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-D
21 k7o~ 7578 0F ARUERBSHEHE (F0 1) F!
(i &P - 358
A HEOHH
2,4-D FEHERR 2,4-D [CgHsCl,03) 25 mg % 0.01 mg DT £ TEDY . T OHEE i
L. 50mLOERET7 T A2l AN, TR hr2MiaTENL, BICERETT
B hEMAT24-DIERERKEZFHET S (Z0K ImLix, 24-D & LT05mg
EEHET D, ) .
EAICEE L C, SRR —ME A X/ —/L—Ff (1,000+1) TIEMEIZAR

L. I mL 142 2,4-D & LT0.004~0.4 ug % & 49 25050 2,4-D FERERL A G L9
Do

B 7E =

E =

oo HoWEEl 1094 001 g DHTETEDY . TOEEAFIH L. 300 mL O
ke =7 T AT AfL, K20 mL ZA0x, 30 /rfiFEk,. BHIZHEEE (4 mol/L)
5mL &XO7 &~ 100 mL 2%, 30 7R VRS CHitt 3%, 200 mL ©4 &
77 A7 7RO NICES, ik E A (5 f B) TS| AE Lok,
D=7 T ARV ZINERT > 50 mL THEE L, [FEEICWS] AT
5, FIZEBT7 T AaDEMRETT v b2z, WIRSE | I 4 2 AR
LT 5,

Wiy 1 BERAR 8 mL &2, H O Uik MU v AR (10 wivse) 100
mL & OEEfR = F /L — -~ 3> (1+1) 100 mL % A7z 300 mL D43+ A 12
EfEIZNZ, 5 IR VIBEE-%HET S, KE (T/E) % 300 mL 5k}
B IZ A, FEE=F Vv —~FH g (L&) % 300 mL © =7 T X a|Z Aibd,
SRR A R = F L —~F P (1+41) 50 mL TEEE L. Wik Z 5 ikR- B
Wz, 5 PHRVIBELLZFHEL. KExiET, =T L —~FH UEa it
D=7 T7AallEbtd, BT I —~FH U BEEEOHBE T N U LA
() THAKL, 200mL DT T T A2ZAH GREA) TAIRT 5, DK
Rk B KOED =47 T Xaz/b@&OliEF /L —~F 2 (1+1) THHEF L,
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iR = o Azl L CAIREEDLED, A%E 40 °CLLTFTOKBTHR 1 mL £
THERME L, ER T A2 LS THET L, A¥ /7 —/2mL 22 CEREY%E
BN L, KRS 23 AR & 35,

oK 55 fig PEHAIR D AN > 7= 200 mL D72 T 7 T A 2 |ZKER{LT b U 7 AIRIK

(1.5 mol/L) 1 mL ZNZ., WHE ZHF T 80 °C DI/KIE T 30 43 MINEL L 7214 ik
W95, pHZMHEE: (1L.5mol/L) T 7.5~8.0 ICFHHE™2 L-th, mEEAKFETST MY A
iR (0.1wiv%) 16 mL 2Nz, 17 NALEE |24 230k & 32,

7T LA | S FI BTNV D BT NVI =T A (1g) H4aAH

J = 10mL K UUK 10 mL THARGEST 5, BEHRIKZ X =7 7 LT AL, Wik
NRTCAFNO EiGIZZET 5 ETHRESED, 50mL ORI I I AaE2I =0T
LADOTIZEE, REHERDO AN > T\ T 7 7 A 2% [REEKFET b U U ARHK
(0.1 W%) — A% /7 —)b (141) 5mL THH L, iz I =07 22z T
24-D I S, BIZKEAKFET MU U LK (0.1wiv%) — A% 7 —/ (1+1)
15mL # X =07 MM A CRERICIEN S 5, 2 O MK & 1K 56 12 fkd
LREHRR & T %,

RSB HENEH A H O UOEEE (4 mol/L) 5 mL KO LT R U w7 AW

% (10 wivo) 100 mL % A#u7= 300 mL D3R C 2z %, sEHEIRD A -
TWeRT B 7 7 A a2 YF )L —7 /L 50mL T L., Wik % iR C I
Mz, 5 MRV IR %#EET 5, KE (FTE) % 300 mL O43iklE} D IZA
n, vzFarxz—7uE (LkE) 2 200mL =477 2 3|ZAivd, FiklwE+;
CayxFo—7/L50mL THHF L., Weilkz mikiwt DA, 57V IR
B EHE L., KEEZET, PnFL—FLEELEO=ZAT7 T2 alEbE 5,
VIFNT—TIVEEEEORBET N UL (JEK) THAKL, 200 mL ©72T
TBE7 7 AaiZAMK (BFEA) THABT D, Dk} D KOEDO=HAT7 T A arb
BOVZFNLZ—T L THE L, WRELOAREZEL TAHREGDED, AR
Z 40 °C LT DK T L mL £ THIERME L, ER T ALk THET L, 7
th=hUL— Pz (3+1) 5mLEZMMATEREDEZRN L, 7 L0 11Z
g 2 3B & 32,

BT LAV N 75757544 NI—Ry,/ F Lo IT7 I -N-7r LY L

YU B NFEE S =7 & (500 mg/500 mg) S ATk h=hUL— kLT

(3+1) 10 mL THFT 5, sEHERZ I =5 7 AIZ AN, WEBFTETAFIO k
ICET LD E TS E D, B2, SR DOA> TW ek TR 7722427 &
F=hU/— kx> (3+1) 5mL THHF L., BEEEZ I =7 7 HIZ AL, [RERIC
MHESHED, 50mMLORTET T A2 I =T LD FICES, REHAKRD A -
TWERTIE 7 I 2a%2 7 =K )L— bl —FfE (75+25+1) 5mL T
L, WEREI =77 AIMA T 24D Z2IFHEE, HiZ7® h=FVLb— kb
T — Xk (75+25+1) 25 mL % X = T AN A CRERICIEH S ® 5, IRHIK
Z 40 °C LU TOKIB TR 1 mL £ TRERME L, ERT ALK THET H, A
Z ) —)b— X8 (1,000+1) 1 mL #IEFECMx CTEEWEZENL, BEZ 2~ b
7578 T NG BGHTENC X APE ST 2 REHATR & T 5,



k7 v~ N77 7% 07 DRVEESHEHZ L 2HE BEHAR K 0% 2,4-D 1%
YRS 5 UL 2k a~ N7 T 7 2 o7 MAVE ESHTEHIEA L, ISR
Ho7ua~ 778552155,

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

7 = L AT BTN I TV T A (N 2.1
mm, & & 150 mm, KifE 3 um) *°
T Hife W - 5 mmol/lL FEfE T v & =7 AVAWE —5 mmol/L FElE T

YEZULAZ ) —VEEK (70+30) — 10 min —
(0+100) (10 min f&*£F)
ik # : 0.2 mL/min
7 A FE IR O 40°C
(& T LDAVE BT

R H o DU ERAVE B i EF
A4 4 v fb v Z bhaoxTL—AF1k (ESI) E (BAA A
£—K)

A4 A ¥ Ji iR FE:150°C

T I N_—3 g A Np (800 L/h, 400 °C)
* v 27 U —FE:06kV

=2 — v J A :Nz (50L/h)

o — v B O TEROEEDY

2 U ¥ g v A :Ar (0.4Pa)
AYVa X — 1 FROEEY

T =X — A 4 v TEROEED

#  2,4-D OWESRME

TVH—H— A=Z 4 Vg g Y a
W E R R E AA T ik TR CEAES TRLF—
(m/z) (mfz) (mfz) V) (eV)
219 161 — 28 12
24-D
221 — 163 28 12

it B HEONTEREICHN 7 a~ N7 7 L0 2,4-D O — 7 mfE L&
SZROTHEMEZAER L, RET D 24-D BZHEINT 5,
H 1 KETIE WETIZ 24D T U DA, 24D VATFAT I UM, 24D
FIv, 24-DA Y TN 24D 7 FXTZFNANKRN24D TV ) —T R
VIR EENTOLEEIIE, BB 24-D BICEHEEND,
pH IZ pH AR 2 H W TR T 5,
P T L mU/min f2EE L 3%, SLEIZS U THE|I~=Fh— LV FEFEHT 5,
Mega Bond Elut C18 (Agilent Technologies ) XX Z i & FRIZED H D
InertSep GC/PSA (Y —=xH A = 28) TN EFEDH D
Atlantis T3 (Waters ) XX Z N & RFDH D
Xevo TQD (Waters ) (2 & 2 54144

~N OO o1 b oW DN
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(B%E) GIEN) T —va v
* WINEI =R K UYL A i

— WMEE . & R R LR
FR A4 B oD %ﬂﬁf G L “%§?4 &ghﬁf
24-D INFE 0.05 3 90.2 17
0.5 3 86.0 5.0
L5355 L 0.01 3 913 57
0.05 3 78.7 2.9
543 0.05 3 84.8 4.7
0.5 3 93.6 1.9
24D T AE 0.05 3 97 19
0.5 3 91.3 1.8
PEES S 0.01 3 103 27
0.05 3 84.0 2.4
ST % 0.05 3 9.2 17
0.5 3 92.1 6.8

- F[REER

HahEk ZEHIE O WRINPEEE  RNBENNER  swnse U SR

WO RHOME oy mEs (mgkg (%) RSD, (%)  RSDy () TOT
24-D INFE 9 0 0.5 84.5 7.1 12 0.63
24-D=F v hFHE 8 1 0.5 95.5 6.5 8.7 0.48

- EE TR (E—-RBREIC X 2R B 0.01 mgrkg
R TR CER—RBREIC X DR B 0.003 mg/kg
(%) 7a~ 7T L4
A B
L
3 e,

5 s |

i . |

— e |

, B | -
4 6 8 10 g 6 8 10
LT ) 1F 30508, 57

ZERRVOANEHDIOT TS A
A BERERG (2,4-D & LT 1lngiEAN)
B : ekl (/hE1Z 2,4-D & LT 0.5 mg/kg 84 &R0

22 kI~ T T TR T AEESHTRHE (0 2)
(i &GP« Rodk)
A EREOCHRH
2,4-D KEHER:  2,4-D (CgHeCl,03) 25 mg % 0.01 mg DHrE TEY . TOKE %
L. 50mLOERET7 T AaIZ AN, TR M2 TENL, BICERETT
T hEIAT24-DIEHERKAZFET S (Z0 1mLi%, 24-D & L T05mg
EEHET D ) o
FFICER L C, BEHERIE O 2 A %/ —/)L— X8 (1,000+1) TIEREICAR
L. I mL 224D & LT0.004~0.4 ug =& A9 5580 2,4-D FEAERR 2 ML
Do
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B = =

& =

T i IHTEEE 10 g 2 0.01 g OHTETEY . TOEEZTEH L, 300 mL &
R =47 T A2 A, K30 mL 2Nz, 30 fEFE%. LIZHEER (4 mol/L)
5mL&XO7T &~ 120 mL 2% . 30 MRV IRE CHitt 3%, 200 mL 4 &
77 Aar 7 7S —RI}IOTICES, HEAEZAH (5 fE B) TWHl A L7,
D=7 T A KOFEIZNERT £ > 50 mL THEE L, [FRICWS] AT
L, BIZEBTZ T ATOERETTE N EZMZ D, ZORET &£ N TIEMIC
500 {57 L7=%%., # R 8mL Z 100mL D727 T A 2|2 IEMEIC AFL, 40°C
UTOKBETH L mL £CHERML, £V AZ2Eo THETLH, A¥ ) —/L
2mL M2 TEEMZE L, KRS 23RS & 5,

TR 5 ik HEHEK DA > 72 100 mL O3B 7 7 A2 2 KB T b U U A%
(1.5 mol/L) 1 mL ZM1%, WAEIE ZfF1FC 80 °C DK T 30 43 RIMNEL L 7= # fik
T D, T OREIRIKTEN AT 2RENEIR E 35,

KRB REHARZ H O CoMERE (4 mol/L) 5 mL K OME LT ~ Y 7 A%
(10 w/v%) 100 mL % A#17= 300 mL O 43k ATz 5, BEHEK D A>T
WERTE T I A a2 Y xF o —F )L 50 mL THE L. TRiRE SR A 2
Mz, 5 oMV IEE-%EET 2, KE (TE) % 300 mL OkE}; B IZA
n, vzFarxz—7ukE (bBkE) 2 200mL O=f7 7 23T Aivd, Jiklw+;
AZYxF o —7/L50mL THF L., WKz mikint B2z, 5 7FiRY g
BBEHEL, KEZET, P2 FAL—TVEEZED=AT7 7 236805,
VX FNT—TIVE R EEOmEST Y v A (HK) THAKL, 200 mL D72
K77 2aizAlk 5FA) TAHET L, DkiF}F B XN eD=A7F2azrb
BEOVZFNEZ—TILTHEF L, BRELEOAMEBL TAHAREEDLDED, A
Z 40 °C LU TOKIBTH 1 mL £ TRERME L, ERT ALK THET H, A
X ) —)L—FXME (1,000+41) 1 mL % EfEICMZCTHEREDEZEN L, ®iEK7a~< b
7578 T AEESHTFHC L DHE ST 2 REHAR E T 5,

Wik a~ 7778 07 NVEBSHTFHT X DHE BRI} OV 2,4-D 1
RS 5 UL 2Rk v~ N7 T 7 2 o7 DAVE ESHTEHIIEA L, BIRS R
Hov~ 790581525,

HIES B
(k7 v~ s 277 7H)

il 7 LTI ETINT I U BN H T A (N 2.1
mm, £ & 150 mm, KifE 3um) *2
T HfE W% 5 mmol/L WEEE T v = AYAHE—5 mmol/L FERR 7

VEZUALRAE ) — AR (7+3) — 10 min —
(0+10) (10 min £££5)
it ¥ : 0.2 mL/min
W . 40°C
(& 7 DARVE By Hratin™?)

e
EE
38
=
i
i

R BT R
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A4 A v b &

A A v PR OIR OE:
FINR— g o H A

L7 haRAFL—AF Ak (ESD) & (BA F v

E—F)
150 °C

: N2 (800 L/h, 400 °C)

vy v 7 U —%EE:06kV
2 — v H A :Nz (50L/h)
= — v E FE:TEROEEDY
2 ) ¥ g v H A:Ar (0.4Pa)
aYVarzpx¥—: FROLEEY
T =X — A F v FEROEED
#  2,4-D OHRIESM:
FYh—H— A= ANz a3 ayJa
WERSE T ERE R EEERAR
(m/z) (m/z) (m/z) (V) (eV)
24D 219 161 — 28 12
221 — 163 28 12

itom

* o1

BEonBEBREGHBE 7 o~ 7T 505 24-D O — 7 HEXILE
SIEROTHMEMREZIERL, REF D 24-DEZHEHHT 5,

AETIEL, BREHIC24-DF FY UL, 24D P AF LT I U, 2,4-D
TF)N,24DA YT REN 24D T FFXFTZFTINVKN24-D T IV I —)b
TIVIENEENTWDOIEHEAIZIE, REFD 24D EIZEEND,

2 Atlantis T3 (Waters i) XiZZ ERIZED L D
3 Xevo TQD (Waters ) 1T X % 45

(BE) HEAY F—v
- WRNEIL R e iR LS e

N N N sHZ (‘EE N A
WS4 BEHOFR f@ﬁf g IR ﬁﬁhﬁ?
24-D FE T —A 10 3 98.2 0.4
260 3 105 4.2
FGA T T ANA 5 3 98.6 4.8
10 3 91.7 4.0
260 3 93.1 1.9
24-D=F ) FE L —A 10 3 96.2 5.0
260 3 94.9 2.6
FGA T T ANA 10 3 94.7 5.0
260 3 90.0 5.7
- AR
‘ A% TAR TIEE AR AR URE  SERE
RO OB mek meEs (ngkg (%) RSD, (0)  RSD 0O
24-D F—=~A 9 0 52 93.5 2.7 15 17
FE A 9 0 260 94.2 3.4 11 15
2D F )V F—U A 9 0 52 82.4 3.2 8.0 0.86
FE LA 9 0 260 84.8 6.9 11 15
- ERE MR (H—3BREIC L MR B 5 mg/kg
<R TR (B =EIC L 5 ) B 2 mg/kg



