113 v Aatr—u

113.1 AV YA b Z20MOREOWREK I v~ N7 77 5% 07 LB &SR
2 & % [RIRF oA ik
EI3H 21k D,

114 PAZ AR >

1141 XY T 7 AR ZOMDRIEDIRIK s v~ 7T 7% 07 LVE &G
FHIC X B RIRES AT IR
H3Mi2012k D,

115 Y AFE
1151 HAZma~< 7T 71

A HEOHH

VATV FENER VAFE RS [(CeH1004S2) 20 mg % 0.01 mg O E TH
V. TOHMEZTHEFEL, 100 mL DEET T 222 AN, 7% 20 mL 2%
TP L, FITERE T 224- R AF AR XU EZTY AT B U IEAEFR
TS (ZOR1ImLiX, PAFEELT02mg 2 a6 5, ) .

ERICE L T, BEEFK DO —%Z 224-F Y AF AR H =T b (4+1)
TEMICHFRL, 1mL FUICPAFEL L LT022 nug 28T 5HEDY AF
v URERER AT D,

B = =3

fh M B 10 g% 001 gDHTETED ., TOHMEEFE L, 200 mL O iz
ST T AAZAN, TER=FU =K (3+1) 20 mL 20z T L. 10 53fH
FrE%, FIC7 B b=RU L 100mL 2 00%, 30 0 RHE Y IBE T4 5,

300mL ORTET T Aa%2T7 7 F—w}O FICES, fitikz A# (5FB)
TWBI A LTI, O =AT7 7 AaRVPEIZNAXRT & =1 U /L 50mL TH
HL. RIS AT 5, AiiE 40 °C LA FOKIBTIEE A CHET 5 £ T
JEVRAME L7oth, IR A& ko THET 5,

vruan~ndtr—7% b (743) 10 mL & EEICNZ TREDEZIENL, =
DiE % 10 mL O IAei DILEE (C AL, 1,500xg T 5 s LoiEd 5, LA
WEAT 77 40— (FLEOSum L) TAWL, 77 AUEE 12T %
RENAR & T 5,

HT AT REHRIE S.0mL 27 WiRiE s n~ N7 T 7IZHEAL, VAT E Y
DT 2 5% 100 mL O/ T 7 7 A2 |Z0B L, K% 40 °C LR DK
WTIZE A CRLET 2 E TRUERM L e, ER8 T A%k THET 5,

224-FURAF AR Zr—T® by (441) 2.5mL Z IEfECIN X CRE Y % 1K
22U BT A ST 2R & T 5,

TNRGB v~ N7 T 7 40—

T A AFLUVESARUEUHEAERS T A (N 20 mm,
£ & 300 mm, RIfE 15 pm)
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H—=RHBFTAh: AF LI A_RUPBUHEAERD T A (N 20 mm,
£ & 100 mm, RIFE 15 pm)

V7

o Bt W ru~x¥dro—7%krr (743)
i # : 5 mL/min
2N

5y W W 47 : 85~125mL
T LT RENARE AR A~ 7 32T LI =T L (100mg) FHTA
. FIDOFHK lmL 28T, ZO%OWHK ImLE A7~ 7T 7 41—
(S DA & T 5,
A va~ 777 40— BEHERKOKE VAT EMERERS 2 L A7 "1
<~ NI T 7IZEAL, Ju~ T T LESD,
HIESE fl
i t R ERIE A AURBAT oV —)
Vi) 7 L ERATERIS Yy E T =T A 5%V T 2= —95%
CAFNRY vaxtra—7 7 NE0.32 mm,
K& 30m, EE 0.25 um) 2
¥+ U ¥ — 4 & :He (1.8 mL/min)
AA 2T w7 HA N, (30 mL/min)
# okt 4 A :H, (75 mL/min)
By B o A iikEzEi (100 mL/min)
OB B AN AUy LR (605s)
OB A I B ;250 °C
717 A R FE 80 °C (2min fREF) — FHE 10 °C/min— 250 °C (10 min
PREF)
o % IR £ 280°C
" Bonims/e~ NI ANLE—JEHBIEIEY -7 & SO FRE R
DTHREMEER L, AEfFOTAF L BEEHTT 5,
£ 1 Sep-Pak VAC Florisil Cartridge (VU ¥ —/N—%5& 1 mL, Waters f{) XixZ i
LRIFED S D
2 DB-5 (Agilent Technologies ) X Zi & F%EDH D
(B28) SHEANY T —va v
< WSHNIEII R e ORI LA

