K 2 A4
D (AR 2, 2O ImLIZ, X7 & LT02mga a6 T 5, )

3) ~ P EYE ~ BT [(CsHeMNN2S4)x(Zn)y) 20 mg % 0.01 mg OHiE T
®mD, TOHEAFTE L, 100 ML DBARET 7 AT AN, VAT AV —
EDTA &&= M CTEMN L, FIHERE TU AT A > —EDTA K& I 2 THEEHERK
TS (FEHARFCHRT S, ZoimLix, v~ EB7&L7T02mgx=5H
T2, ) o

4) WEKFET N T TFAT CE=U LK RBKET NI TTFAT EZY
21409 (13.95~14.04g) #/KIZIENLTL00mL &3 %,

5) I AL AF LRI ZaaR/L 750 mL, ~FH 2 250 mL xONE vk A F
N3mL ZRAET S,

B & =3

h H IHTEEE 10 g 2 0.01 g OHTETREY . TOEEZTEH L, 300 mL &
DR AN, VAT A —EDTA#R 80 mL KUY 7w *x #2240 mL Z 0
Z. 30 IR VIBE CTHIH T 5, MR Z 350 mL o i DL 12 A,
1,500xg T 5 srfliE LBl . AKfE (fE) 40mL % 100 mL @ & — 7 —I|ZIEfEIC
AL, ATF AT 23EHEIR & T 5,

AT AL BRENERIRICHREEKET N T 7T AT UE=D AVER S mL 2%, pH
ZHE (2mol/L) T 7.5~7.8 IZFHE L7, 100 mL O KR FIZ AN D, #EHA
WDOAN> TV B —H — %K THYE L CHRIRE SR EbE S, 205N
SHza b AT AR 20 mL 22, 3 MM LRV IBE, VX7 K~ 8
THEAFNMMELTCEF LU ERRAF I F A =N A— F B A S - %EE L.
T (FVIRICHBE L 7-584y) % 100 mL o3tk b E I A%, 3 Uik A
FVRIK 20 ML & S D3RI IS 2, BRONICIR VB - %HE L, FTEEE
OIAETE DL E TN Z 5, FIZFEBEOBREZITV., FE% 1,500xg T 5 %M
ODoBET 5, KE (B 2T, TEAHEEOMET NY v A (oK) CTHK
L. EHHIZ200 ML ORTET 7 A2 H T ABHEAK T2 THBT 5, oozl
REE R OVARRENAR 7 v v kL A CHIEIEE L, iRz 0 A% L TAIK
EDED, AIRIZ -V AT A VR — KT 0.1g Z# N, 40°C LLFOK
WK LmL £ CIRUERME L%, EFR T ALK THET 5,

T =K U/ 5mL ZIEMIZINZ TEREMZEL L, 7 LLERICHT 53
BHAR & 9%,

[FIRFIZ O R 7R ERIR X3~ B 7R E R 1 mL % 100 mL @ &' — 7 — |2 IEfif
AL, VAT A —EDTAWR 40 mL 2N % 7-1%. REHAROSE &[RRI HfE
T5, TER=NUL20mL % EFEICIN A TR ZEN L, AV T T 7 40
Z— (FJL£% 05 um BAF) TABT L, ARO—#% 7 & b= b U L TEMIZA
WL, 1mL ey x 7 I~ ¥ 7L LT 01~2 ug Y BEEZEAHT D E DK
wrma~ 7o 7 0= DR Z RS 5,

717 HAVER BT AV FI=hT 4 (1,710mg) "2E T h=hKVU/L10mL T



7/ g RSN

50mL ORI T T AEI=ATLOFICES, REHRK 3IML 2I=h7
DZIERIZAIL, =TT L ERAATFAIT AT — A — N e &, BTk
F=FU20mL %% 7 LMz CRARICIH S 2, HKRIC - AT A4
FRtE— KT 0.0 g N %, 40 °C LA OKIE TIE & A ERE[ET 5 £ CRUE RN
L7cth, BRI A& Eo THET D,

TE =MV 3mL ZEMICINZ TEBMEZEN L, AT T T 4NV —
(fLZ2 0.5 um BAF) TAML, Wik v~ N7 77 ¢ —12fie3 23 0RHEK & &
Do