(%) 7u< 7T Ll
A B

o I

o
=EoEE

1o
—_—

{

4 5 8 T
(#3050 {F 3303787
BEERVEMEHOIOT TS LA
A EUER (2,4-D & LT 200 ng/mL)
B : WINEEL (FF v —~A122,4-D & LT 260 mg/kg FA 4 &%)

23 24D KON245-TDOHAZ a~ s 7T 71255 RS E
HIH-ITK D,

3 DDD (o,p-DDD K U} p,p’-DDD)
31 EBEOHTAIn~ 7T TEESTFICLD —F oML
WI3M1ICk D,

32 HHIEZZNOWET I FREMOH RV a~ T 712 L5 2K IrE
B2EI 3L D,

33 AMEHZERERO T A7 a~ 7T 712X 5 RESITE
B3I TICL D,

4 DDE (o,p’-DDE /% 0" p,p’-DDE)
41 BEOHTAIva~ N7 T7 7EESIEHI X D —F ok
HI3Hi1IZk D,

42 HHEZZLNRT I RREEOT A7 a~ N7F 71085 B0k
B2EI 3L D,

43 HHIEZREROT A7 a~ s 7T 712 K 5 RIS HE
W3 TICTX D,

5 DDT (o,p’-DDD X % p,p’-DDD)

51 EEpOHTRAr7u~ 7T 7 EESHEIC XL D —FoihiE
HI3E1LICX D,
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5.2 HHEZZROWET I FREKOH RV a~ 75 712 L5 ZE00IrE
B2EI3 LD,

53 AMEZERBEROT A7 a~ N7 T 712X 5 REESTE
WA TITX A,

6 EPN
6.1 EBEDOHT A/~ sJT TEESHFHC LD —F oMk
EI3E LK B,

6.2 AV UREIMOT A s u~ NTITTIXDHRESNE (F01)
o4 lC LB,

6.3 A U REHKOHT Ao~ T T 7K RME0NE (FD2)
H2HISITXk B,

7 EPTC
71 EPTC KU BAib=F Lo DH AT~ T T 7EESHEHNT X 5 RIS L
HWI3EiIoITL A,

8 245T
8.1 24-DKWN245-TDOHA v~ ~7 T 7285 REESHTE
EIHIGITL D,

9 XMC
9.1 H— A= REEDPIK o~ 7T 712K HREESHE (F01)
w321k b,

92 H—NRRA—"NREIEOH A7 a~ s 7T 712X 5 RIS HE
HI3Hi4AIZL A,

10 7oA AVv7e
10,1 RALT R AFAZEDOMDRIEOWRIK s v~ 7T 7 5% 07 NUE ST
FHZ & 2 R AT i
#3333k D,

11 TYVURAATF L

11 TIOUERAAFARRNT O T = ) RADH A7 a~x N7 T 712 %5 FREESHTE
I 101Xk D,

130



12 7EhrZ7ua—
121 EEOHTRAZa~ NI 5 7EESIEHI LD —FoiE
w31k B,

13 7&7=—F
13.1 7E27x2— MEORAX I RFERADWEIEI a~ ~7 T 7% 07 KUV ESHTRHC
& B [FRF3#TiE
HI3M1ICk D,

132 AHY o REBEOT A7 a~ N7 T 7LD 8059HE (20 1)
24T LB,

14 7YX A krbEYV

141 7YXV A MUY UrZOMDBEIEDEE S < N 75 7% 07 LE TR
\Z & D[RR AT ik
FIH 1210k D,

15 77V
151 BEOTAIZ o~ N7 T 7EESHRHI XD —F ok
FI3H LIk A,

152 T hIDPUVRRY~=TrOHATa~ 7T 712k 5RESHTE
H3Hi 1312k B,

16 7=mKRRA
16.1 BEBHEOHF R~ 7T 7EESHEHT L D —Foiris
I3 LK D,

17 7ARY >

171 BEOTAI7va~ 77 7ERESITFHTE D —F otk
I3 1ICk D,

172 7ARNY Y, T FHFPUROTa A N v OEKs v~ N7 T 7 EESHTRHC
I 2[RI HTvE
HIH 141k D,

18 777 u—Jb

181 HEIEoHAZ v~ NI 7EBSHENC X b =Kok
I3 LICL B,
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182 HHEFERAKROMET X RREEDO T A7 a~ ~ 7T 712 L 5 ZHEISHTE
B2EI3 LD,

183 7o Zu—), TVAY, JunrryarZyrh, /a0 A MR 0
—IVDHA7a~ ~7 T 728D REHDHTE
H2Ei6 XD,

19 77U RKZ7me—
191 B HTRAZu~w NI T TEESIEHI LD —FoWiE
I3l A,

20 TINTHNT (TINTHNVTANVEXY Regie, )
201 T HINT (TAIHIVT ZANVEFY Regle) KONT VI IVT ALk v
DWRIE 7 v~ 7T 7 %5 ZEESHEIC X D RIETE
F 31512k B,

202 H— R RA— FREIKORIK I o~ N7 T 72X AREESE (F01)
I 212X B,

21 TV HINVT AR

211 TATHNT (FAVANTANVEFRY Regte) ROT VI HNT AR
DR a~ 7778 0T DRVERSHIEHT X 5 Rk
HIH 1512k B,

22 TIARUY (FARVVEORT 4L RY V)
221 BIEOTAIv~< 87T 7EESHFHCL D —F ok
HI3HiLICX A,

222 HHEZRMNONET I FREKOFT A7 a~ 7T 712 852K E
W23k A,

223 AHEFEREIROGT A7 o~ N7 5 7128 A RESTE
EBIHTIZTXL D,

23 T LAYV

231 BIoHTAr7u~ 7T 7EESIENC L D —FoNE

HI3E LKA,

232 vLrzanAf RREKONRAIa~ 7T 7128505 1E
H2Hi212k B,
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233 7o/nu—), TLAV Y, ZulryuardZyrh, /a7 ok A NRFT 0
—IVDH AT a~ b7 T 72K DRI E
H2Ei6 T XD,

24 A WYV IHRA
241 BIOT AT v~ N7 T 7EESHFHT LD —F ok
HWI3HilLITX A,

25 A VT2 FRA A VT2 HRARPIA,A V) T2V HRAFTF Y V)
251 BIDOHTAIu~ NI TERSIENC L D —FONE
I3l A,

252 HHEY LV REBIEOHT A u~ T T 7L AHRERSHE (F0O1)
24T LB,

264V 72 HRATHY
26.1 BEIEDOH R o~ 7T T7EEOIFICE D —FoNTE
I LK D,

262 HHEY L REBIEO BT AT~ N T 7L ARKHISNE (FD 1)
o4l LB,

21 AT mHNT
211 = A= P RBEEOWR Y n~ 7T 7K D RRSHE (20 1)
HIH 212K D,

272 H—NRA—"NREIOH 27 a~ 7T 712X 5 RIEESHE
HI3Hi4AIZK A,

213 7Y XA b rZOMOBEDRE s v~ N7 T 7 & T AE &SR
12 X B RIS A 1
I3 121k D,

286 AV uFAtT

281 HBIEDOH A u~ N T TEESIENC L 5 —Fo0E
HI3Ei1LICL B,
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A7ty (A FadF o RiEtmEEi, )

29.1 AV~ 7T 7%

A HECHH

1) A7 aoF AAEHERK A 7' VA [CisH13ClN3Os) 50 mg % 0.01 mg @
HiETEY, ZoEAsLeHEL, 100 mL ODE®ET7 T AT AN, Tk a2
ZTHMNL, BIERETTE N EZMATA T U4 U EREFRR RS 5
(ZoEImLIE, A 7oA e LTO05mg 2 el 5, ) o

2) A7 VA MEWERERRKR A 7 e Y4 R (CisHisClNsOs] 50 mg
Z001lmg DHFETED ., TOHMEEFHEL, 100mL OEET T A3 AN, T
v hrEMZTENPL, BICERETT 22T 7 o4 R
WRHE 2T 5 (ZoimLiz, A 7ed 4 REmweE LT05mg 2 aa
%o ) o

3)) A7 uTVAUIRAERER AT a A U EREFRIRE O e DA RS
ERIKO—HEZREE L, 72 M TEMRICHRL, 1mL Fi2A e oF o kW
AT F oREE L TENEN 0.1~5.0 ug 2 & AF T 2 HUE ORAERER 2R
D,

B & =3

Fh i ATERE10 g 2 0.01 g DT ETEY . T OEfEAZFLEE L. 200 mL O
e =M 7 7 A3l A, K15mL Nz T, 30 EFE%R. LI27 & > 100
mL 2Nz, 60 7RV IEE CTHitH7 %, 300 mL ORI IET7 7 A 227 7 F—
O TIcES, Mitikz A (5 fE B) TRSIABLEE, ZO=MA7TF A2
FOBEE#IART & > 50 mL TUEdE L. [FERICRSI A9 5, A% 40 °C LA
TOKBTH 15 mL £ THIEREM L, FbkF YU A5g (45~549) #MxT
717 DA T D REHRR & T 5,

BT L RERNARE S Y U T A (20 mL REEA) TLIZ AR,
57 MErET 5, 300mL DT KT T A% 0T AOTFIZES, REHAKDO A -
TWeERTIET7 I Aaz~%H 2 10mL 2 C 3 [RIYESE L, WwIRZIER T 7 A1
Mz %, WENPFETAKIDO ESHIZETHETIHKEL, A 7R U F KOS T ey
TR EIEH ST D, FICA~FY 2 70 mL 28 7 L2 CTRERICEAE T S
., A 40 °C L FOKIBTIE & A CRLIET 5 £ CTRUEEM L%, EEY
Ao THIET D, Y Zua~dHh o —7T% by (4+41) 10 mL Z EMEICINZ T
WM ERNL, AT T 07 408 — (JL2 05 um LLF) TABL, 77 A
RUVER 1B 23 EHATR & T 5,

717 NALER N HENRIK 5.0 mL 27 WViRiE 7 a~ N 7IZEAL, A 7 ay
FROA T aoF AR R T 2B 5% 100 mL DR TTE T T 2 2245 H
L. 40 °C A FDOKIBTIEZE A LHET L E CRERME L%, EETRA%%-
THET 5, ~FH o 5mL 2 ERECINZ CTEEWEZEN L, 77 LB Nt
T HREHAIR & T 5,



7

¥

at

FAREI Y NS T T 40— f
BT A AFLUVE AR UESES T A (FE 20 mm,
J% & 300 mm, RifE 15 um)
H—=RHFTh: AF LI ARCPUHESEDY T A (FF 20 mm,
£ & 100 mm, RifE 15 pm)

wOBE WA Y TRy (4+1)
it # : 5 mL/min
5y B E 43 90~115 mL
LM N ARSI AR SR AI =T A (910 mg) FAEYZFLT

—F L 5mL K OA~FH o 5mL THRET 5,

AR 2 I =7 7 DT AR, AR TAFO Bl E#ES 2 F Tt S8z
%, REHARKDO AN > TWERTIE T T 2R az~%H% 2 5 mL 95T 3 BE¥EH L.
Wi ZNER S =7 T LMz 5, Blo~dHhr—yoFro—5/0 (17+3) 20
mL ZI=AT KMz, I=ATL%WET 5, 50 mL ORTET T Aa%
=NTLADTFICEE, ~FH o —FigoF L (1743) 1SmL %3 =h 7 LI Z
TATaTF RO, Ta A R E st S5, W% 40 °C LDk
WTIEEALHET D E CTRIERM L%, ER8 T A% %> THET 5,

7 b1 mL ZIEMEICINA CEBMEEN L, HAZ7a~ 87T 7 0 —icfk
TOREHEK LT D,

Armvw " NTTT 44— AREHE IR N O IR IR A 2 yL W A7 u~ N7
TIWZEAL, 7u~v NI 10%255,
@ ExRM B

13 t s TN ) BA I AR R

7 7 A REATERE Y ET U — BT A (100%Y ATF AR &~
nEYra—7 07 NEE032mm, B 7m, KE
0.1 um)

* ¥ U ¥ — 4 2 :He (1mL/min)

AA YT w7 H A He (5 mL/min)

w BF A A :H, (3mL/min)

By B 4 A RZER (60 mL/min)

OB BN kAT U v LA (60s)

AR E A E R BE ¢ 250 °C

717 A FE IR 100 °C (1 min £/FF) —H-E 20 °C/min— 280 °C (2 min
(FSS))

R %3 IR 280 °C

) SoONTr7ua~v N T A0 E—7 @S T Z RO TR Eft & 1E

ﬁb\ﬁﬂ¢®47mvf/$&047mvﬁ/ﬁﬁ%a%%mb\%@aa
A TavtratT b,
£ 1 ChemElut (Agilent Technologies ) XX Z L& REDH D

2 Sep-Pak Plus Florisil Cartridge (Waters ) (2472 K& D U W —/— %38
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MELE-bOXIZINnER%EDO LD
(E) DhrEARY) T —va v
© WINIEIN 3R K OVl U KS B

[GIE i ST AVICIENE S S )

WK 57 44 B D FEXE (mglkg) R L (%) RSD, (%)

R A= 8 A A A Bk 0.1 3 96.8 75

0.5 3 92.3 7.3

JR FH B 45 £l sk 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

TR 0.1 3 94.2 7.6

0.5 3 85.6 7.4

AT aTFAGEHY A e 0.1 3 100.5 6.4

0.5 3 106.2 16.2

JR A i & fi ek 0.1 3 9.1 2.3

0.5 3 116.2 39

FE L — 0.1 3 98.3 9.9

0.5 3 94.6 10.4

T AU 0.1 3 92.7 2.2

0.5 3 101.1 18.2

- S [FE R
. s - Aot AR URINMREE O AMENGE  sair U SEEELRE
e AHOME mes mE% (mgkg (%) RSD, (%) RSDg (%) oA
A Ta DAy R AT 6 0 0.5 2.6 5.4 9.7 15
KE M 6 0 0.5 93.8 6.1 12 1.9
AT DA s R ARA 6 0 0.5 102 8.6 8.6 1.4
R KE MY 6 0 0.5 97.8 4.2 5.0 0.79

< ER TR (BRI & 2 6ERR) B 4% 0.02 mg/kg
(%) 7u~ 7T 4P

A
O
" lﬁmwwﬁwm
ﬁ -l
i
'-!!E
S S e .
ISR e
B
, B b
L | =
o |
ﬁ.
e
0 . 2 4 - [ E-
LELIELL P

BEBRRUAMEAHMOIOT LTI LA
A B (B RFELEL LT 5ng/mL)
B : WINEE GBS fEHZ A 23K & LT 0.5 mg/kg #8245 &#RAN)
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30 A 7R RA
301 BEOHAIZua~ N7 T 7EESWEFHICEL D —FOoHE
I3 LI KD,

302 AV VREEOT A7~ T I DRMEIONE (D 1)
24k B,

31 f~H%Ev7r

311 AP IR~ ENLDRIE I v~ N7 T 782 07 MRV ESHTEHC X
% [FIIRE 3 M7 185
HEIH 1612k B,

32 A~=H¥rIL

321 AP IRRA~FENLDRIE I v~ N7 T 78207 MUVEESHTEHC X
% [RIRE Sy Hr %
FIF 162X D,

3B A~ AT

331 RURAALTRUATFNLNEDOMOBEIROWIK I v~ N7 T 7 5% 7 ZRVE RSN
FHZ X 2 R AT A
3332k B,

34 AIXu7Y R
341 K7 v~ N7 7 7 EESHTEHE
(B & - BEAOEHE Wb b xR, ) )
A HECHH

1) A IX7ur) FEER AIX 7 m 7Y K [CoHwCINsO,) 10 mg % 0.01
mg DHIETEY, TOKMEFTHEL, 100 ML DR T T AT AN, AX /) —
NEMZ TN L, FIERETAY ) —VENZTAIFX 7 a7 ) FERERRK
ZRRT S (Zo@ImLiE, 4134 7v7) KELT0I0MgZ&aT D, ) o

ERICEE L T, BEEFREO —H %2 A %/ — /L CIEREICAIR L, 1 mL FIZA 2
Zrm7Y RELT0.002~02 pg 2B AT 28mDA I X707 NERER 2
W35,

2) 0.5 mol/lL V »BEkETE IR UUBKFEZH YU 7 L5279 (52.65~52.74 g) K ®
Ul IKFEA Y 753029 (30.15~30.249) % E o CT/K500mL (ZiED L, KR
£l U o LEHE (1 mol/L) XLV 2 (1+10) Z W T pH % 7.0 IZFRFE L7244,
HIZKEMZTIL &35,