5 WINRE .. WRINENN =R R U RS
PR OB (moke) %Y () RSD, (%)
%5 B A Rk 0.25 3 90.7 8.1
0.5 3 77.3 4.0
1 3 773 6.6
o A B2 & Rk 0.25 3 82.7 9.2
0.5 3 76.3 8.7
1 3 77.7 10
TNANT 7Ty 0.25 3 100 25
0.5 3 88.7 3.4
1 3 85.7 49




- S fm) RER

A mAE USHIEE WMEE s Uke ST

=Pn ¥

RO gsw B (mgke) (%) RSD, (%) RSDg (%)
5 B AR A AL 4 0 0.5 91.6 3.1 3.1
- EE TR (E—-RBR=EIC X 2R AE 0.1 mg/kg

(%) 7ua~ 77 L4

R

————————
{ R0

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

=SoEE

{

116 Y ATFIK

116.1 BIHROH Ao~ 7T 7EESNTFHT LD —F o
WALk A,

117 YA hx=—k

117.1 EIEROFT A7~ 7T 7EESNFHI XL 2 —Fohris

I 1ITX D,

1172 AV VREEO G A 7o~ 7T 71255 F%MESHE (0 1)
H2HEi 412X D,

118 v AU

118.1 AUV A Fu b ZOMOBEEDORKI v~ 7T 7% 7 KNWE &SR

2 & B RIS IR
H3HEi21 Tk B,

119 AL — |k
119.1 BEIEROFT A7~ 77 7EESIFHZ X 2 —Fohris
B3R LK A,

120 RBALAF L
1201 HAZua~ N7 T 71k
A HEORHR

1) VT4V U 0,0-VET )N S-ATFNAERER VT A VR 0,0-V=F )L S-
A F v [(CsHi3PS2) 25 mg % 0.01 mg OHFETEY ., TOHKMEETLHFKL, &> T
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100 mL D27 7 A3 ANL, ~FH 2N THEML, TITERE T~FH
VEMATOFAY VR 0,0-P=F )b S-AF VBRI Z 425 (Z0iE 1
mL %X, YFA4YV VB 0,0-V=F N S-AFNELTO025mg 2EAT 5, ) .

HRICE LT, EEFIRO —#E2~F U CEMICHRL, 1 mL FIZYF4
UUE 0,0-TF ) S AFILE LT 01~1.5 ug 256875880 0F 4 g
0,0-V T F )b §- A F)VEHEWE 2 Rfl4 5,

2) R CFFY UM 0,0-V=F ST =7 A 10mg (9.5~10.4mg) &

NN-U AFILRNAALAT I R 60mL IZIENT (EHEICHEST5, )
B E =

B, FENR YT AV T 2T Lk IIMTRREF 258 % 0.01 g DHTE TED |

FOEMEATELL, 500 mL © 17 5 2 3|2 A, HEER (HEK 30 mL %
ANT- BT APEENA 2 REEFE L, 60 °C OMEEAKMIZR L D) 15
R D, TO TR T T ATH BN U OHEE T pH & 2 ([ZFH%E L 72K 200 mL
LN 1-7% 7= 1mL Nz, BELICEKEEZEET S, 60 °C OKIH T=
F A A % i 60~80 mL/min T 60 533k > TRAL A F L% 4, HESE, UF
FV VBT AT AL EAITV, R HET 23 URHAIR & T 5,