Wik7v~ 777 40—  RABHER KA OSIRGIEERS 20 yL 2k v~ N7

T7WHEAL, /a~ NI AEED,

HERM Bl

oo & BN E R A (AERE - 272 nm)
BT A FITETINT I Y AT A (N Amm, kS
250 mm, RifE 5um) 4
WOBE W AK=TEF=KrU (3+2)
i i : 1.0 mL/min
" fBonims/e~ NI ANLE = E S NTEHEE RO TREREZ(E

L, BEfFO R T EBEIIY BT BERNT S,

H 1 ARETEH, REFOCEX TR~ BT It F LU BERAF LY
FHI—NA— NIE#BIN, PRT7TELTOEEX I~ BT LELTOAE
BLELTEREIND,

Fo. RETIE, BEHHIZ R T [(CiHeMNNS)) BEFEN TV 5
BT, ~ R TN F LU ERRAF A F =R A — MNIEHB S, R’
BHHOYRT7ENI~ BT BICEEND ATREERD D,

2 GA-100 CR{FEEME) I ERFOH D

3 Sep-Pak Plus Alumina N Plus Long Cartridge (Waters ) XX Z 1 & A% D

Ho
4 Wakosil-II 5C18 HG (& 1+ 7 A /L AFEHIZESED) iZ ot RZED L O
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(B%E) GIEN) T —va v
* AINEI =R K UYL A i

. . e y WRE . AYIETN & < SR -2
WRINRL Sy 44 s o FlXE (mgkg) R L (%) RSD, (%)
URT %5 A A R 0.1 3 78.6 5.8
0.5 3 85.3 1.2
2 3 94.0 0.3
2 F e A f ek 0.1 3 75.9 6.0
0.5 3 84.0 6.8
2 3 87.2 5.3
EHBAHZ L 0.1 3 81.4 6.2
0.5 3 87.6 5.6
2 3 86.2 1.2
~ BT T P O A fiR B 0.1 3 83.5 8.7
0.5 3 84.2 0.6
2 3 815 2.2
2 F Bl A i ek 0.1 3 85.0 10
0.5 3 775 2.1
2 3 96.1 2.1
EobAZL 0.1 3 81.2 11
0.5 3 84.7 15
2 3 96.5 46

- F[REER

A AR OWHINIEEE BRNEILE  sndr keSSBS

B4 Bk o FEIE Bl BEH (mgkg) (%) RSD, (%) RSD (%) HorRat
R T TR BC A Bk 6 0 1 82.6 7.1 11 0.70
~ Y7 HEEAESEEE 6 0 1 81.7 7.1 11 0.70
- B MR (HE—-RBREICL DR B 0.05 mg/kg
(%) ZJu~ 7T L6
W Jy
H
= |
iﬂl i 110_ EID
(R385, 5

AmaEH (BARSEHARICC AT ELTO0.5 mgkg HYERM)
DAl A WN

103 Y /777

1031 A IX¥7uaFYV K saF7r=y V)77 0RRTT A M ADR
ko ma~ b7 o 7% 07 ARVEEGHTFIC X DRI HTE
I 17k B,

104 vu b v

1041 BIOHF A v~ 7T 7EESIEHTL D —FoNriE
HI3Hi LKA,
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1042 YL RuoAf RREEKOT A7 a~x 7T 71285 %05 HTE
2212k B,

105 > akRy T TFI)L

1051 3B Ry FTFARORR 7Lt — DKk a~ 757 %2 057 ARG
BOHTEHC X B R Hrik
i G DH - i 8 IR AR R
#3291k B,

1052 B Ry FTFAROR 7= DOH R o~ 7T 7EESEHC
& D[RR AT A
(i FH P - f o b R ORIK)
33012k B,

106 ¥7x=FIF
106.1 B DOH A 7 vu~ 7T 7EEOIEHTL D —FoiriE
FI3H LIk A,

107 7=/ a)rJy—)
107.1 BT A 7 u~ 7T 7EEOIEHTL D —FoiriE
I3l A,

108 > 7/ kY v
108.1 B L Ao RREIKOH Ao~ 7T 712 %52 HE
221 A,

109 Y7 AR Xy
109.1 k7 v~ b7 T 7k
A EHEOCHH
1) TN o o AEARER U7 N X1 (CuHeCIF2N,0,) 20 mg % 0.01
mg DHIETEY, TOHKMEEZTHEL, 100 mL 0BT T 22l A, 7Tk b=
FUALEMZTENL, FIERETTE =M LEZNZTY IR A0
ERFRERART D (ZOo@1ImLiE, Y74 Xar bt LlT02mgzahaT
Do ) o
IR L T, EHEREKO—MEZK—7% h=F U/ (1+1) TEMIZHRL.
ImL I IR At LT002~2ug 2B THEEDY TR RAna
PR 2 T %,
2) A~ TR T A BT A~ 7 x>0 5 (Khife 149~250 pm (100~60
A v =) ) 1% 130 °C T 16 BifElaatid 5,
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214