B = =3

Hf H SrdTakkEl 10 g 2 0.01 g DHTETED . TOHIEEFEE L, 200 mL D

e =M 7 T A AN, T h=FU/L—sK (13+47) 50mL (¥zHc& (% 100 mL)
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ZINZ. 30 3R 0 IBE T %, 200 mL @ h—E—h—% 7 7+ —F}
DFICES, KL A 5 B) TERSIABLEZE, LO=AT7F72a k]
RIZNART 2 h=1F V25 mL (FZBCFIE 50 mL) THevd L. [FERICKS] A
T 5, A% 100 mL (HEIL 200 mL) O&®ET 7 A3 A, o h—re
— A=V EOTE =) ALTHEEL, BKEZEET 7 XA 3TNA 5, FiZe
BT AaDEMRETTE = AEMA, (FREZ, 7' =R
TIEREIZ 10 AR L. ) IR BT 2 3B & 357

R Ee BUEHATR 20 mL (WIS & - TIEREHAR 10 mL) % 100 mL D4y
W FICIEREIC AN D, Hifk T b Y 74109 (9.5~10.4 g) K& TX0.5 mol/L U g
FEMTR 20 mL Z 3 iRiR=F2n A, 10 SRV IBEZ%HE L. KE (TE) %
BT, T r=R U VE (BB 207 508 I 2R ENAIRE T 5,

71T LALE | T BTN YT ) BFVI =H T (500 mg) FETE
F=FVUL10mL CTHHET D,

100mL D=AT7 T ATE2I=2AT7 L0 FICES, REHAKEZ S =87 AIZA
. WHB T TARO EHGIZET HAE TR FSETA IF 7 a7 ) RejiiHst
L, MIZ7ER=bFU2mL #I=07 KMz CRERICHH S5, FHTE
ZEEOMEST FY U A (HEK) THAL, 100 mL 7237 7 2 2iZAH/K (5
fEB) TAWLI%E, HO=ZAT7 T A2z EOTE =M L THEL, K
EHOA|EBLTCHBRELGDED,

AR 40 °C LA T ORI TIZE A EWET 5 £ TRIERM Lk, EF T A%
Ko THET S, 7 h=rU/L—rrx (3+1) 2mL # N x CTEEY Z A
L. 77 DAL T 53R & 95,

BT HALER (I T7377 A Nh—R /T 7T Iy Vb7 niEE
R=47 2 (500mg/500 mg) “PE T R=hrU/L— kT (3+1) 10 mL THE
W35,

S50 mLORTITZ 7 A% I=T7 L0 FICES, fRBHAKEZ I =7 LA
N, WEPFTECTAFNO ESMICETHIETIHRFLTA I 47 u 7Y REHEE &
5, AEHERDOA > TWeod 7 7 Aa%2 T = /b— Lz (3+1)
2mL §oC 2 [¥EFE L, WRZIER I =07 22z, RIS &5,
BIc7TER=bhUL— kLl (3+1) 16mL % I =T LTI Z CREEICHRET
LXHED,

T 2 40 °C LL N ORI TIlE & A CHL[E T 2 £ TRUEIRME L 72, BRI X
ko CHLET 5, A%/ —/b2mL % BRI 2 CREM AR L, 5000xg T
5 srfilim DBl L. REEARIREREY v~ 7T 7EESTEHC X AME IS
LREHAIR &3 5,

Rk o~ 77 7BESHEHZL2HE HEHREEAOEA I X7 a7 ) NE
WA 5 UL 2Rk 7 v~ N7 T ZEESHTEHIIEA L, BIRA A Uit 7 a~
NS LNEED,



at

HESRM Bl
(k7 a~ 77 7%
7 7 Lo AT BTNV D TG T L (N 3.0
mm, & & 250 mm, KifE 5um) *°
i it % : 5 mmol/L Fifg 7 & =7 LAVAEH —5 mmol/L FElE T v
FoUAAK ) —)VIRIR (17+3) — 1 min— (3+2)
(2.5 min f££f) — 2.5min— (1+1) — 2 min—
(9+11) — 9.5min— (1+19) (12.5 min {££f) —
(17+3) (17 min {&FF)

i 3 : 0.2 mL/min

(E BN EHER™®)

fR H o DU B ARV AT R

4 F v b B TLs rrRAFL—Ad Ak (ESD) B (EA A LE
—K)

27 T A ¥ —H A :N; (2.5 L/min)
W M 7 A Nz (10 L/min)
t— h7my 7R : 200 °C
C D L & J:250°C
T =X — A A4 »:mlz256
! BoNERA A B 7 e~ N7 AL E—7 & S TiEE %K
DTHEMEER L, REFOAIF ) FEREZENT 2,
1 Ao IF e ) FEENRZWEGAEITIE, itikz 72 =YL
THRL THOUBZOEEELIT O,
2 Supelclean LC-18 SPE (Sigma-Aldrich ) Iz EFRED H D
3 Supelclean ENVI-Carb/LC-NH, (Sigma-Aldrich ) XX Z L REDH O
4 WREIX 2~3 mL/min &%, HEICE U TREI~=h—L REEHT 5,
5 ZORBAX Eclipse XDB-C18 (Agilent Technologies ) XX Z i L F%ED
D
6 LCMS-2010EV (SRR 12 X % Zff41

(&) DTEN) T —v g v
« WSHNENIN R M OV UK S
e . IR I EES HR UK B
= N ¥
AR (mg/kg) L (%) RSD, (%LLT)
E 0.005-02 5 711879 33
Lau5 L 0005-01 3 83.4~92.6 31
5475 026 3 89.9~92.2 16
- fE R

Hohet  #EAIE TRONJEEE WRNECE  sondsz Uk REEBE

PR D % A H

HOR  mem BEE (mgkg (%) RSD, (%) RsD ) o
EH2bAH5ZL 8 0 0.1 83.0 3.0 15 0.66
TN VT 7 8 0 5 84.3 35 12 0.96
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- EETR (H—BR=IC L5 R OB 0.005 mg/kg (HZE 0.2

mg/kg)

B TFRR (E BRI X D D) Bkt 0.002 mg/kg (RZ4% L 0.06

mg/kg)

(%) su~ 7T LH)

= E0RE

5

L] 9 10 " 12 13
{®IH0=RE

BER (1349 0F) FELTS00 yg/ml) MY O LTS A

342 AIF IR, saFTr=r, V)T ITTUROFT A MXRYLAOEE
sua~ 777X T ARV SR K D RIRF O ATIE

FHIH 1712k B,

A RExH LT

etk a~ b7 5 7 RS R
A BEOBN

A > R v 7 HENERR AV REH A7 MP [CaH1,CIFsNsO7) 25 mg % 0.01

mg OHIETEY, TOKEETHL, 50mL OEB7 I A3t Ah, 7Tk b=
FUNVEMZTENL, BIERETTEF=RFIAZMATA Y R DLT
PEERE 2S5 (Zo1imLiL, 41> R¥H 7L 1L T05mg=5a 7
%o ) o

BRI LT, EmHEFERO #2728 =MV L CTIEMAICHRL, 1 mL FIi
A RFHINLTELTO0.00I~pg 2B H T 2EE DA » FXH I 7 HERER %
PS5,

B = =1

Fh i SHTEEL 10 g 2 0.01 g OHTETEY . TOEEZTEE L, 200 mL &

e =A7I7 X3l AiL, K20mL (FZECEIX30mL) A%, 30 7 fEkiE% .
Bl AZ 7 —/1100mL 200 %, 30 RV IEE CHitH3 %, 200mL D& T
AaZT7 7R} OTICEE, KL A% (5 B) TWEl AW L7k, %
D7 T Aa RO EINAR A X 7 —50mL T L. REEICWE]AiE L.,
FICRRET TAADERETAL )=V EMZ 5, ZOHK 20 mL (FHREIZH -
TiE, BIZAZ J —/LCIEMEIZ 100 fEA R L72%., £D#K 20 mL) % 100 mL &
YT T A ATIEMEIZAIL, 40°CLULFOKIR TR 2mL £ T (R IRIEE A
FHLET A ET) BUERM L, 47 0B T 2 50EHAIR & 35,



71T LRLER | AREHRIRIZK 15 mL 2%, &k ZHAMES A Y 72T 5 (20
mL fREEH) T AL, 5 RERE T 5, 200mML DORTE T T AaE T LADTF
ICEE . WEHAKDO A > TR T Y 7 A a ki L —~%H% v (1+1)
20 mL 9> C 3 [P L, PeiR 2 NER A 7 STz, RIE 2N 76 T AH O Lz
THETHEFL, A FXYIATEREBSES, B2, BT /L —~FH
(1+1) 40 mL % 7 AT 2 CRERICEH S8, BHKRA 40 °C LLFOKEBT
& A CHIET D E CRIERM L%, EFH A&k CHlET 5,

ANXY =TV ZF =T (9+1) SmL EINZ CTEEMEREN L, 77 L
FEILICHE 2 3EHAIR & 35,

717 KALER I YUNFNI=HT A (690 mg) FZEAFH L VT LT —
TV (9+1) 5mL THET 5, REHAR A I =5 7 AT AL, IKEA R TAKIO
FEGICET D2 E TR EED, MEBHERD A > TWeRTIET T XA az~FH v
—VxF )T —T7)L (9+1) 5mL FTOTI3EPEH L. WKAZNER I =4 F L2
Z. FRRICIH SRS, Fio, ~F P r—Y=F Lz —50 (17+3) 10 mL % 3
=T ATINZ, T 5,

DI =T DT, HHENLLONFH L —V=F o —F/L (7+43) 5mL
THREF LEEART A B~ 32y 7 A3 =0T 5 (910 mg) *3 ZdEfEd 5, ~F
Yo=Y F Lz —TF/L (7+3) 20 mL & =1 T AIZINZ. WRIEHNFTE TARID
EUHHCETAETH I LT, AV KXV IV T 2RI A B~ T X T LS
=H T NIBATIE D,

WIZ, VAT NI=HT2%FT L, S0mL ORTIET 7 A3z G/T A Bk
YTRXVULAI=ANTLADTICEE, ~FHF =Tk (17+3) 20 mL 255K
TAMB IRV T LI =N T HIMATA Y XV IV T E2REHSIED,

W% 40 °C LT OKIBTlE & A CHEET 2 £ TRUEIRME L 72, R/ X
ko THEESES, 7B F=1FU/N 2 mL ZIEMHICINZ TEEMEZE) L.
5,000xg T 5 il Dot L. EERREZRIEZ v~ 7T TEBESHIENCE D
HIEICHET 23EHRIR & T 5,

ks v~ ~7 7 7EESHTRHC L DHE REHATE KR O A RE o>
EHEIRAS 5 UL 2RIk v~ ~ 7 7 ZEESHFHIEA L, BRA A7 1
~ NS T LESD,

HIES B

(k7 v~ s 277 7H)

i) 7 LA ET NI Y BV E T A (NEE 3.0
mm, £ & 250 mm, K 5pum) *°

T Hife W A% 7 —/L—5 mmol/L BT &= ARIR (4+1)

it # : 0.5 mL/min

B 7 A R O 40°C

(& By Hratin™o)

Fi H %5 o DU EMRAVE BT R

A A& v Ak & RRERTA A A6 (APCH % (IEA A E—F)
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7 7 A4 Y — A A :N; (25 L/min)
AU H—7 = —ARE : 400 °C
t— h7 v v 7iEE:200°C

C D L & JBE:250°C
® =% — A4 & »:mlz528

it 1 BONTEIRS A U7 e~ N7 7 AL E—7mEXIEES &
RO THREREZER L, REPFOAL U RS AT BT ZRHET D,
7% 1 Chem Elut (Agilent Technologies #) (X Z N ERZEDEH D

2 Sep-Pak Plus Silica Cartridge (Waters ) (2 Y72 KT DV Y — 3 — & @k
L7EbDONIFZINEREDOLD

3 Sep-Pak Plus Florisil Cartridge (Waters ) (24725 BED U — " —%3if
EWLEZbOXIZ IR ER%ED LD

4 JEE 1 mL/min BE LT 5, KBNS U TRGI~=F—/L REERT 5,

5 ZORBAX Eclipse XDB-C18 (Agilent Technologies #) XX Z i & [R5 D ¢
%)

6 LCMS-2010EV (&t BERT) 12 X 2 -4

T A RIHANTIE, SIKE REBDEES T, ZORFIE L TEREIN
Do

(%) HEAN) T —va v
< IINENN R e ORI U RS BE

e s W .. MBI Mok USE B
= N H i
R OER (mg/kg) MR L (%) RSD, (%)
%75 R B A AR 0.005 3 815 9.3
0.05 3 85.5 3.2
0.5 3 89.1 2.9
A A4 I E H A fa sk 0.005 3 835 43
0.05 3 89.4 3.8
0.5 3 91.7 25
EHBAHTL 0.005 3 77.2 6.3
0.05 3 85.0 1.6
0.5 3 82.7 4.8
TIVT 7 IV T 7o~ 0.5 3 91.8 17
5 3 77.7 3.0
50 3 78.7 2.8
o L[ FER
e " AR EER RONIEEE WRMNECGE ez Ui SR AR
AROMR  gaoy maw  (mgkg) (%) RSD, (%) RsDe ) 0T
T AR G & f 6 0 0.05 93.8 5.1 8.1 0.37
TINT 7V T 7oA 6 0 5 87.6 49 14 1.1
- EE TR (B3 BR=I1CX DR B 0.005 mg/kg (FZ4KEL 0.5
mg/kg)
s B TR O (H—RBR=IC XL D HER) B 0.002 mg/kg (RZ4XEL 0.2
mg/kg)
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(2%) Zu~ 77 L0
A B

= EoEE

5]

e p— .

0 5 10 15 0 5 10 15
{#F0E w0

ZERBRRUHBMEABOI/OT TS L
AR (> RE¥-H 07 & LT 0.025 pg/mL)
B : WRINELEL (R E HEC S fIEHI A > RE¥H/07 & LT 0.05 mg/kg 84 &
wshn)

36 TATuaBNT

36.1 =R BANTEOMDRIEDWREK I v~ v 7T T80T MRVERSHTFHCX
% [RIRESy Hr i
FIHI 18Ik D,

37 ZEZNLTALTY
371 BEDOH A v~ 7T TEHEESHFHI XL 5 —FnHrE
WI3M1ICk D,
38 TFA T2 INT (ZF AT 2 INVTAVEXFY RERZTF A7 2 T
AR BE T, )
381 H— A — FNREBIEDEIKI v~ ~7 T 7L DRESHTE (20 2)
HI3M3ITk D,

39 =FF
30.1 BEOHT AV~ 7T 7EHEEGIFHI LD —FoiriE
HI3HiLITX A,

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

40 =F7m—)
40.1 =F T —NEOMDORIEDEE s v~ N7 T 78T AEESHTEHZL S
[R5 A 1
HIM 191k D,
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41 T=F 47 xR A
411 B Rrua~ 7T 7EBESENC X A —FoWiE
HWI3HiLITX A,

412 HHY URBEIEDO T A v~ 7T 7L ARERSIE (F01)
W24z A,

42 TTFRY
2.1 HAZwm~x  NTT 7k
A HEOCHH

TTRMEREE =T R SRS, (CoHeCIOsP) 25mg % 0.01mg OHTE THEY |
ZORMEETLEL, 50 ML ORET T A2Z AN, T M2z THENML, B
ICHERETTE P 2MA T T R EREZREST S (2o 1mL X, =
THRVELTOSMgZEHT D, ) .