Ui b0} EHAIR Ak b U o AR (5 w/iv%) 150 mL C 300 mL D4y kiR

SEACBL, A%V 2 50mL 2%, 3 SRRV IBEE-%EFET S, KB (F
J&) % 300 mL O 3kiRF BICAL, ~FX U (B8 2=M7 723l Ah
%o ~XH Y 50 mL 2R B I, RERICEMEL, ~F Y gato=
77 A HEbEDH, ~FXVUEEEEONREST N A (MEK) THRAKL,

200mL DR THT T AAHM (5FEA) THBLE®K, LO=MA7T7Aa k)
AREENAR D BED~FH o THEF L, WREALOAREZBE L THREGDOE D,

A% 40 °C LLF OKIETHI 2 mL F CTRULRAET' Lizth, D EO~FH L TI10
mL DEBETIZAIBL, BEICERET7 I RaDERE T~ 2ME, H A
ra~ h777 40— REHAK & T 5,

HA < NI T 7 4— BN R O F A VB 0,0-F =F )L S-AF )L

RS Tyl 2 W A7~ NI 7ICHEAL, Za~ 7705255,
WE St Bl

iy th MR EREE (VU URHEA T v E—)

7 7 LAy T )T A %Y T 2 =b—95%
CAF R vuxY o a—T7 07, NEL0.32 mm,
FE&30m, EE 025 um) "2

¥+ U ¥ — 4 & :He (1.5 mL/min)

AA T T T A N, (30 mL/min)

kB A4 A :H, (75 mL/min)

By B 0 A aEzEK (100 mL/min)

OB E N B ATy LA (605)

AOBFE AR B 230 °C



717 A R FE 60 °C (0.5 min fR¥F) —FR 20 °C/min— 80 °C (0.5 min
{#+F) — FE 10 °C/min— 160 °C (0.5 min {£:#F)
BOH #F IR 240°C
iR Bonlsu~v N ANDLE - EHBERD TREREERL, K
Kk B DOR{L ATV (CHBr) BE2HHT 5,
AEFFR DOEAL A F V&8 (ng/kg) =4x400%0.474
A BREBRNMOROIZARENAK L uL F O P F 4V Vg 0,0-F = F )L §- A
FILOEE (ng)
W1 EmESERNT &,
2 DB-5 (Agilent Technologies ) XX ZN & FR%FEDH D
(B%) HGINERNY) T —va v
« WRINTENI 3 e OV LS
WIRE

EIMENER R LR

el

=

YRRk ¢ L

(mgkg) (%) RSD, (%)
T8 FH D A f 0.125 3 97.8 6.5
0.25 3 9.6 43
0.5 3 95.2 9.5
Jo Bl A R 0.125 3 90.4 4.7
0.25 3 101 1.2
0.5 3 97.2 5.9
26 P i A i 0.125 3 92.4 2.9
0.25 3 101 7.4
0.5 3 91.8 7.7
- JLE R
SO RN HEhEt AR WRINEREE BB s Uk RREEEE HorRat

B WSS (mgke) (%) RSD, (%) RSDg (%)
2L 2F F il A fl Bt 5 0 0.25 2.5 6.1 6.2 0.31

- ER TR (H R R=I1C X 2HR) B 0.005 mg/kg
(%) 7u~ 7T L4

the)
5
i
JE NS T S —
0 4 &
SRS, %

AmEH (REfHICRIEAFILELTO0.25 mgkg HHEEHRM)
DAl A WN

121 IV AET =

1211 BEOT A o~ 77 7EEDIFHT LD —Foirik
EIH LKL B,
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122 Kb b 72 =LA X
1221 A7 ma~ ~NTZ 7k
A HEOHEHE

WAL RY 7 2 = VA XERERGR Hk b Y 7 2=/ A X [CisHisClSn) 20 mg %
0.01 mg OHTE TEY, ZTOEKMAEZTLE L, 100 mL DEET 7 A2 ZAIL, ~F
P EMZTEMNL, BIERE AT 2N T Y 7 2 =L 2 XfE %
iz 92 (Zo@ 1ImLiE, k) 7= 22X LC02mg 2EaHaT
%o ) o