[—] =

B T =

o itk 5~10g 2 BT At TRY . ZoMHEE7ek L, 200 mL
DK =AT7 T A AN, K 15mL 2 CE L, 30 oMEFER, HicT &
F=hU/L80 mLZMZ, 30 EYERE T 5, 500 mL O TE7 7 A
ax7 7 F—wIOTICES, ftEE A 5 B) TWEIAE LK, KD
ST ITAAROESEIAR T =K U L 50mL THEF L, RERICWS] A5
%, A% 40 °C LLF DK THK 16 mL £ CHUERM L., Bk hY 7A 5
(45~5.49) MMz, BT L0HE T2 ENAR E T 5,

BT LB REHERIRAE SIS Y T T s (20 mLARFEA) T2 AL,

57 MERET 5, 300mLDRTHT T A% 0T L0 TFIZES, BEHAKDOA-
TWERTE 7S A ars~XH o —FERF /L (1+41) 10 mL T5>T 3 [BFEEFH L.
Ve 2 NER 1 DI A 5, WREDFTCTARIO ESICETH2ETH FLTY 7L
Ry A0 ZRHERE D, T~ —FfTF /L (1+41) 90 mL &5 7 AIZ
&z CRBRICEEH &8, WHEZ 40 °C LT OKIBRTIE & A ERAET 5 F TRE
ARG LT-1%., BEH AE2 %> CTHET 5,

vruaa~dtr =78 by (743) 10 mL ZIEMEICINZ CTEREDZIRNL, A
YT 4 nH— (L 0S5 um BUF) TAEL, U7 LA I I 550k
WikE+ 5,

BT LHLER RENAR 5.0 mL 27 Vi a~ b7 T ZIZHEAL, V7R

YA P T DE S A 100mL DT T T A 3T B L, 40 °C LA Ok
TIEE A CHET D F CREIRM L%, ER8 T A %% THlET 5,
~FXH =Tt R (9+1) 5 mL ZINZCTEEMZREN L, 7 L8 Iz
3 2 BRI & 5,
TNREIa~ NI T 7 40— i
T A AFLUVE AR URESE ST A (N 20 mm,
£ & 300 mm, RifE 15 um)
H—=RAT L AF LU P E= R UHEARS 7 5 (AL 20 mm,
£ & 100 mm, RifE 15 pum)

WO W v rundyr—T7k% b (7+3)
i # : 5 mL/min
5y B B 4y 65~80 mL
J 5 LALER ||| rAM~ 7 %7510 g (95~105 g) KON b U A (%

K) 2g (18~229) ZZNTAFHF MBI ETH 7 LE (P 15mm) (2
NEAHE LiAA, MRS TAAID Eigas s 3 mm OF SIZET 5 £ Tt S,
N7 LT 5,

RENAR & 71 7 DAL, BEHEIRD N> TW e T 7 T A az~FHh o —
T hr (941) 5mL $OT3MPEHF L. WRZNERD 7 H2NA . WKE I T
AKID ESEn s 3 mm OF SISET L2 E TR SE 5, Hio~xHhr -7k b
(9+1) 30 mL 24 7 Aich ., FERICHH SE 5, 200 mL OATHT7 72 2%
BT LDTFICEE, ~FHFr—T by (4+41) 80mL &4 7 AITMRZTY 7L



NU ARV EENSE D, WA 40 °C LT OKBTIEE A EHET 2 E TR
IR LT, BREN R E - THET S,
K—=T%F=hVU/L (1+1) 25 mL ZEFMEICNMZ THERBYEENL, AT T
YT s — (LB 05 um BUF) TABL, s n~ h 777 4 =T 5
AREHEIR & T 5,
ks a~ 777 40— BREHERKOE Y 7Ry X a RN 20 UL &K
hKrm~ b IST77ZEAL, /v NS TLEGD,
WE S B

B oSSR EE R AR (RIE R - 254 nm)