FERICEL T, =7 R UEERIRO —#%2 7 o TEMICHRL, 1 mL H
TR ELT20ug 28508 T DT R UAEHERZRAT 5,
B & =3

Fh i ATERE10g 2 0.01g OHTETEY . TOEEZEE L, 200 mL &
ke =M 7 7 2 alc A, Big—F /v —H: (100+1) 100 mL &0z . 30 47 A4
VB THIET %, 200 ML OABET7 I 23427 7F—ik}o FIcE s, bk
A (5 B) TREIABT D, =MA7 T A3 KUK I ZIERERET TV —
2 (100+1) 50 mL T¥EH L. RERICKEIABT 5, HIZEET T 2 a DI E
THEE = F L — iR (100+1) &Mz, Z DK 20 mL (HAREICH - Tk, HiC
FEfg— F L — il (100+1) TIEfEIZ 10 fFICAN L7k, £ D 20 mL) % 50
ML D72 T 7 7 A 2 ZIEMEIZ AL, 40°CLL T OKIBTIE & A EHLET 25 £ T
JEVEHG L=, BHEH AL %o CHIET 5,

7 b —HE#E (99+1) 0.5 mL Nz CEEWEEN L, A TFiciid 5
RENEIR & T 5,

AF Al BREHEIRIC R Y AF AL VLT A X g 05 mL A, BEHE
WDOANS>TWEHRTE T T AazrEe L, BRVIEE-1% 30 yHBEET D,
TEh =V FL 7 Ua— (49+1) 0.1 mL ZHx., 5°C LLFDOKIR TR
T T AZREAI LN ORI EBR T A2 E S TRl T 5, BIZLL Lo
EZ 2 [l# 0T, ~FV o —Fifg=F /L (7+3) 10 mL &1z TR &R
L. 77 2B 2 REHAIR & T 5,

BT LE T T A =R I=HhF 2 (500 mg) EL R BEILR
=HhF A (690 mg) T2 EETNTNA~FY L —FEETF L (7+3) 5 mL THFT
Do

7T 774 M=K 2= DT DRIV ATV =0T L& L, 3
Wik I =07 JMIAN, WREPFTETARIO Euglc#EzT 2 cimt w2, 3
WIRD N> T2 T T T A ak~XH% o —fig=F /1 (7+3) 2 mL 27T 2

144



EPEE L, WRANER I =0 7 A2, FERRICiH S E 5, Bio~F 3 —F
fgrF )L (7+3) SmL ZI =T LDIMATET R 2 VBTNV =0T LI
BITSHE S,

WIZ, 77774 NI—ARUI=hTFL%FT L, S0mL DT KT T A%
VIUVATNANI=ATLAOTICEE, ~FHr—FiB=F/1 (1+9) 10 mL %I =
AT LIIMATZT R ZEHSE S, BHKIZTE M=V F Lo sy a—
U (49+1) 0.1mL ZJ1 %, 40°C LA FOKE TR 2mL & CRUEEM L72%, 5°C
UTOKBTRIIET 7 Aaz2mBH LN LRECDICERT A2k Tl 5,
Hefig—F /L | mL Z EMEICINZ CTEREMEZEN L, A 7a~ N7 T 7 0 —icfk
T OMEHAIR & T 5,

FEYER D A F AL TTARUERER 1 mL &2 50 mL O3 7 A2 IZIEMEICA
. BEH ALK THET D, 7 b —EHifR (99+1) 05 mL %Nz TR
MEWRN L, PV AFALTI LTI AX PR 05 mL 2z, ZORBEER
L, BIEVIBEL#% 30 plEFEST S, 7T —YF L7 a—u
(49+1) 0.1 mL ZMNx., 5°C LAFDOKIBTRIIET 7 2AazmHE LN HER0
INCEHBEN A% ko Tl 5, FER—=F /L 10 mL % [IEREICIN 2 CREY &2 1E)
L. BIZZOERDO—EEERT=T LV CEMICHRL, 1mL Flc=7 A& LT
0.02~2 ug Y E % & A T HE R OEER 2 RS 5,

HAI v~ NI T 74— BRI K OV ERER A A uL 2 W A/~ N7 T 7
WCHEAL, Zu~v N o905 5,

WESME Bl

i s o RO ERME (VU7 v 2 —)

7 7 LAy T U T A (0% T /) T a e
AF =50 %Y AFILRY o X ALEEAR N
££0.53 mm, £ X 30m, fEE 0.5 pm)

¥+ U ¥ —HA :He (17 mL/min)

AA T T 7 I A He (30 mL/min)

# #t  #F  A:H, (75 mL/min)

By B U A RfZE5 (100 mL/min)

OB BN kAT Uy R A (605s)

AOBHE A SR E @ 230 °C

717 A R 0 80°C (1 min fRFF) — HR 10 °C/min — 175°C — &
{20 °C/min — 230 °C (3 min {#%£F)

fROH 2R OIE O 250 °C

OB Benhiru~ N TAnbLE—EREEZRD TREREZER L., &)
BTk BrEHT 5,
7£ 1 Supelclean ENVI-Carb (Sigma-Aldrich ) X EFR%ED H D

2 Sep-Pak Plus Silica Cartridge (Waters i) (242K &ED U — 3 — &

L7eboXFInERED L D

3 DB-23 (Agilent Technologies #) X Z L & RSO H D
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(BE) GIEAN) T —a»
* WINEI =R K UYL A i

o ; WINREE WOMEN = foR LR BE
PR O (mg/kg) e (%) RSD, (%)
ik %5 £l B B & f et 01 3 78.8 14
1 3 80.2 1
P A B R B A Ak 0.05 3 75.3 1
01 3 82.0 1
1 3 84.3 9.3
K% 01 3 79.6 9.9
1 3 816 5.1
EEE 01 3 85.9 7.9
1 3 87.1 45
FT 7T 7 ~A 05 3 82.2 11
1 3 85.1 6.3
10 3 89.3 10
- A FABR
S s AR FEHR RN WONEIRCE v URE  SEREBLRE
AROME man me%  (mgkg (%) RSD, (%) RSDy (6 O
I PR 2T 7 0 0.5 818 5.7 11 0.58
L3uAZL 7 0 1 89.0 6.4 10 0.63
FAT 7T 7 A 7 0 10 90.8 3.7 11 0.94
- EE TR (H—RBR=EIC X 2R B 0.05 mg/kg (24X &L 0.5 mg/kg)
- B TIR (H—3RBR=IC L 2 ER) AR 0.02 mg/kg (Bz#E 0.2 mg/kg)

(%) Zua~ 7T L6
A

EoEE

{

3 4 5 6
{F30=RE, o

oy

EoEE

{

5 G 7 8
(Rt o

BERERVFMEABOI AT TS LA

A FERERR (=7 4R & L T4angEN)

B: Wikt (L5 bAZ LicmT ARy & LT 1 mykg 24 &HSN)

43 T hFTANLT T Y

43.1 RUANT B RAFNZDOMDRIEOWR s v~ 7T 7 20T DNUE RSN

iz &k B RIMES AT IE
W33 Ik D,

4 = h7xrTmvr R

441 BFBIHOH R/~ 7T 7

BIHLICL D,
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45 T Rh7AtE—h
451 B H R ua~ NI T7EBESWENC XA —FOoWiE
w31k B,

46 T h 7 kA
46.1 RIEOT A7 v~ N7 T TEESIFHT L D —Foirik
EIFLICK D,

462 EHHEY U REEOH R u~ T T 728 ARESITE (FD1)
24T LB,

47 = YTV — L
471 BIEOH A7 va~ 7T 7EBESIEIC LD —FoHiE
I3l A,

48 T U LKA

48.1 RIEOT A7 v~ ~7 7 7EESIFHI X 2 —F ok
FIF1ITX D,

482 ARV URBIEDO AT A v~ NI T TICEDRENGIE (£D 1)
F2Hi4lZL D,

49 = U RALT7r (- RALT 7 VKON B-= 2 RA)LT 7 V)
491 HHEZERKLOBET I RREBEOT A7 n~ v 7T 712K 525 HTE
H2HEI3ICk D,

50 = RALT 7 A)T =—k
50.1 FAHEEZERMONET I FREKOFT A7 a~ 7T 712 852K ME
H2HEI3 Ik D,

51 = RKY v
51.1 BT A/~ 7T 7EHEEGIEHIL D —F o
HI3HiLICX A,

51.2 AMEZRZNOET X RREBEOT A7 a~ 7T 712 X5 R0 NTE
W2Hi3 Ik D,

51.3 HHEEZRBEEOHT A7 a~ N7 5 712 % % RIS HE
FIFTITL D,
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5 FxVTOTV
521 BEIEDOHRI v~ T T EBSHENC L B —FoNE
w31k B,

53 AxVPTru ARy

531 AFXH I m AR EZOMORBIDIRIEK S v~ N 7T 7% T ARE SRR
(2 &L B [RIRE S 4T 15
H3Mi20i12k D,

54 F XU ua)T
541 BIDOHT A~ 7T TEBRSIENC L D —FONE
EI3E LK B,

542 HAHEFRZANOEET I FREEOH A7 a~ 7T 712X 5 RS NE
H2HiI3ICk D,

55 XV U=y
55.1 {tkra~ 7o 7% 07 MVERESHTEHE (20 1) *!
(i FH &GP - Rl RS I LA E J OV
A HEOCHRH
Fx VU = 7 EREEYERR F% VU =v 78 (CisHuNOs) 10 mg % 0.01 mg D1
EFCTRY, TOKEEZEEL, 100 ML OBAaLE T 7 2 3 A, KER{LT b

U o APEE (0.1mol/L) 1mL XOVK— A X 7 —)b (1+1) #950mL =Nz 5, &
FRAE L CTAX VY =y VWREEN L, BITERE TKRK—R2AZ 7 —b (1+1)
EMATAF YV =y 7 BIEERE 2RSS (Zo 1mLid, %Y U=y
JBRELTO0ImgZEaaT %, ) .

I LT, EHEFREO —fEzK— A%/ —/ (7T+43) TIEMEIZHRL, 1
mLHICAF Y V= 7l LTO01-50ng 2 & A T HEEDOAXY ) = v 7 i
ik 2 S 5,

B = =3
Fh i SHTEEL 10 g 2 0.01 g OHTETEY . TOEEZTEE L. 300 mL &
etk =M 7 7 A3l AL, AK30mL CBUKIZ20mL) Zh0 % 30 4 &R E %
FIZ02WN% A X U VBRI — 7 =K UL (3+2) 120 mL (KUK i% 100 mL)
ZNZ. 30 4RV IEE TR+ %, 200 ML 0BEEET T A 2% 77—
SO TFICEE, MR E DT ABMEARKRT 2 THREIABE L%, KO =HT7 T A

T O S ZIAK 0.2 W% A X U UK —7 & h= KU/ (3+2) 50 mL T¥:
HL, RIS AT 25, FICERET 7 A aOERE T0.2wW% A X U LV ERYE
W=7 r=hUJL (3+2) ZIZ 5D, ZDOHED—ERZE 0.2 W% A X U »ERIRIK
—7 % h=hF U/ (3+2) TIEMEIC 10 MEMM L7, HHRIK 4 mL 2 50 mL D72
T T 7 A ZIEMEIC AL, K 10mL 2% CTh T 2Bt 2 3EHATR & 5
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ol

71T LRHLVERE 3 PRy Pr—N-E=btrl RUREAKI=HNT A
(200 mg) *4%& 7t h=F VUL 10 mL K OUK 10 mL THEXRFESET 5, sEHER
EI=NT7 DA, BENDFTECTAHRIO LIICET 5 TR &S5, EHAR
DANSTWERTIETZ T Aa%2K—Tr=FrU/ (9+41) 5mL 2T 2 [B¥EiF
L, RZIEXR I =5 T 22z, WWEDAFTETAAO Emic#EzT 5 it s
5, 50mML O FHKT7 7 ATEZI=ATLAOTICES, K—TEr=HK I/
(4+1) 20mML ZI =AW T AMATAF VU =y 7BRERHBSE S, BH%E
50 °C LA FOKIBTIEE AT 5 F CRIERIG L%, ERTA%%-> Tz
45, K—A%/—)L (7+3) 2 mL % IERECINZ CHEEWZ VA7 L, 5,000xg
TS5 oMELDEEL, EBARERIK v~ 7T 7% 05 AV RS X
HRECHET 2R E T 5,

Wik v~ ~ 2757 % 0F DB RSHENC L D HIE ARBHATE N OV A%
U= 7 BRERERE 5 UL 2k a~ N7 7% 0T MRVERSHIRHIEAL
B SHEZ o~ 75 0 %255,

WE S il
(k7 v~ 77 7H)

VY 7 L AT BTN I BTV T A (R 3.0
mm. & & 150 mm, Kifg 3pm) *5

i it % : 0.1 VIVNXIRIEIR—7 8 h=Fr U (7+43) (19
min £&£F) — 1min— (5+95) (5 min f&FF)

i ¥ : 0.2 mL/min

7 N AR 40°C

(% T BBV B TR )

T o DU E AR B AT R

A4 4 v fb E:zvrZ bheRATL—AFA4b (ESI) % (EA A
E—R)

A4 A4 v Ji R E:120°C
FYNN_R— g H % N, (800 L/h, 350 °C)
¥y 7 U —FBE:2kV

2 — v #H  Z:N; (50L/h)

= — v E FE:TEROEEY
aYVar T RX X — FTROEEBY

T =X — A F v FTEROEED

xz AXVY = 7 BROWESM:

Y H T PA=Z AN iz a—y Y

WiEsgmyr A AR R wE R
(mfz) (m/z) (mfz) (V) (eV)
244 — 30 15

AF =y IR 262

— 216 30 25
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A" Bon@RKSRHZ a~ 7T A0E E— 7 HEEE RO TR ER
EERL, RBP4V ) = 7 BEZREET S,
H1 EEERETEYE LTREETIT O,
2 GFP-95 (HilLBUERTE) X2 EFRED S D
3 P 1~2 mL/min f2E L 35, LEIZS U TG~ =FR—/L K&/
Do
4 Qasis HLB (Waters i, UV ¥ — _"—FE 6mL) XIZZNERZEDL D
5 InertsilODS-4 (Y — =T H A = 2ll) YxinEFA%EDL D
6 ACQUITY TQD (Waters ) (2 X 2 Zf:41
(B%E) piEAN) TF—va v
< IINENN R e OVER UK B
W

AmmEI R ek UK EE

PO (mgkg =Y T (06 RsD, (%)
it 2 B LB 0.01 3 955 34
0.1 3 90.1 1.1
e B LA 2 0.01 3 101 48
0.1 3 92.7 0.8
k1 0.01 3 83.9 6.4
0.3 3 92.4 4.2
3 3 90.6 2.8
) 0.01 3 93.7 5.6
0.3 3 93.5 3.0
3 3 95.5 0.4
; Hoat gz RINRE WRINEIER  smdx Uk 2R B &
AROME gy man (mg/kg) (%) RSD, (%)  RSDg (%) HorRat
Tl 7 I L £ 6} 8 1 0.1 89.4 2.9 9.2 0.42
Bk 9 0 3 92.6 4.8 6.3 0.46

- EE MR (H—RBR=EIC X 2R ForsEA AR (REZ9) H 0.02 mg/kg,
Bk 0.01 mg/kg
- R (R BREIC L DR Fib 6 et BB (JELEZ4%) 1 0.007
mg/kg., #kH 0.003 mg/kg
(%) ya~< k7 L
A B

SEEE
5

BE

12 14 16 18 12 11.1 16 18
EEEitii ey Bl

BERRVFMHABMODIOT TS L
A ERER (XY U=y 7L LTS5ngmL)
B : IR (BKIZAFT Y Y = 7L LT 0.3 mg/kg fHY4 &R



552 Wik B N5 T4 0T MUIESTE (20 2) F
(i FHEGPH : g D)
A HEHEORAR
521 DAL D,
B ® B
o M SHTRE 5.0 g & 0.001 g DHTETEY , TOHYEE L, 300 mL
DR =8 7 5 A 3T AR, K30mL A, 30 S RIEHE% . FIT 0.2 W%
AR UK — T2 b=k UL (3+2) 120mL Z A%, 30 2[HE v IR CHiH
T5, 200 ML DBEARTF A5 T 7 F RO FICES . HHiEs VT =
HhHEARRTE 2 TS| A L%, KD =A 7T A3 KOS FIEK 0.2 wivd A &

U RS~ 7 b= R UL (3+2) 50 mL TR L. RERICIE| A@T 5, &
ICARRT T AT DBEMET 02 W% A K U VBRI —T 2 h=F UL (3+2) %

Mz %, ZOWD—ER%E 0.2 WA XY UEBIEK—T7 % h=hKU /L (3+2) TIE
12 100 fi5 7R L 7%, i 4 mL %2 50 mL O 7297 7 A 2 I ERMEIC AL,
K10 mL 2Nz TH T 2AH M4 2 3R & T 5,