B & 2

fh i INTEREL5~10g Z BT 4K E CTRY . TOEEZFH L, 200mL
DI =7 T AT AI, KI1I0mL ZMMx L, 5oMiFEg, FicAX )
—/L—3EEE (9+1) 70 mL ZNx, 30 7RIV IBE Tt %,

200mL D=7 T Aa%27 7 —F}OTFICES, kLA SHEB) T
WHl A LTk, MBDOAS TWE=AT7 T 2Aa RO ZIERA Z ) —L—
f2 (9+1) 10 mL T¥EH L., RERICERSI A L. Ak 2R RIS 9 2 30RNA TR &
T 5,

B o RENRRZEH O U MY U AR (10 wiv%) 50 mL & OV
ferF /L —~FH 2 (342) 50 mL % AdL7z 500 mL O3k A 2z,
WIRD N> CWIZ =7 T A azfiligTF /L 50mL T L, RiRE ok A
IZEDbE D, SR} A % 5 MM LRV IRE-%iFEL, K8 (ThE) %
500 mL O3 #EE}F B IZAN D, ik} B ICHE—F )L —~FH 2 (3+2) 50
mL ZH1Zx, 5 LR IBEZEFHE L, R TF L —~XH g (LE)
Z R A IG5, BITHKREF Al~F P 150mL 212 TR HIT
RYIRET% 30 HEFFEL. KELZET, =T LV —~F U EBx A7 7
A AND, BiE=TF N —~FH U ErEEomEST M) v A (EK) THik
L., 500 mL 72T T A IHREAMTHABT D, LO=M7 T X a KOk
SEIMERDEO~FY L THE L, WREEDOAREZBEL TAHAREEDLE D, 5
% 40 °C L F ORI Tl & A CHz[E T 5 F TRUERME L, HIZ~F %2 10 mL
FTOEMZ THRBRIZ 2 BIBJERME L CHEBERE L, ER T AE2E- THET 5,
~FH L 10mL BRI Z TEREMZED L, 7' EALROS IS 5 530S
WReET 5,

7u E ALK S EHAIR 1~2 mL % 50 mL ORERE I IEMIC AN, n-7' 1 EL
~ 7Ry ATa I R 1 mL 20, 30 ofE#EE%, FICHE (0.5 mol/L) 7
mL ZVEFOMZ, @BEO n-F o~ x A7 0 I Reyids, Z0
REREICA X /) —)V T mL 2721k, ZOEEREE 100 mL O3+ C I A
N5, JORBRE %K 25mL O~ 20mL TP L. Yok & B 55 iR -
CiZHEDLED, Wikw}FC%SHMIRVIEE-%HFE L. KE (FTE) % 100mL
DoERSF DIC AR, ~F VU (BE) 2=/M7 7 2Aalc Ahbd, 2k} D
[ZAFH 20 mL 2%, SHOMEVREELHHEL, ~FV U EELO=fA7
FAAZEDbEDL, ~"FVUEAEEORET NU A (HEK) THAKL. 100
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mL ORTIET 7 AR AKTHET H, EO=A7 T X3k OAKENERK
DEONFY U THRE L, TBREEOAREEL TAREEDLED, A%
40 °C LN ORI TIZ & A CHLlE T 2 £ TRUERM L7cth, EF T A% k> T
32,
~FH 2 10 mL 2 CTEREMZERN L, 77 DB HET 2 3 BhAR &5
Do
BT BB BRI AR~ IR T AI =T A (910mg) FlEA~FH L 10mL
THEFT D, 100mL ORTHT T A2 I =0T L0 FICES, AR Z
=HTAIAND, REHABEDA > TWERTIET 7 AazbB&O~XHY Tk
WL, Bk I=h T2z, MFLTTr e b Lk b 7= 1A X
ERHEESES, Bli~dHhr—vzFrz—7)0 (99+1) 10mL & 2 =4 7 AT
Mz CTRERICHH S/ 5,
T 2 40 °C LR ORI TIE & A CHL[E T 2 £ TRUEIRME L7c#%, EHF T X