T A A ITETINT I Y ATV T A (N 46 mm,
& 150 mm, Rifg 3 um) *3

woOBE k=T F=FVU (11+9)

it # : 1.0 mL/min

=]

717 NFEIRE - 40 °C
BHOOfbhira~ b7 A0 E—7 @S TR Z RO TRERZE
L., ABHFOT TR Xu L BEEHT A,
H 1 7r YUY (Floridin ) XX EFRZEDO LD
2 ChemElut (Agilent Technologies %) XX Z &L RIZEDH D
3 Capcell pak C18 UG120 S-3 (Kfx Y —# ) XXzt REDOH D
(&) piEAN) TF—va v
< INHNEN R J OVl U RS B
VR

AOMmEI AR R UK

AR ORI (mgkg "% " (%) RsD, (%)
R AR E A et 0.05 3 93.7 7.5
0.25 3 90.7 34
0.5 3 95.7 5.8
TR Rk B A et 0.05 3 93.0 8.8
0.25 3 89.3 5.0
0.5 3 87.7 7.6
TINT 7T 7oA 0.05 3 102 6.8
0.25 3 94.3 7.8
0.5 3 92.7 9.0
- JL[R]) FBR

stpt R DR AR TRONPREE VRINEIL R sovdor Uk S FFBURT
) T BREH BREM (mglkg) (%)  RSD, (%) RSDg (%)
PR NE 7 PR B A i 7 0 0.5 91.6 24 6.5 0.36

- EE MR (ER—EBREIC L DR Bk 0.02 mg/kg

HorRat
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(%) ru~ 7T LH)

A B
. Il
y :
5
= &li
_ | |
B N e |
5 10 15 g 10 15
{RISRE, 4 N

BERRUAFMEABOIOT LT T L
A HEERE (D7 LR Xk LT 20ng HEA)
B : INEE (BHE R AR 7 _ Xr b LT 0.5 mg/k Y4 &R
i)

110 ¥ ~FHF o

1101 L7 = T X ARXRRIAAFHF O AT a~ 7T 71285 RS
%
32612k D,

111 >~ X RNY
1111 vrzroA RREEOFT A7 a~ N7 T 71255 %8000 1E
H2Hi2lc XD,

1112 HAZa~ 7T 7k
A HECHH
1) UL AR EE R L A KU Y [CpH1ClNOs] 25 mg % 0.01 mg @
HiETEY, ToKEEEEHL, 50mLOEET 7 A3 AN, 7% 10 mL
EMZCTENL, BITHERET 224- PV ATF AR U ENZ T UL A RY
VIEERR AR TS (Zo@ 1ImLix, LA RY L ELTOSMgESAT
%o ) o
AL T, EEFIKRO % 224-F ) AF AR Z =T hr (4+41)
TEMICHRL, ImLHICy A MY 2L T002~1pg & H T 5D
UL R Y EER A TR D,
2) A~ TR T A BT A~ 7 x>0 L (hife 149~250 pm (100~60
Awa) ) 1% 130 °C T 16 B #LT+ 5,
B = =3
h H SrEkEl 10~20 g 2 0.01 g DHFE TEY . TOEZFEH L. 200 mL
Ok =7 T AT AFL, K 30mL 2 TEL, 30 oEEFE%,. Tic7k
F=HrUL70 mL 20N %, 30 73RV RS CHIHT 5, 200 ML D& &7 T A 2
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77RO TICES, ke A (5 B) TWIIAE L%, ko=
7T AAROFESEIERTE h=FrU/L—7K (7+3) 50 mL TyEE L, FERIC
WEl AT 5, BIZRET 7 AaDEMRETTE M=KV L—K (7T+3) Zx.,
R 23 EHEIR & 3 5,

K o BENATK 100 mL 2 H 52 Ui kT B U v AR (5 wivd) 250 mL
F O~F 4 50 mL & Adu7z 500 mL D4k ANz %, 75 iRiESF A % 547
B L IRV IBEE-®%#HEL, KE (THE) % 500 mL O#KiRE}F B IZ AL, ~
XHofE (BJE) 2200mMLO=/A7F 23z Ahb, ~FH% 2 50 mL %50kl
FBITA ., BERNICIRVIBELLZHEL, ~FY U ELE0=M7 T 2Aallh
b¥s, ~FVUBEEEOMBT Y vA (JAK) THAKL, 300 mL 79
K77 AR AMTART D, HD=M7 T A a kRARENERDED~F
P THEF L, R ELEOAREZBL TAKREZEDED, A% 40 °C LL DK
WCIZE A CREET 2 F CTRUEIRM L 7o, EF2 T A&k THET 5,