BT LHLERE 3 =R —N-EF=t'nl RUOEEAERI =T A
(200 mg) #4%& A% 7 —/L 10 mL K OVK 10 mL CHEXRPEF T 5, REHARZ 2
=T KA, WENFTETAKO EEGICET 2 £ TR SE 5, REHAKRD A
STWERTETZZAa%Z/KEmML TOT2EPEEH L, BRKEZIERI =07 AIZ
Iz, FRRICHE S E 5,

50 mL DRI T AaZI=NTLOTICEE, AF/—/L5mL &=
TAIMZTAR VY =y Va8 5, EHKE 50 °C LLTFOKIBETIE &
A BT D E CRIERME Lk, @RI ALk THETH, K—AHX /) —)
(743) 2 mL Z EfEICMZ TEEMZE L, 5,000xg T 5 ofm oL, b
BRI ERE Y a~ 75752 07 KVEESHTEHT L 2 REIC T 5 3 UEHATR
LD,

Wik v~ 777807 MEESHEHZ L ZHE 2461 © B ORIk =~
N7Z T T DR RSHTEHZ X DHEDHIZ L D,

FOR" 2461 0B OFHEDIHEICL D,

1 EEEREITEL LERETIT O,

2 GFP-95 (HillLBUERTHR) X2 EFRED S D

3 WEEIEL 1~2 mL/min F2E L5, MLEICG U THRSI~=Fh—/V REHEHT

a3

4 OQasis HLB (Waters . U P — X—FHE 6mL) TN ELFHEDL D
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(BE) GIEAN) T —a»
 EMEN R K OVl RS L
WINBE

ANEI RS R U RS

PROIE (ngkg PEY T ) RsD, (%)
i b1 0.6 3 92.7 3.9
1 3 91.0 6.4
10 3 89.8 3.0
i 52 0.6 3 91.0 41
1 3 9.7 4.9
10 3 91.3 2.9

Hahak R FONILAT RINEIE  spe Uk S EEREES

AR B ey mheex HorRat
AMORE gy w8 (mgkg (%) RSD, (%) RsDg ) o8
b H1 9 0 2 97.6 2.5 7.6 0.52
fib 52 8 1 10 91.9 28 5.3 0.46

- ERE TR (E—3BREIC X 2R A 0.6 mg/kg
C R FRR (E—RBREIC X DR Bt 0.2 mg/kg
(2%) 7u~ ~7 7 LH)

A B
. b )
| ]
i | o
& =
i i
LN I | "
12 14 16 18 12 14 16 18
{RI505RS, 45 {RISISRE, 5

BERRUVAMEHOIOT TS A
AR (FF YV =y 7L L T5ng/mL)
B: #aEEr (FboblcA® Y U=y 7E& LT I10mgkg 84 &RN)

56 AVHRbovy (FVHR Moy SZRBEEEST)

56.1 AUV R ErbrZOMOREOWKRKs v~ 7T 75 0T ZEESHTFHT
& D[RR AT iE
FIHiI21 1Tk D,

57 HAYERRA
571 BIEOHT A7 vu~ 7T 7EHEEHGIEHI L D —F o
31X A,

58 7=z A ua—)u

58.1 TATHRINTEOMORIEOREK a~ 7T 78207 AERESHFHI L
% [FIIRE 53 M7 185
FIH 18Ik B,
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59 InNEoT (INET FTET T LR AL )
59.1 &k v~ 77 7 E RSN EHET!
CEF&DE : B, 9 bAZ L, AT a—rH A 1L—)
A HEOCHH

1) F*T7A4RADMFT UERER X T4 ABMFT v a v EE [(CsHuNS,
CoH204) 641 mg &Y. ZOHEAFF L, 100 mL ORFET T X 3T AL,
AH )= VEMAZTENL, BIHEBRETAY )=V EMZTRIA AN
EERRERAT S (ZO® 1ImL i, F7AARFT U ELTHXTIAAMRY
vy o U EREE (mg) 120.006238 Z U7-& (mg) 285475, ) .

HRACE L C, EERK O M2 ~7T 2 7 )V F aBERIEE — A % /) —/L (4+1)
TIEMICHR L, 1mL FIZExT A A XL LT 0002~0.2 ug 2 5A69 5%
MDOFRTA A XY ERER 2R 5,

2) TR TN OERIRIRE T H 7 A ERERIE 10 mL & KICEEA LT 1L
L5,

3) A A 4t -3 AT A WY — /K Ff® 10.0 g (9.95~10.04 g) % Hifg
(1+100) (ZEMNLTIL &T5 (EHRFICRET S, )

4) HEib=> 7 ViEiK Wib=>21v () (#EK) 2.0 9 (1.95~2.04 g) Z/KIC
WL T100mL &35,

B & =3

Fh i IATERE10 g 2 0.01 g DT ETEY . ZOEfEEZFLEE L, 200 mL O
ke =47 T A a2 A, B 100 mL (#240E51% 150 mL) 2z, 30 43
WY IRETHIMT %, Mg 4 50 mL ok DL I AL, 650xg T 5 4y
EODEEL, REAE 20 mL (HE4KEIE 15 mL) & 200 mL o3t =/ 7 T 2o
(ZIEREIZ AL, TV UK R 3 2 3RHATR & T 5,

TNT VMK REREIR IS b= SRR 2mL KDY B =T K 5mL &
MZ 7% 15 IRV IEYE., IV F v T FHI I TLRORANVE T o3
TA AT UATIKRGIR L, BT 2 2 RERRIR & T 5,

71T N REHNARE S M4 Y T A (B0 mL FARF) F2 I AR 10
SEERET S, 300 mL ORTHT T A% h 7 LD FIZES, REHAKRD A -
TWe =7 T Aaz~FH+ 2 10mL T2 T3 EIEE L, FRiREIAR D 7 21200
25, WHENPFTTCAFND EIRICETHETH IS E TR IS A T U a2EHE
B, FIZAFTT 2 120 ML 25 T A A CRBRICIEH S8 2%, imHiRic 7+
hr—vzF Lo 7Y a—i (49+41) 05mL™ 3%z %,

WH % 37 °C L FO/KIBTH 2 mL £ CTHIEREM L7-%. %ET 5 £ THE
FTHEE AT XTI F O EEERIRIE — A X/ —v (4+41) 4mL & IEREIIN X TR
WE¥s» L, 5000xg T 5 i OnBEL., EBARERE v~ 7T 7 HE
SHTEHC X 2 ME IS 23 EHRIK & 32,

Wik o~ N7 7EESWFHCLAWE HEHERAKOE R T A A ¥ R
YA 2 UL 2HRIK7 v~ N7 7 7EEOHFHZEA L, BIRA A U7 v~
NIT LESD,
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HESRM Bl
(k7 a~ 77 7%
7 7 LA BETIN Y e Y BTV T A (N 3.0
mm, & & 250 mm, KifE 5um) *°

i it W T2 TNA BRI — A & ) — b (4+1)

it ;0.2 mL/min

717 A fE R B 40°C

(B &= Hr ™ o)

i t o8 DU E AR BT R

A4 & v fb #EixLvr haRTFLr—AF 1k (ESI) & (EA A&
—F)

T T A ¥ —H X :N; (2.5 L/min)

i o 7 A Nz (10 L/min)

bE—h~7wy ZIRE 200 °C

C D L & J:250°C

T =4 — A A4 »:mlz150

1 BFONTHERA A BT 7 e~ N7 L0060 E—7 & S XmE %K

DTHEREZER L, RETOXTA 2 bR BEHHBL, ZhiC 1.83 &3k

CCREIh OIS T INE TR LT H VI T LRIV E v T

PR LR AVE v TOMRBEERET 5,

E 1 RKETE, AR o v > 7 [CHisN;OS-HClL) | A4 Y7 T A
(CsHiNS3 CoHy04) KOIR U AV E 7 [CiHaNORS) &R T A A ¥ ¥
NCEBL, RBhOINE T NGy SRR LT TF AT T ARD
TNE s FITHE L T=R_R AVE y TORIME LTERT S,

2 Chem Elut (Agilent Technologies #) T Z L FRED H D

3 EFEMEORBEBICIVEINENMET T 556005, ZORENHERS
NIeHEIE, WELZ 0.03mL EFTHOTZLICEIVEETLIZLRH D,

4 BRIABEDERTA ANV URBRTHED, FBONICEE % #
MIE5Z &,

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

6 LCMS-2010BV (EHEUERT) 12 12 Skl



(BE) BIEAY F—va v
VRN B O LR

; . cpun ; WngEE .. s MR UK E
REA 4 RE O fﬁﬁf g I @;hﬁ?
I A Eo9HAZ L 0.02 3 90.4 4.0
0.2 3 84.6 43
AT TR 0.04 3 86.5 5.1
0.6 3 67.7 0.5
FAIT A LopvAZL 0.02 3 88.2 4.7
0.2 3 80.1 5.8
FAT TR 0.04 3 92.4 9.4
0.6 3 85.1 4.9
UV T EHbAHZL 0.06 3 61.2 1.3
0.3 3 64.8 6.5
FAT TR 0.12 3 57.5 2.8
0.9 3 57.5 3.1

- FL[REBR

HRE BEAIE RONVREE AN iR Uk S BURSE

%53 4 MEIORE iy gy HorRat

(mg/kg) (%) RSD, (%) RSDgr (%)
DNH S EHIBATL 7 0 0.2 74.3 8.1 26 13
T — 7 0 0.7 72.3 3.7 21 1.2

- EE MR (H—REREIC X DR ANE T EHHBAZLF 0.02

mg/kg, FLAXELH  0.04 mgkg, A 7 a—rY A L— (REH) 0 0.02 mgkg.

FAI T L EIBAZLH 0.02 mgkg, AR T 0.04 mgkg, N2 AL

Zo7 LS HAZLH 0.06 mg/kg, HHBCEFH 0.12 mg/kg

- R R (BRI X D D) ANE T I HE AT LH 0.006

mg/kg, WA 0.012 mgkg, 4 7 a— Y L—y (AEY) F 0.003 mg/kg.,

FAI T EIDBLATLH 0.006 mgkg, HAKEF  0.012 mgkg, XA

NE T I EAZLF 0.018 mgkg, HAEH  0.036 mg/kg

o HRLIRINEIGRER (X, R VI & 0 2 2 AT AE MR 2 VRN L C S0 L 7223,
ZOEICTDERVANG yTRGHEL, TORNERPMETT 52 L0 H
Al
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(%) ru~ 7T LH)

A
II.
el [l
A |
Ty [
Jin I\
ﬁ 5 10
{FHaRE =
B
ol |.i
#ﬁ |
i |
- -"-H—-t-ﬁ.u—-u-»-r-“_.-—vd-.-”.m'l Il"'\-h-._m--"---'-n_,,_,. S Y
0 5 10
3R o

BERRUAMEBRODIOT LTS L
A BERER (2T A4 A MF T2 & LT 50ng/mL)
B: WmIMEEL (L9 bAZ LICHNH v 7 & LT 0.2 mglkg #8245 =4s00)

60 ALY L
60.1 ANV ANVKRTTURORT = ) TANT DRKI o~ N5 752 0F b
VB BT RN X 2 R AT 1A
B2k D,

60.2 HNANRINLZEOMDEROEIR I o~ v 7T 742 057 2B ESHTEIC X DA
BRE AT
H3E 231k B,

603 H— A — FREEDWIKS o~ b7 T 7K DRSHE (20 1)
I 21T XD,

604 H—RNRA— NREIOH A7~ 7T 712X B RRESHE
I 41X D,

61 IV T7xr TV F)L
611 BEHEROTRIa~ s T 7E&NITEHI LD —Fohrik
W3l A,

62 HNNTmussRIFR

62.1 T=F T —NLNZEOMORIEORE I v~ NI T 72T AAVEESHTFICE D
[ IR§ oy AT v
HI3E191C kB,
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63 HNRUHETN (INRXUEDN, FHET7 X — R AF LK) I L)
63.1 k7 v~ 7T 7 EESHRHETL?
A HEOHH

1) HARUH Y AR TN Y I [CoHgN3O2) 10 mg % 0.01 mg DA
FTEY., TOKMEFHFEL, 100 ML OEET T AT ANL, A¥ J—LEN
ZTEMNL, BIERETAY ) =V EMZTHNARZ Y MEREFR 2 R
L (ZoE1imLix, IARCEDLALLT0I0mgZEHT 5, ) o

AICE L C, EREFHRO —#%2 A ¥/ — /L CIEREICAHIRL, 1 mL Fich v
NRUBDPHELT20Ug ZEHT DI E D LMERERE 2L, BBRRIGIC
i35,

2) FAET7 7R — M ATFNVEEER (ORAEHCT A7 7 X2 — A FLOERE N ED
NL5GEIMERNT %) FF 7 72—k AF )L [C12HwuN4O4S2) 10 mg % 0.01
mg DHIETEY, TOHMEEZFTLHEL, 100 ML OERE 7T AT AN, AX ) —
NEMZTENL, BIHEBRETAY )=V ENMZTTFAT7 7 31— b A F LY
a2 (o 1mLix, 477 F—FAF L L T0I0mg 254
T2, ) .

BRI LT, EEFREO 5% A% J — LV CEMICHIR L, 1 mL HicF 4
T77HX = AFNANELT20WEEZAETLTA 77 32— MAFEREREZFEL
PAER SO 245,

B e =

& =

h H INTEREE 10 g 2 0.01 g DHTETERY . TOEEZTEH L, 200 mL &
=7 T ZalZ A, L-7 22V E UEER) 0.4 g JOVUK 15 mL (R24% 5013 30
mL) ZANx 7% 30 ofFFET 5, HICA K /—/L 100 mL (FZHCE 1T 120 mL)
ZMZ. 30 MRV IRE CHH9 253, 200 ML 2B T 7 22 %7 7 —iF}
DFICE S, itz A4 5/ B) TWSIAMBT 5, oo =77 2 a kO
SZNAR A # 7 —/L50mL THEF L, FERICKG AT 5, HIZEET7 T A 30
ERRE TA Y VIR CRIR S 1~ 2 30BHAIR & 9- 574,

W syhe | BUBHANR 10 mL GRAEIZH - TiIsEHAR 20 mL) % 1IERE(C 500
mL ORI A ICAR, L-7 2L UiER 39, HibFT MU v Ak (10
W/iv%) 150 mL B OMFH 2100 mL Z01%., 5 5 HR VIR /- %% E T 5,

AKig (FFE) % 200 mL @ b —LE—D—IZ A, £D pH ZKELT U D
LA (Amol/lL K Tr 0.4 mol/L) T 6.7~7.1 ICFHFKES 045,

pH FH#E1% DK JE % 500 mL D43 iEIRF B I AL, 7 ma A% 100 mL &
Z. 5 OEIEVIBE-HEEL, Y/uu A X @ (FE) % 300 mL o3tk =
7T A AND, YrZunrAH 100 mL &5 B ISz, BRI EfE
L, VZunrA R U @alo =477 223Nz bd, Yr/aarX J@xiEed
WileT b U w7 A (BEK) THRIAKLT, 300mL D247 I 22l AH (57 B)
TABT D, EO=AT7 T RarbEOY7an A2 THREFL, WRELEDA
MEBLTAREGDED,

Z DO AIRICHEEE 0.5 mL 2%, 40 °C LA T Ok THI 0.5 mL & CIsiT g™ 8
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L7cth, BRI A ZESTHET D, AX /7 —/2mL 2Nz THEREMEZEIL,
PAER SO 3 2 3 EHATR & T 5,

PHER S REHEK DO A > TWAH R TI 7 7 2 2 |ZHHE (1+1) 10 mL, EEEZERE
02 g ROV 2~3 (H &Nz, =BG EE &285E L=, 120 °C Ol £ 30
SEIMBAL CF A7 7 X — b AF N E DIV E D NIEBR LSRG T 5,

HlE (1mol/L) 10 mL Z =i A& o LEA 62 TEREZ Jeve L. sUBHA TR
(A, WRIEAEL T 2 REHEIR & 95,