ko THolET 5,
~FY v 2 mL ZEMEICNZ TEREMEZENL, A7 u~ 7T 7 0 —2ft
THRENARK E T 5,

EHER O T e el HE Y 7 = =L A XFEHEFRE 1 mL & 50 mL ORI
EfEIZ AL, 7 a BRSO &R — G T r T 5,

XY 10mL 2 EMICNZ TEREMZREN L, 20RO —#H%E2~F > Tk
MWL, I mL HICHfE R Y 7 2= L2 X & LT 0.025~1.5 pg Y B2 A
T O R DR &2 RS 5,

A7~ 777 4—  REHERKOBEERS 2 WL A0~ N7 57
IZHEAL, Z7a~ N7 85155,
HIESM B
s t & SO EREE (A XM 4 v 2 —)
7 7 LA ER Sy BT U — T A (100% Y AT IVRY v
nxYra—7 47 NE032mm, £ 30m, f#E
JZ 0.25 pm) *2
¥+ U ¥ —#4 R :He (4mL/min)
AA T v HA N, (50 mL/min)
w okt 4 A :H, (75 mL/min)
By B W A aikEZzEi (100 mL/min)
OB E AN E ATy LA (605)
FRORE A IR B ;280 °C
77 A fE R EE 100 °C (2 min fREF) — FRE 25 °C/min—270 °C (5 min
TREF)
o %% IR 280°C
7 B O OBAohiksu~ NI AnbEE— 7 EEERD TREREZIERL.
AL R 7= A XEER L, FIZ 0952 28 U CREH T O KERL NV
Tr o )VAREEEET D,
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¥ 1 Sep-Pak Plus Florisil Cartridge (Waters ) 2 472 BFR&DO Y ' — 1 —%
HERE L2 bOXIINLERED SO
2 DB-1 (Agilent Technologies ) XX Z i & RIZEED EH D
(2E) HEANY T —va v
« TRINIEI R R ORI UG L

g ; WINRE .. WINEN =R oK U RS
AR O (meke) TV g RSD, (%)
5 H B & sk 0.5 3 89.8 10
1 3 88.8 14
2 3 94.0 5.0
R A Bl A f 0.5 3 87.3 1.7
1 3 84.9 43
2 3 81.0 4.1
LA AR B A R 0.5 3 82.3 2.7
1 3 81.7 2.0
2 3 80.3 0.9
ok 0.5 3 91.6 3.9
1 3 86.7 44
2 3 82.5 4.9
FEL —A 0.5 3 79.2 4.0
1 3 76.3 3.9
2 3 74.2 3.9
- R FAER

- . AR AR TR RINECR  seeE Uk SRR
AHORR maw mE%  (mpk) (%) RSD, (%)  RSDy (%)
FRE DA AT 6 0 1 88.4 5.8 7.6 0.47
- EE R (R—BR=IC X 5mR) B 0.05 mg/kg
(%) ya~v 7 F L

HorRat

SoEE

{

| - ..l-;._l | D

R
EEEitiio i

AEEE (BMHZKEEIERY) 22 =Z)ILRXE LT 1 mokg HHEEHM)
DAl A WN

123 AE/H R (A AKRDARE D)
123.1 ko7 v~ 77 7 E &5k
A HEOHH
1) RAE /v AFRERIK AR v AREERL [CoHesNOjo) 10mg % 0.01 mg
OHTETEY., ZOHKMEATEL, 50mL DEET7 T AaiCAN, T =1
NEMZTHENL, BIERETTE =M LEZMZTALY ) v A EHER
AT (ZOW ImLiX, AU ALELTO02mg2EHT 5, ),
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2) At v DIFEHERIK Av ) DEERES (C2HeNOw) 10 mg % 0.01 mg
DOHIETEY, TOHEAZHEL, S0mL ORI A3 AN, 7T =KV
NEMATEHENL, TITHERETTER=RILZMATAY /) v D SR
WERHT S (Zof 1mLiZ, A/ DELT02mg 2l T 5, ),