W &~ 30 mL T 200 mL O3 EIE B L, BicT7Eh=KU b —
K (100+1) 30 mL # Nz %, mikiE+F% 5 oML IRVIBEZFHFEL. 7
hrh=hrUE (FTRE) %200 mL ORTIET7 I A2l AnD, 7EF=1FU L
—7K (100+1) 30 mL #ED Mz, BRI E - %EFE L, 7
T Rh=hIWVEBELEDORTIETZ 7 A 2llibE5, 72 M=KV /LE% 40 °C LA
TOKBRTIZE A EHET D E CTRIERM LR, ERTAZ2E - THIET 5,

~FXHPr EmL 2N CEBYEEN L, 7 20 5EHAR &1 5,

BT BAVEE AR~/ 374 10 g (9.5~105 9) MOWERET b U v A (HEK)
29 (1.8~229) #EhZN~FH U AREIETH 7 L% (N 15 mm) (ZIEK
MUAI, REATE TAAIO By 3 mm OF SIETHETHRBESE, BT
L a il 5,

REHEIE & 7 7 DAL, BB D AN > TWe R T T7 T A3z ~FH > 5
mL $°>T 3 [BEE L, PWRENEKR Y 7 L2, KENFE TAFIO Eimos 3
mm OFICETHETHREPSEDS, ~FHhor—Y=Frm—7/0 (19+1) 100
mL %47 M2z, AR SE 5, 300mL O T T Aa%2HT7 L0 F
IZEE, ~F o —voF o —7/0 (4+1) 150 mL 5 T KA T ~L A
MU ZREHSE D, KA 40 °CULTOKIBTIEE A EH[E T 5 E THIER
MELT-1., BREH AL E-> THET S,

224-FUAFARH =T by (4+41) 5 mL & EMICINZ CTEREWE A
ML, AR a< 87T 74— T 230BHAK & 35,

HAIa~ NTZ7 4 — AR L O~ A N U RS 1yl & T A
sma~vw NI 7IZHEAL, 7~ N T LEHBD,

HERME Bl

i i o o EER AR

7 7 LA Ry T U — T A 0% MY Tt
BENLAFIL—B0%T AFIRY) vaxHhrra—T g
v/ N 025 mm, K& 30m, fEE 0.25 um) 2
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Ty U v —H A
AATT T A
AR BN

He (1.5 mL/min)

: N2 (60 mL/min)

A7 > hLA (605s)

OB A ;250 °C
17 & R FE: 80°C (2 min fREF) — HR 20 °C/min—250 °C (18 min
RFF)
oM &% IR B 300 °C
At B fBFoncra~w NIV AN D3RO —T FHI X
XHEREOFZRD THREMREZER L, REPFO LA M) v BEEETT 5,
F 1 7mr U2 (Floridin ) MIZZHER%EDLD

2 Ritx-200 (Restek ) XX TN EFR%EDH D
(BE) HEANY T —va v
R EIN Y NEON SRy yi S
VRN g

AOMEIL R R UK

BN O (mgkg) 2V () RSD, (%)
ik %5 £ B e A fDE 0.1 3 91.7 5.4
0.5 3 83.3 1.8
1 3 87.3 12
A A4 E H e A A sk 0.1 3 95.0 9.2
0.5 3 84.0 31
1 3 96.3 3.0
TNTrNT 5 0.1 3 90.0 8.0
0.5 3 90.0 7.3
1 3 93.0 49
- ; R TEHR OUSMEEE RNENRE  snfe Ukt SREIEBURE
oo FlEE WEH BER  (mgkg) (%) RSD, (%) RSDx (%) HorRat
FLIT £ P A 7 0 0.5 96.8 1.4 1.7 0.43

- ERE TR (H-RBR=IC L MR
(%) 7u~ 7T L4

B 0.05 mg/kg

|
wil
ﬁ‘n ‘ lﬂ
R . lh
| L |
T mmemn

BER (ORILARYVELTI ngiEA) VAT TS LA
12 v~y

1121 7RI ROV~ DA Aa~w 7T 71285 REESHTE
M3 1312k B,
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