WRIRSYEL 11 BUBHAR & 100 mL O 43R =F C IC AL, BEHATRD A > T\ 7z
TIH7 7 A2z (Imol/lL) 20 mL T L., BEREZREHARICEbE S, &
I3RS Lo b R U 7 A 5g (45~5.4Q9) ROMA~FH 2 20mL 2%, 54
WV IR 7 %fE L, K@ (FE) % 100 mL Ok} D IZ AN D,

SRR D CA~F ¥ 20 mL 2%, 5 IRV IBE - %EHFET 5, KEz
100mL ® h—/vE—H—IZ AN, ED pH ZKEE(LF N U 7 AFHE (10 mol/L %
Y1mol/L) T 6.8~6.9 ([ZFRHE™ L=, 300 mL O3k EICAND,

SRR E ICEHER—F L 50 mL # %, 5 iR VRS /-%E L, KE (F
J&) % 300 mL OoyiEiR-=F FIC A, Fiig—FvE (L&) % 200 mL O =/~
T A AND, DN} FICER=F L 50 mL %, 5 0 RHIEY RS-k
EL, KEZET, R~ FILVELZ RO =AT7 7 XA alZ8b¥ 5, BT IVE
ZEEOMET MY v A (HEK) THAL, 200 ML O3 7 7 X2 2iZAH/K (5
i B) TAWMT D, D=7 T Aak/VbEORET VTHRE L, EKREHED
AikEE L CTAREADLED,

A% 40 °C LLF DK TR 1 mL & TRUERME L%, EF T AEE-> T
B9 %, BEBE=F /L — AKX /) —) (19+1) 5mL M CEEDERNL, 1T
LA T B REHAK & T 5,

T HALER TF LUV TIVN-Ta ALY ) BTV =T A
(500 mg) "1 & FEEEE = F L 5 mL THEFT D,

50 ML DT K7 T A% I=AT7 LD TFICES, REHAKRE I =07 AIZA
. WEDBFTETAAO ESICET 2 E TR FEY L, IR VL ERHSE
%o AEHERDO NS> TWeZe T 7 7 A a2 fifgmF L — A% /7 —/L (19+1) 5
mL 5T 2 [PkEF L, WiREIERI =8 7 22z, R SE5, i
iR =T L — A% J—/ (19+1) 10 mL % =4 7 K2, [FERICHH S 5,

Ttz 40 °C LA F ORI TR 1 mL £ CHIERNE L7-%., EFZHAE%E-T
Wil %, K—AZ 7 —)b (1+41) 2 mL ZIEREICMZ TEREWZEN L,
5,000xg T 5 srfliz Lot L, EEREEZIRIE v~ N7 7 7EESITEHIL D
HEICHT 23R &3 5,

MR ORISR XY MMEER I T A7 7 2 — M A F R (K
BHRICTF A7 7 2= F ATFNLVOEENEDONDGEDHTF 7 72—~ AF VR
K ZEZ NS, ) 1mLZ200mL ORTIET 7 AT EMICAND, LT, &k
WIRDOLA & RBRICHABRROG ., IEDE N K O T DB EZITV, 2 =07 A
5O Z 40 °C LLF ORI TR 1 mL £ TRIEEM L%, EFZT2%2%-



THZ[E T D,

K—=RA% = (1+#1) 20 mL % EFECIZ TEREWMEZEN L, BIZZOED
—HEAK—AZ = (1+1) TEMICHRL, 1 mL FIZH LN H DA TT
F7 7 Fx—hAF N L LT 5~200 ng HHYEOMOBRE EH T DEEAER 2 15
J 2,

W7 e~ N7 7 7HESWFHC X D2HE PUBHAIE M SR HERR A 2 ub &I
oo~ s 77 7EESHIFHTIEAL, BIRA A R e~ N T 052155,
HESRM Bl
(k7 v~ k77 7E)
71 7 L AT BTNV D BT T A (N 3.0
mm, £ & 250 mm, HKifE5um) "2
I At K : 2 mmol/L FEfE 7 B =0 AR — A % 7 —/L (3+1)
— 15 min— (2+43) — 0.1 min— (1+9) (7 min f&
F#) —0.1 min— (3+1) (8 min f&FF)
: 0.2 mL/min
140 °C

3

pil

W

VNN ]
(B &OHraH™ 1)
i t o DU EE AR B AT R
A4 F v fb v s huxTFr—A 44k (ESI) ¥ (EA A2 E
—FK)
7T A H—FEFE 100V
7 T 4 W —H % : N, (340 kPa)
¥ M U A Nz (10 L/min, 350 °C)
¥ ¥ &7 U —%EE: 4000V
T =4 — A F ¥ :mlz192
at 1 HEoNTBEBRA A VR 7 e~ N7 7 A0 —7 & S NdmiE % Kk
DTHREREZER L, RETOINRE DL (FAHT 72— b AF LR
SNEANNRU B DN IER LT bDEET, ) BERMNT YT 2,
E 1 KETE, BBEHPOFA7 7 32— F AT/ [CiaHiuN4O4S,) KOV I b

(CiyH1sN4O3) Z N R Z Nz, B o VX2 h BHv
RUARHBE LT AT 7 F— N AT VR NRZ Y MR LT
R INVOfEE L TERT D,

Fo, RECLY, RGBT OTFT 47 7 12— F [CuH1sN4OsS2) OF
MAEHERT D ENRTED, TOHBAOHEK 7 v~ v 77 7 EEBSWFHI X
HPEICRB T DHE=F —A A 1T mz206 TH D,

2 NI TT A7 7 X — M ATFARLANRE D LAOEKRNAELLT
O TEEIZTREIATY, FARNKGE TORIEZ 1 A TRDOLEZ TR IV,
3 ZOB, HiHESRER IUE, IARUVE D AMIERSIND,

4 BEFDOINRED N FAT 73— FAFLRBR ) ILOEED
ZWEAICIE, MR E A X ) — L TER L Th LUK ORIEEZTT I,

B
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5 KEgbF MU U AEK (4mol/lL) £J4mL 2Nz 72, KT Y DA
Wik (0.4 mol/L) % W CHRHET 5,

6 pHIREZITECIC LEHOR Y BREHRIEEZIT S,

7 vrmau AR UoEORKICSEORHEST N A (HK) ZHWD ER
FIZLHDBEEROBNDH 2O CHLER/NEE WD,

8 RRICWETDHIETF 77 2= ATARGMTHENHHLDT, 05
mL FREEE CTiliE Lo, ERTAZEONIE-TY 7 rE A X 2K
SHD,

9 JKkfgfbT MU v AEHK (10 mol/lL) #) 14 mL 2Nz 72#%. KEg{kFT VU v
LYW (Lmol/L) ZHAWTHFHEET 5,

10 Bond Elut Jr. PSA (Agilent Technologies #) ([Z# Y72 AxED Y F— R —%
HELZLOXITIINEFRIEDO L D

11 T 1 oMic 2~3 mL &3 2%, HEIDG U TR~ =FR—L R4
a3

12 ZORBAX Eclipse XDB-C18 (Agilent Technologies #) XXz & RZEDEH D

13 Agilent 1100 Series MSD SL (Agilent Technologies $) (= X % 4444

14 FATZ7 7 X = AFNVIZONWTIE, FTF7 73— b AFUAERERZ A
Hieh, MERNPOROIZREFOT AT 72— AFILEIZ 056 ZF L
TREFOINR 2V LBICHET D,

(B%E) GIEN) T —var
* BOMENR R K OVl U kg L

] N " , WINPREE  fuR  MEIGE R USRS
e RO (mg/kg) L (%) RSD, (%LLT)
VN EovAZL 07 3 84.4 6.8
FEL — 10 3 98.3 0.8

FAET7F—FAFL EH9HAZL 07 3 84.4 9.5
FEL— 10 3 82.1 6.1

~J 3L E9bAZL 10 3 1014 3.2
FEL— 15 3 105.8 5.0

FA7 73—k EobAZL 07 3 57.9 44
FEL — 10 3 64.2 8.1

- F[REAER

ARt R WIRE WOMELE s RS

%57 4 Bt o FESE REH BREH  (mgkg) %) RSD, (%) RSDs (%) HorRat
FHT A~ E5bACL 6 0 13 53.5 46 1 0.85
FEL— 6 0 20 416 43 2% 22

FAT7F R L5 bAHTL 6 0 13 87.8 32 15 0.95
AT FEL— 6 0 2 83.1 46 19 18

s R TR O(B—RBREIC X 5 R TN YA BB 0.05 mglkg,
FA 7 7 F— bk AFL BB 0.04 mg/kg, X/ 2L EFR 0.06 mg/kg
s BRH TR (B BRI X 5 fERE TN YA BB 0.02 mglkg,
FA 7 7 F— bk AFL BB 0.01 mg/kg, X/ 2L EFR 0.02 mg/kg



(BE) ya~ 7T L6

j Rl g s
!
g | | EBC
o | |
0 5 10 15 20 25
{F3sRE

WIWRUVESLRUVEBC (FA 77— F2HBRIGSETELOND
IFIL-2-RUVAIEY—)LAINT—F) O/ATNTS L

64 HNART =) F AL
64.1 HHEY L REIEOHT A/ u~ 7T 7L AHZRERSHE (F0O1)
o2 4IT LB,

65 HNART Ty (VKT T RO3-0OH BLVERT T )
65.1 HANRUI ANVKRTTUROT = ) THNVTOREK 7 a~ NTT7 7505 b
RV B YT RHC X 5 R4 ik
HI3Mi21ck B,
652 HNNULTOMDRIEDWIKs n~ 7T 75 07 MV RSN L 2
3 AT
F3Mi 231k B,

65.3 H— A — NREIDKK I o~ K7 T 72X BHREIESHTE (20 1)
HIE 21X D,

66 3-OH WIVKRT7 T v
66.1 Jikr v~ 757K T DRVE RS EHE
A HECHH
3-OH VAR 7 T R ERR 3-OH B /ViR 7 T > [C12H1sNO4) 10 mg % 0.01 mg @
HiE TR, TOHMEETHL, 100mL OLEET T A AN, A¥ ) —/L%&
MMAZTHEMN L, BITHERETAY J— IV EIAZT 3-O0H BIVR 7 T o AERERIE %
PS5 (ZoImLiE, 3-OH LR 7T L LTO0ImgZafla+T 5, ) .
EMIZER LT, 3-OH AVAR T 7 UEHERHE 4 mL 2 20 mL O®FE T 7 XA 3|
IEREIZAIL, BT ECTA Y /) — &2 T, 1mLFIZ3-OH IV KRT Tk
LT20 pg 2507 2ERMS 5, ZOKRDO—H%Z, 7& =KV /L TEMIC
FRL. 1 mL P 3-0H HLAR 7T L LT 0.1~20 ng 28 H T 58 A0 3-OH
NIRRT T ANEHER & S D,
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B = =

& =

H INTEEE 5.0 g & 0.001 g DHFETEY ., TOEMEATH L. 500 mL
DR TIET 7 A2 A, g (1+29) 130 mL, #pEA 3~4 Fi kX U 227
FlmL 2Nz, BRGNS L, LERINEL T+ 5, 200 mL 025
7T A2k T 7RO FICES, MK E T AHEARKT L s A L
Teth, DT T7 7 Aa ROk S ZaxER (1+29) —7 &2 h v (5+2) 50
mL T L., FERICKRSI AT 5, BICAEET 7 A a0 E CTHEE (1+29)
ZINZ 7%, ZOW2mL Z 10 mL OFRERE IZIEMEIC AL, HEEE (1+29) 2mL %
MMz 71T LB TS 23 0BHATKR & 3 5,

BT A0 RENARE SIS A Y U s T A (EmLERRRH) T2 AdL, 10

S ET S, 100mL ORTHT T Aa%2H T LD FICES, REHAKD A -
TWERBRE 2~ v —FifE=F /v (1+1) 5mL 9> T4 [E¥EF L, Eik%EIE
WA T BTN Z, WREHBRFETAHO ESRIZETHE T F LT 3-0H HLRT7Z
VEREHESES, Bty —Fig=T v (1+41) 20 mL &7 7 A2 Z CIA
BRICIEH S8, IR Z 40 °C LLTFOKIB TR 1 mL F TRERM L=k, £5
TR %1k CHLET 5,

Fefg—F /L imL Z N2 TR EZ RN LTk, ~F o amLzmzx <, 77
LAVER N 2 RUEHER & T 5,

717 NALER T3 VUBTFNI=AT A (690mg) 4 EEEET T L SmL LU

X4 SmL CTIERVEST 5,

BRI Z X =07 AT AL, WREDFARTAHO LEGIZET 5 E TR ST 5,
50MLDORTT 7 A% I =0T LOTFICEE, REHAKDOA> TW2TIE
T I Ak ~FH Ly —FEET T L (3+2) 5mL PO T 3P L, BER A AR 2
=H T LM, REDFRTAAID FiGIZET D5 E T F LT 3-OH ANVART 7
VEREHSES, HiaAFhy —HER=TF L (3+42) 5mLEI =T AIZMA T
RIS &8, WK A 40 °C L FOKIB T 1 mL £ THUERME L -4, %=
FHA LS CTHET D, 7T h=FU /L 2 mL & EMEEICINZ TEREMEREL,
k7 v~ 7775807 MVERSHTEHT X 2HEICMT 25BHAK & 2,

Wik n~ b7 T 727 AREEGHEE RUBHRIR A UME 3-OH IV R T T v

AR 2 ub 2RIk 7 v~ N7 77 2 0T ARV RSHEHTIEA L, BIRKIS
M7 v~ 77 8%55,

W S il

(k7 v~ ~7Z 7¥)

71 7 Lo F I ETINT I AT Y TV T A (B 2.0
mm. £ & 150 mm, K& 5um) *5

T HfE W 2mmol/lL Hife 7 v = A—T v h=FU L
(95+5) — 10 min — (10+90) (5 min f&£F)

it : 0.2 mL/min

W
BZ A fH R £ 40°C



At

(% 7 DAVE BTt
i H i

A4 F v fb i
A4 A v RO
T NNR— g R
¥y v 7V —HEE:
a - v H A

a2 — v B

o ) g v H A
al T g F—
T = X — A F v

i 6)

D DU E AR By At

Tl 7 b AT L—A A1k (ESI) # (IEA 4>
E—R)

150 °C

N2 (1,000 L/h, 500 °C)

3.1kV

: N2 (50 L/h)

THEROLEBDY

: Ar (0.4 Pa)

TEOLEDY
TEOLEDY

# 3-O0H WK 7 T v ORIESME

FUh—Y—  FREIMES  a—r  ayUa
ME X G E A TR HRA BE  TRF—
(m/z) (m/z) (m/z) ) (eV)
\ 1 - 2 14
3OHIART T 238 63 8
— 181 28 10

BOBONEBEBRMUSHEHZ o~ b 7T A0 E— 75 S THfEZ RO

THEREZIER L, BT D 3-0H L R7 T o B2HEHT 57T,

GFP-95 (HillL#/ERT#) MIZZ i EREDO LD

InertSep K-solute (5 mL fR£FH)

DD

(VA =2 8) T2 LA

JEIL 1 mL/min FRE L35, LB U THREI~=F— NV REEHT 5,

4 Sep-Pak Plus Silica Cartridge (Waters i) (242K &ED U — 3 — & ik
L7eb DT T &R
5 Mightysil RP-18 GP (BdH(LFHR) XX REDH D
6 XevoTQD (Waters ) (2 2 S44:451

7 HANRT T UBICHRRETLSAE. 220933 23k LD,

RN
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(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 FICESE, REHAKRD A -
TWERTIETZ 7 A3z ~%% 2 10 mL 95T 3 [\IPF L, PEiRE 7 A2
2, WWEPFETAHD FIGIZETH2E TR FLTX ) ATFF X — MRS 5,
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 D53 % 50 mL 72T 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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‘j——

A

LRBHRIR &35,

Fimdrsa~ N7 T 7 4 —

Bl

BT A AFLUVE o AR P U EAR S T A (P 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

R tH

5
il = 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)

A7Y v kLA (605)

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

(B%E) GIEN) T —a v

* BB R K OV U RS FE

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




« JL[R]EABR

FAhER FHIE UOMMPREE R sedr Uk RIS E

PRORE  mesm s (mgkg (%) RSD, (%) RSDe 0 O
R B I & ) 5 0 0.1 98.4 3.4 7.7 0.35
- EETRE (HE—BREIC X MR B 0.01 mgrkg
(%) rsu~< k27F LH)
A B L
f |
tor Hh
ﬁ | N |
e | o kil |
SRR, SRS TS
IRH509RE, 5 13430978, 5

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 THK 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 mLRFFA) AR, 10 rRERE T 5, 300 mL TR
TAAENT LD FICEE, REHREDOAN> TWERTET T A az~FH
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10 mL §°2>°C 3 |y L, Tk EZNAR T 7 L2z, WiE 2378 CAAID EiglcE
THETHIFLTCEF Y 7 X U ABEHEES, BIZAFH o 70mL 20 7 22z
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, BT LR NZHET 2R EHEIR & 35,

BT NAVER || HEWAWKE 5.0 mL 25 NEHE s u~ N T 7IZEAL, v FX

VIR T A4 E 100mL DT T T A3 E L, 40°C L FOKIBTIEE
A EREET D E THUERME L7ch, ER T AL LS CTHiET 5, ~FHhor—v=
Frxz—7)b (1+41) 5 mL ZMx TEREMZ BN L. 77 208 124 23
BHaWR &4 2,
FNREI v~ NI T 7 40— B
T A AFLUVE ARV UESE S T A (£ 20 mm,
£ & 300 mm, RifE 15 um)
H—=KATFL: AF LI ARCPB U ESEDT T L (FE 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 E2E-> THETS, ~FF > 1mL %
EFECINZ CHREMERN L, WA~ 7T 7 4 —ICtd 2R HATKRE T 5

3
o

HAZa~< 777 40—  BEHEREOE v 7 ¥ U ERERS L UL 2 W A7 1

~ N7 T TIEANRAL, Ju~ NI T LEGED,
HIES B
i s R AR
7 7 LA Ry T BT A (50% 7 = =/L—50%
AFLRYvaxhra—7 07 A 025mm, K
X 30m, FEE 0.25um) *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)
OB A R B 140 °C



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

. ; IR, WANENEE R UK
s ORE (mg/kg) PR L (%) RSD, (%)
ik 7 £ O B A k) 1 3 97.6 11
0.1 3 88.1 3.4
A A E B A e 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
EovAZL 10 3 101 5.2
0.1 3 111 3.4
a— I NT 7 4— K 1 3 93.1 8.8
0.1 3 107 6.9
TIVT 7 IV T 7o~A 1 3 95.7 13
0.1 3 116 8.5
- S [E R

FahE AR OWHINERE RNENE s UkE EREEURSE

Aok o FE¥E BEH BREX  (mgkg) (%) RSD. (%) RSDs (%) HorRat
Rk E R E A s 8 0 0.5 98.8 6.2 21 1.2
INGE 8 0 0.5 93.4 6.4 21 1.2
EHobvAZL 8 0 10 88.5 1.7 17 15

- EE TR (E—RBR=IC X DR B 0.1 mg/kg
- RRHNRR (R—3BREIC X SR B 0.03 mgrkg
(2%5) Za~ h7 7 L0

e}
A
ol
l_!!E
EECisi )

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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T OMEHAIR & T 5,

BT LB N TE2 T ) Fa A YT Y B AL =T 5 (360 mg) 8
DRIV AT NI =HT 5 (690 mg) *° Z i L, FFic—F /L 10 mL THEN
T 5, REHRIR 2 mL % X =77 AT EMIZAIL, WWEAFTE TAAO Bz
LETHHSES, FICHBRTFLVI8mML 2 =0 7 AI2MA, RERICHH S &
%o 50MLDORTIET T AEI=NTALAOFICEE, 7 10MLEZI =0
T LA REDNFETAR O ESET 52 F TR F LT U AR — MNFgks
WHEE5, iz, 73770y UMby VANV I =T 5% 13T L, 7
T hr—Kk (19+41) 10mL Z2 U B FNANI=H T AIMZTH VU AP — FiFER
IR EE D, WHIKEE 50 °C LLFOKIB TIE & A CHE[ET 2 & CRUEEM L7-
%, BHEH ALK THIET 5, 0.01 VIV XERIRIE 1 mL Z IEMEIC N2 CTHREY
BWMNHLES ks n~ 578 07 ARERBSIFHICE D HEICHT 5
BHAWR & T %,

FEWERR DOFE R 7' ) AR — MEHERR 1mL & 200mL OB T T A 2 | ZIERE
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 DHBEOEER RS 5,

Wik v~ N 777807 ARV ESHTEHI L DHE  BUBHATR K OB AEAE R &
S5uL gtk v~ 77 74 7 DB ESHTEHIEA L, BIRKISHEH 7
~ NS LEES,

WESME fl

(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
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o2 — : N, (50 L/h)
C FTEROEBY
=Y ¥ g v H A Ar (0.2 mL/min)
APV RAF— FTEOLEED
T =X — A F v FTEROEEBY
#& 7 URY— FFEEERORESE
TVh—H— TaF I a—y  avar

B
F o

o - v

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

&t A EonBRE o 7 a~ 772057 ) A — FBEERO B —

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 —
NP MY LR DAY — MEEERICHFERLL, VR —FELTE
=95,
JdIE 2~3 mL/min & 3%, HEIZS U TR~ =FR—L LT 5,
Oasis HLB (Waters ., U ¥ — R—% & 6mL) I N EFZEDOLD
Oasis MCX Plus (Waters ) XX Z L RO H O
50 mL O TT7 7 A3z [N LH5E120F, FRRICEEL 2%, mibikzx
DEDKT 200 mL DRTIET 7 23l L, FERICHT 2 30BHET &
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 #) (234 72K & D Y Y — R —Z 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

b A~ W N

(2%E) GIHEN) FT—a v
* BMENRER K OVl U kg B

St i WIE . IIEITES OB UK S
HOR O R (mgkg) L Rep (96) RSD, (%)
TINT 7ILT 7o ~A 20 3 81.4 9.4
120 3 78.2 8.3
- e [E]EER
- . FHahst  mHER O RIEE RNEIRE  spgE ks SREBUSE
B O FEIE e i HorRat
AROIE mas mEH (ngkg (%) RSD, (%)  RSDs (%)
TINT 7T 7oA 8 2 120 77.9 10 12 15




- ER TR (HE—RBREIC X DR Bk 20 mo/kg
s B TR (BRI & D HERR) B 6 mg/kg
(%) su~ 7T AP

fhe}

1o
—_—

0 2 4 8 13 10
%4097, 55

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

733 BV T I BRAEBEKOT A I~ NI T 7LD RERSITIE
H2Hi LIk B,

74 TRV —F G-AFNRAT 4 =a7abF BRI ON-TEF VT IVRESR—

NEETe, )
741 VT I BREBIOWRIE I a~ T T T X T DREESITENC X BRI
CARIREA

B3I SITL D,

742 TNVKRTFR— MR OZEOREMOWRIK s v~ N7 T 7 % T ZUE &SRR
W & B RIS A ik
w324k D,

743 HVUT I )BRAEBIHKOT A7 a~ N T 72X D REHISITE
Ho2Ei 1Tk A,

75 L IVXRUAAFIL
75.1 B o HAr7u~ NTT7 ITEESTEHCL D —FoE
EI3HLIZTXK D,

76 rmaFT=r

761 AIX TR, raFTr=Ury V)T 7T UROFT A RNFY LAORRIEK
vma~ N7T 78T MRVEESHTENT X B [RIRE S HTIE
I 17k 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
IanNTxrTrELT002~l g 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 RENRREH O UL MY U ARHK (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%, DO =M7 7 2 afRARENARDEDO~FTH - THREFL., WWKELD 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 CHET D E CRUEIRM Lo, EFH A%k CTHET 5,

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
Ho[E % £ TRULRME Lok, EF T A2 ko T T 2,

TER=FU2mL ZEMICINZ THEREMEENL, AT 70T 40—
(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
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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 PR O (R—3BR=EIC X DR Bl & fid Bkt 0.025 mg/kg. Bz AEL T

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

841 BIOHAIZu~ NI 7EESNEFHICL D —FoiE
HI3Ei LKA,
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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 SHrEkEE 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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& A ERLET D ETHIERM T 5, REMICHEAT N Y U LEFEHE 20 mL Z2 0
A BT LAE N DREHRIR & 5,

7T LALER | RBHAR LA A Y 7+ 55 5 (20 mL {REH) F21T AdL.

5MEET 5, 300mLDRTIET T Aa%kHhT7 L0 FICES, REHRIERDO A -
TWERTHT I Aa% s 7 a~k$ L 25mL o T4 B L, WiRAIER D
THIMZ, WERFECARO EmICETAHIETHEFLTZ eIV T Aa %
WHESES, Flov o~ 50ml 25 7 A2NA CTRERICEH S S S, &
iz 40 °C L F ORI TIE & A CHLIE 5 £ THIERN L2k, BRI A &%
o> CHLET 5,

ANEFP =T Ry (9+1) S5mL ZINZ TEREWZE L, BT LAE 1t
T HMEHAIR & T 5,

A7 LALEE Wifg) Y oA (HEK) 59 (45~565¢9) . VA~ XU L5

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,

A7 LNALER NI YUBTNI=HT A (690 mg) R EAFY L —VEF LT —

T (17+3) 10 mL THiFT 5,

REHAR Z X =07 M AN, BEHEIRDO A > TV TR T T A az~F
=Yz F )Lz —F/b (17+3) 3 mL o T 2 [HWF L., WK ZIEK I =7 T A
Wz, mHEE5, 50 mL DR T 7 7 A az2I=T LD FIEE, ~FH
=V FNE—T)L (7+3) 10mL ZI=H T AIZMATZ a7 )y Xua s
IR S, W Z 40 °C L FOKIRTIZ & A EHIE T 5 % TRUERME L 721
ERIT A ko> CTHET 5,

TERr=FU 25 mL ZIEFEICNZ TEREDEEN L, AT T 7 404
— (fJLEE 05 um LLF) TAMEL, k7 v~ s I 7 ¢ =T 250 &
T2,

ks n< 777 0— WBHRRNEOE 7 o7 Xn CREERSS 20 L &

Wik o~ 7 7ICFEAL, Za~ 70555,
HWESM Bl
RO g8 AN E RS (B - 260 nm)



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,



BIRUSHR 7 v~ 7

(k7 o~ s 75 78
Vel 7 UN
w i i
i H
hT A KR E
(& v F DRE B
i e

A & ¥ b ik

A4 A4 v R R E

LEGD,

)

AT BTN I AT Y TG T A (NER 2.0
mm, & & 150 mm, KifE 3um) *2

: 2 mmol/L BEfE 7 > & = 7 AVAHR — 2 mmol/L HElg 7
VRS LEGEHAY ) — IR (7+3) (0.2 min %
) — 125min— (1+19) (2.5 min f&Ff) —

2 min— (7+3) (12 min f&¥F)

: 0.2 mL/min
: 40 °C
%[5‘7“)
: U ER RS & M At
L7 hrAF L —AFAbiE (EA A E—
)
: 120 °C

T Y N_—3 3 2 H AN, (700 L/h, 350 °C)

¥y v 7 U —®&E:30kV
= — ¥ H A :N; (50L/h)
. — v E O E:TRDOEBD

= Y ¥ g v H A :Ar (0.25 mL/min)

al) Vg X —: TEOLEBD
T = X — A4 F v TEROEEBD
£ oy 7y AORESMS
TV h—Y— TR T A - ayYVay
=
BIE A S ore CEEE WRA gy maaes
(mfz) (mfz) (mfz) (eV)
yaLra 7y A 214 172 — 20 _
7 _ 154 20

B Bon@RUSHmt s nv N7 T LD E— 7 TG S 2K

THERZ Bl L, SR

DruLTaTy AEEEETS,

7 1 InertSep GC/PSA (V—= %A = AM) FZNERZEDHL D
2 Capcell Pak CIS MG I (K Y —#H) XX REDH D
3 ACQUITY TQD (Waters #) |2 X % £/
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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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890 7o)~ YL— kK
89.1 EEDHT A u~ NI T TEESIEHICL A —FOWE
HWI3HiLITX A,

89.2 AHEZRRKOEET I RZREHKO T A7 a~ N 7T 7128 52D EE
W2HEiZ T A,

893 HARIVwu~w s 77k
A HEOCHH

1) 7uaaAxrvb— MEHER 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,

2) AR~ TR T L 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

oo HoWEEl 109 A4 001 g DHTETEDY . TOEAFIH 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%
77O TICES, fitiEE AR (5 B) TRSIAWLIHE, Lo =#A
TIAAROESHEIERTE b= FVU/L—/K (7+3) 50 mL Ty L. [REEEICK
FlAET 5, BIZ7E M= L—0K (7T43) 2287 7 A2 OERETMZ,
AT 23 BHAK & 3%,

i) P AEHAIR 100 mL 2 H L0 UM T U o AEHE (5 wivde) 250 mL
K OA~FH 2 50 mL & AdL7z 500 mL D53k F A IR %, ikiEF A % 543
P L <RV IBE-%5E L, KE (F/E) % 500 mL O3 &EF B IZAfL, ~
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
77 AR AETHBLTZER, DO =A7 7 2 a LOARENAKRD ED~
XU THREF L, RIRELOAREBEBL CAHAREADED, A% 40 °CLLTD
KB TIZE A CHZET 5 F THIERM Lok, ER T A Eiko THRET 2,

W &~ 30 mL T 100 mL O 3ilE}; Clic L, Bic7t b=k v
—7K (100+1) 30mL ANz %, 53iE=FC A& 5L <RV IBE - HEHE L.
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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—yxzFro—7/0 (4+41) 100 mL 240 7 KNI A 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. FERICESI AT 5, TICERET7 T AOERETTE N EZMZD, 2D
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 LHLER | ABHRIKIZ Y U (1+11) 5 mL 2Nz 7=, LAy A4 Y o+

HF 5 (10 mLAREA) FLic A L, 10 45REET 5, 200mL ORTIHT T 2=
AT ADOTICES, MBHARKDOA> TWERTIETY T 2Aaz~%H 2 5mL T
DT 2MEIPEHE L, WiRZINAR T 7 22Nz, 2T TARO ESEllEST 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
T, BEI ALY CHET D,

vrua~dHr =78 Ry (441) 10 mL ZIERECINZ CEREMEENL, A
YT 4 nF— (L 05 pm LUF) TAEBL, U7 LR 11 2k 2550k
WiRET 5,

BT N HEHA 5.0 mL # X VEE s/ u~ NS 7IZEAL, Zuea X

0= LA T D& 100mL O T T 7 AT E L, 40°C LA FOKIBET
T A ERET D E CTRERM LIk, ER T A%k THET 5, B2 T3
B ARE DAL, ~F o —YoF o —F )0 (4+1) 6 mL # Nz TEEY %
WL, BT DB I CHT 5 3BHAIR &+ 5, FEROGAETT. AR 2 mL
ZIEWICMZ TEEMEEN L, A7 a~ 7T 7EESNEHIT L 2 HIE It
TOREHAK LT D,
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)
wWOBE W v runtHhr—7TE N (441)
i # : 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,

MBI Z X =7 7 DA, RELAFTTAHIO FEGIZET 2 £ TR S5,
REHE D N> CW e T 7 T Aar~FHh o —VoF o —7/1 (4+1) 2
mL 20T 2 BIEE L, BRIRZIAR I =5 7 22N A, WA TAAIO Eigic
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
ETHETHMILTZ e un= VAR SE 5, BWHK%Z 40 °C LLFOKKE T



F & A EHET D E TR L%, BRI A2k TLET S,
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
0.25 mm, K& 30m, fE/F 0.25 pm) 4
* ¥ U ¥ — & A :He (1.0 mL/min)
RO & AN B ATUv LR (609)
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 ) XXzt R%ED L O
5 GC7890A/5973C (Agilent Technologies H) (2 X % 544
(3%) HIERNY) T —va v
« WINENN SR K O U RS EE

o ; WA .. WME R o UAE &
ABOMR g EL (%) RSD, (%)
Filh 6 B L £ A 0.0044 3 103 8.0
0.089 3 110 6.5
B 0.01 3 88.5 4.0
0.2 3 104 43
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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)
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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,



(BE) GIEAN) T —a»
- WINEI =R R UYL A

e ; WIRE WINEN R GRS
HHORR (mgkg) PR (%) RSD, (%)
7T aA7—EE % MBS R 0.01 3 93.3 6.2
0.02 3 95.0 2.6
0.2 3 84.8 6.9
PR AR E R EC A A 0.01 3 95.0 5.3
0.02 3 95.8 5.4
0.2 3 88.0 4.2
LA 0.01 3 93.3 31
0.02 3 94.2 3.1
0.2 3 96.6 2.2
ZNFHLE 0.2 3 90.0 5.6
0.4 3 97.5 2.6
4 3 97.2 1.0
FGA P FGAA 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

Ak FEHR

WOV EE WRINEI % s U SR SRR

ARk o TR BEH RER  (mgkg) (%) RSD. (%) RSDs (%) HorRat
TR B RS e 7 0 0.05 92.3 4.7 12 0.53
EobAZL 7 0 0.05 86.9 3.3 12 0.54
2N ERLE 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

0 10 | 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

0 0 20 30 40 50
ESEiE i)

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 TUHh N (36-vr/mrnu2-v Fad ZBER (LLFAREIIZEBWT IDCSA] &

9. ) MUONDCSA B kaEte, )
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041 HARY B~ T T T ARG ED

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,

B aE 7o~ —Fg=F /L (441) 2mL T1O0mL D&Y T X 2|2
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,



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 £
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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,

A7 v~ 7T 7 EESIFHT X DHE 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
al 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
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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,

Wik a~ W7o 78207 MRVEESHFHZ L AHE S aUBHATR K OV IR 2t
TERRRIR G IEMERRS 5 UL 2k a~ N 77 72 07 ZMVERSHIRHTEA L,
BIRSREZ a~ N7 T L EGD,

WIESME fl
(k7 v~ ~ 7 Z 7¥)

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
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200

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

BB EERGRINZ v~ 7T A0 B YN DCSA, Vv
/R-8C K ONDCSA-Ce D V' — 7 [ fl & 3R 6O CTNEEHEIRIZ K 0 M 2 Ek L, &
Bt oY NER T DCSA &EZ2 KDk, kRXICKXVRAEBFDOUH N
(DCSA K UNDCSA fu&a ik a&te, ) EE2HMT D,

e D N (DCSA L O'DCSA faa ik x &te, ) & (mglkg) =A+1.07

x B

A BRERDOROTZRAEF O T R OIRE (mg/kg)
B : MREMMN DO ROIZFEH D DCSA DIREE (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 RERNEEGHRE LCRAT Y S ENDCSA X, P8 (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 ¢, #7f% 40 um, U ¥ — —F&

6mL) XIZZNEFEFDHD

6 InertsilPh (YV—== ¥ A = 2B X2 ERZEDH D

7 Xevo TQD (Waters ) (2 L 5 5441



(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,

201
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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> L72 i &2 Mz . 2 mol/L /Kf&fbF R YU 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 &
Btk =7 7 2 32 AL, 1mol/L ¥l 15 mL 21z 15 pMEFE T 5, 7k
k% 50 mL (RZAXEIX 150 mL) ANz, 30 4 fElE v ¥ T3 %, 100 mL @
e E 7 7 A3 (HHEIX 200 ML OoBEe& 7 7 A a) 27 7 F—F}DF



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 LALER S 5 REHARIR & T 5,

BT LA 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 UL T £ CRERM L, V7 /LR A ~OEBICH 2R EHAK & T 5,

U a VR A~OERE  EHAR Z 200 mL D43 HETRF A IS AL, AREREIR DO 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 2 3RHAIR & 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—b (49+1) 0.5 mL Zh1%. 40 °C LLF
DK T 1mL LT E CTHIEEME L7k, @RI A% 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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HESRM Bl
(HAZ v~ h7T7H)
7 7 LA RERI Yy ET V- T7 A GRT = =b—
5% AF LAY LT ==L inm ko AbEhE
A/ NFE0.25mm, £ 30m, fEE 0.25 um) 8
* ¥ U ¥ — & Z:He (1.0 mL/min)
AR B A kAT VU v hLX (605)
OB B N R 250 °C
717 A B B 60°C (1 min f&Ff) — HR 15 °C/min— 280 °C (5

min {&+f)
(B &I EHa™e)
i H 5 DU E AR BT R
A4 A v fb H:BBrAA (ED &
A B —T7 = —ARE ;280 °C
A4 #F v Ji iR JE:230°C
A4 A4 v fb & E  :70eV
T = X — A F v EEAA miz 185, MERA A miz 109
7t ) BoNTEBRIRA A U RE 7~ N7 T 400 E— 7 mEIEE S 2K

O THEREERL, REFOY 7Rz (FL REVZ /LR A LR L
LbOEET, ) OEREHEMT 5,
1 ARETEH, REFoFL REY e AR EBm L, AhoY s m R
AL LTEET 5,
2 HREITHEDE L7IRBETIT O,
3 RETEARVWED, HRERT S,
4 Chem Elut (Agilent Technologies ) (X Z L &L RI%ED EH D
5 VZulARRAFERLLTWVWOT, BRETAZRERLNICE S THE S
HT L,
6 Sep-Pak Plus Silica Cartridge (Waters ) [Zif 472K & D U — /N —Z 38
L7EbDOXITZNERED S D
7 VEEIL 2~3 mL/min &5, MLEITEUTRSIv=A—V FE2EHT 5,
8 TRACE TR-5MS (Thermo Scientific ) XX ZiL ERZ%ED O
9 GCMS-QP2010 (SEHERTR) 12 X 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,
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100 7 U bk
100.1 K7~ ~N7Z 71k

206

1)

2)

i

A HECHH

T Ty MEAEFIR Y27 U b [Ci2H12N2Brz) 20 mg % 0.01 mg O#7E T
/Y, ZOEEATLEL, 100 mL DGR ET T XA 2T AfL, HEEE (0.01 mol/L)
Mz TEWEML, BICHEH £ CTHEEE (0.01 mol/lL) 2Mx TP 27 Uy MEAERIK
TS (ZOBRKImLIZ, P70y hELT02mgEalT 5, )
b1 A o AZHksE  (NatiY) SRERVERG A A v 22 HukstiE™ ¢t 100 g (99.5~100.4
) #E-T, 500mL =475 Z=alZAf., /K300 mL Zx ThHhxEE, b
BHREEZETDH, FBRHEDOpH N 6.8~721270 5 £ T ORIELR VIR L 721,
K 300 mL A C—HEFET D, KICZOBIRICKEEIET MU 7 ARK (2
mol/L) 200 mL Z Mz T/ ERE, EEAKEZE TS, EEAWKO pH 28 12 DL E
72D EFTZOBRMEZMBEVIR L%, KT FU ¥ LK (2 mol/L) 200 mL
EMZC—REFET 5, WICZOMARIZAK 300 mL 21z T RE, BB
EEETDH, EEREDO pH N 6.8~721272 5 F T ORIEEMEY IR LT-%. 7K 300
mL Z 0z CTRFUZLRAFET D,

B & =3
H MK 10 g 2 001 g DHTETEY . ZOHEZFLHEL L. 500 mL @
BT T T A AN, Bk (1+2) 90mL. #EA 3~4 ki Kk N U =i 2~3 i
EINZ, BiRmHE 2B L, 5 R TNE L T 5,

500 ML D E—H—% 7 7 F—iR}0 FIC@E &, Mgz 77 2l AT 2 T
W5l AL, DT T T A2 ROk S ZNARAK 50 mL THE L, [R5
AT 5, FIZZDOARITKEMZTH 200 mL & L, D pH ZKEE{LT KV
U LYEWK (12 mol/L) T 8.9~9.1 IZFRFET 5, 500 mL D =7 T A%k T 7 ) —
O TFIC@EE, ARE T T ABHEARKRE 2 TRFIAB L, Lo —h—KTA
A NER D BOKTHE L, FERICRGIAB L, AiRE T T 20T 5308
WL+ 5,

A7 DALER A A 2 st (Na ) 20 7 2% (R 15mm) (1 6cm D

I FE T LiAA, K20 mL 202 THRE AT CTAAIO a6 3 mm O & S 272
HETHHSE, 77 L2530T 5,

RENAR & 71 7 DAL, BEHERD N> TWe =47 T A az/b&oKTH
Bl YeilE D7 2SNz, WEAFECARO B s 3 mm OF SICET S %
THHEESES3, K100 mL 25 T A2, FEEICHHE S ®, 75 L5428
%, LAFREEIC, HE2 (2 mol/L) 50 mL. 7K 100 mL, (b7 =2 LiEik (5
w/v%) 50 mL K& OVK 100 mL ZNER B 7 MTINZ, 7 AZ2HET 5,

100 ML OEE7 7 A% 7 5O FITES, LT E=0 L%H (5 mol/L)
50mL AW T AIMATY 7Yy hEREHSELES, BIC2&ET 7 AT OERE
THALT v E=v LK (5mol/L) &Nz, @izt 23 EHEK & 3%,

G ginld PUBHA W 5 mL & 100 mL O 23R HIZIEMEZ AFL, KER{IET R U o A%

W (12mol/L) 25mL X ON7 = U o7 b U o AR (1wivde) 1mL 2% T



i

At

BIEVIRE D, Z7unkibh 20 mL 2O 5ERHIMZ ., 5% %ﬁb<%@
RETZHEL, Z7eokLrvhEg (THE) 2=/A7 723l Ahbd, KEBIRIZ
guAR/ALL20mLEZ A, FRICEIEL, Zaakva@aleo=M77 23l
Gbhb¥b, Zaun RV AEE#EEORE ST Y U A (EK) THRKL, 100 mL
DT T7 7 A2IAHM| (5 A) THABLEE, KO=MAT7T72Aa RO A%
ER /P ED 7 vaa kL ATHREFL, KO AMEBEL CAHREADLED, ARE
40 °C LU F ORI TIZE A CHL[ET 5 £ THUERME Lok, ER T A& ko THL
Ed 5,

K=Tr=FU/ (9+1) 2mL % EFEICIMZ TEREMEEN L, AT T
T4 Z— (FLEE 05 um LUIF) TA@L, ks~ 777 0 —2ftT 5K
BHAK &3 %,

RIFFIZY 7 Uy MERERHE 1mL L OMELT V=7 A (5mol/L) 5mL %
100 mL D53 RN IEREIC AFL, BUEHAIR & Rl —SfF Ttk 3 %,

K=TEr=FrVUL (9+1) 2 mL Z EfECNZ TEREDZENL, AT T
T4 — (L 0S5 umELF) TAIEBL, HIZAK—T& h=hKVU /L (9+1) TIE
MEWCAIR L, 1mLHicy 7 Uy h& LT0.01~05 ng MY EE2EH T HE DO
HeWk 2 B3 5,

Krm~ 777 40— HEHERE OSIEERS 20 L 2 ikik 7 v~ v 77 7

WZEAL, 78~ N T 85155,

HIES B
oo A
BT

0

cacot AR (B R 0 368 nm, #OLI & 430 nm)

AT BTN I ALY BT H T A (N 4.6 mm, K
X 250 mm, KIf%5um) *4

woOBE W K—TER=FUL (9+1)

>

i & : 1.0 mL/min
ﬁ7AﬁmF-mm
A Son-Zu~ N T AL E—JHBZ RO THRERZEMRL. R

ﬂ¢@9a7y%i% LT 5,
1 AG 50W-X8 H'! (Kifg 200~100 A 3 =) (Bio-Rad Laboratories )
LN EFRFEDOHD
2 GF/A (Whatman ) XIZZ#ERI%EDH D
3 BEEERFOFEIT 10 mL/min, ¥ HEEOFEIL 10 mL/h &35,
4  Symmetry Cis (Waters ) XX Z N & RSO H D
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(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 OHiE 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 T AT A4 —EDTA K& I 2 THEEHERIR
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,

AF AL REHATRICHREEKFET N7 7 F AT =T LIRS 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
SHiza o b A F AR 20 mL 2%, 3 MM LIV IRYE, VX7 K~ ¥
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
OIHAETE DL E TN Z 5, FIZFEBEOBRIEZITV., FE% 1,500xg T 5 4y M
ODoBET 5, KE (B 2T, TEAHEEOMET NY v A (oK) CTHK
L. EHHIZ200 ML ORTTET T 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
BHARR & T %,

[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
Kowv~< 777 4 —1CiT HEER AT D,

717 HAVER BT AV S I =T L (1,710mg) "2E T h=hKVU /L 10mL T
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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 L & [R%D

Ho
4 Wakosil-II 5C18 HG (& 1+ 7 A /L AFEHIZESED) iZ ot RZED L O



(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@R1ImLiE, Y740 RXuarbtLlT02mgzahaT
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,

212



[—] =

B T =

il B oWraE5~10g 2 BT 44 E CTRED . TOHEAFL&E L, 200 mL
DK =AT7 T A AN, K 15mL 2 CE L, 30 oMEFER, HicT &
F=hrU/L80 mLZNZ, 30 3M#EY IEBE CTHIHT 5, 500 mL OR2TH 7 T A
2% 77—} OTICES, MlEE AH (5 fE B) TWAlAB L%, D
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 T 2 EHNER E T 5,

T LE T RERRIEE SN A Yo T A (20 mL RFER) T2 AR,
55 MHET 5, 300mLDORTIET T A% Hh T A0 FICES, REHRIED A -
TWEeRTIBT7 I XA ak~x¥ o —Ffg-F/L (1+41) 10 mL §7>T 3 [EFEE L,
PR ZNER B T DTN Z D, WA TARIO EIIGET S ETHREFLTY 7L
R EEHESED, B~ —Ffg=F/r (1+1) 90 mL 25 7 AiZ
Nz TRBRICEE I S, IWHIIKZ 40 °C LLFOKIBTlE & A SREET % &£ THRUE
BAE L7t BRI A%k THET D,

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

71T LNALER N AEHANE 5.0 mL #7 WViRiE s/ u~ T 7IZEAL, VTN
VAR UPEHT D454 100mL D72 T T A T4 L, 40 °C BLF O KR
TIEE A EHET 5 CRUERM L%, EF T A& %o TREd 5,

AFXH =T b (9+1) 5mL 2 TEREMEZE) L, 7 L8 1T
g 2 EHRIK & T2,
TVREIa~w NI T 7 40—
BT A ARAFLUVES ARV UESKES T A (N 20 mm,
£ & 300 mm, RifE 15 um)
H—=KBTL: ZAFLUIP AR URESEDT T L (FE 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 Ach ., FERICHH SE 5, 200 mL OATHT7 I 2 2%
BT LDTFICEE, ~FHFr—T by (4+41) 80mL &4 7 AITMRZTY 7L
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NU ARV EENSE D, WA 40 °C LT OKBTIEE A EHET 2 E TR
IR LT, BREN R E - THET S,
K—=T%rF=hVU/L (1+1) 25 mL ZEFEICMZ 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, EEFIRDO % 224-M ) 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 IEE CHIHT 5, 200 ML D& BT T A2
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77—} oTICES, fiHEE A (5 fE B) TWEI AR LHK, b=
7T AaAROESEIERTZ =KV /L—K (7+3) 50 mL T¥H L. FEEIC
WEl AT 5, BIZRET 7 AaDEMRETTE M=KV L—K (7T+3) Zx.,
R 23 EHEIR & 3 5,

B BUBHAK 100 mL 2 & 5722 CotfifkT M U v A% (5 w/v%) 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, ~FVUBEEEOMMBET Y va (JAK) THAKL, 300 mL ©7ed
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 LA rAE~ TR A 10 g (95105 g) KOWEEET R U A (MEK)

2g (1.8~229) #ZxhZEn~FTH A IREIE T 7 L% (W 15mm) (IZIEK
MUAI, REATE TAAIO By 3 mm OF SIETHETHRBESE, BT
L a il 5,

REHRIRZ 7 DA, REHARDO A > T\l T 7 T Aaz~FH 2 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, ~FHhor—V=Frz—7)b (4+1) 150 mL 20 T LTI T~ R
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,

A< b 777 4— RBHREA DK~V A MU RERERSS 1 uL 2 A

rma< I 7ICEAL, 7R~ N TAERGD,
e Bl
i i #r B A
7 7 LAYy T V=T 5 0% LY T vduT
DELAFIL—B0%S AF LAY uxtra—T 4
7. NEL0.25mm, & 30m, fEE 0.25um) 2



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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