3) IRGHEHEIR ZAE /v A RO D BEREREO—HEZRG L., T M=KV
=K (9+1) TEMIZHIRL, 1 mL FIZAE /> A KOD ELTENREN
0.001~1 pg Z &H T HHEORAIEERZ RS D,

B & =

h H SHTEE 10g & 0.01 g DHTET (FadHiX 5.0g % 0.001 g DHiET)
B, ZOREEFTLEL, 200 mL Ot =MA 7 T X 22 AfL, K 50 mL # %
T30 MERE#%., FIc7E h=rU /50 mL 202, 30 2RV EE THiH9
%o, 200mL DEET 7 A% 7 7 F—iKFOTICE S, iz A% (57 B)
TWBI A LT, HO=A7 7 A a KOS EIBRT 2 h=FYL—7K (1+1)
50 mL TYEH L. FHRICKSI AT 25, BICEEY I X adiEHETr 8 =T
Ua—Kk (1+1) ZMz. BT 2AHEC T 5 REHEIK E T 5,

71T LALEEE vruasF LTI B AN I =T A (g #2527+
F=HRVUL5mL KUUK SmL THET 5, AR 10mL (Fibo & % ik < ffs
T, FIZ7E® h=hrU =7k (1+1) TIEMEZ 10 ERR L%, Z DR 10 mL)
I =T AL, WWEPRTCTAFO EIGIZETH2ETHR NS5, BTtk
F=hUM10mLZMA TI=H T LZWH LK, SOmL DRTIET7 7 A ax
R=HTLADFICEE, T b= )=V =F LT I (49+1) 10 mL % 3
=BT AEMATAE ) AKRDD #EHS® 5, IWHITRZ 40 °C LU T O KB
TIEE A LCHET 2 E CTRUERME L7c#%, ER T A2k THET L, 7k h=
FUJL—7K (9+1) 1 mL ZIEREICINZ TR ZEEI L, 5,000xg T 5 4y i L
SEEL . EBARERIK g~ 7T 7 EESHTEHC L D RIEICHET B RENATR
LT 5,

ik v~ N7 7 7 EESHEHT X 5 HE AREHRIR e OV IR A FERERR % 5 pL
ERIK v~ 7T 7EESIEHZEAL, BRA A v a~ 7T L5
Al

HERM Bl
(k7 v~ b7 7 7)

7 7 LA BTN I Y BTV T N (N 2.1
mm, £ & 150 mm, RifE 5 um) *3
% At & : 7% h="1FVU/L—5mmol/L HiliT > & =7 LIRIK
(9+1)
i I# : 0.2 mL/min

Z A A IR O 40 °C

i t #r o UEAARRE B s

233



A4 F v fb Bz vs heRATL—AF1b (ESD) & (EA A2
—FK)
X7 7 A% —HA:N; (1.5 L/min)
t— k7 a7 iEE 200 °C
C D L & JE:250°C
T =X — A A imz732 (A A) | 746 (AE 2 D)
7t B BonZERA A U7 e~ M7 725008 — 27 mE S NdmfE%x
RO THREREZERL, REFO2E v A KD B2EHHL, TOAE:
AV REET S,
H o1 EEHIT 1.0 mL/min #2E L35, LEIZE U TSI~ =4—/v R& i+
Do
2 Mega Bond Elut CH (Agilent Technologies ) XiZZ L FRZEDH D
3 InertsilODS-3 (Y —=T /A =28 X2 ER%EDEH O
4 LCMS-2010EV (BEEAERT) 1T X D 54161
(3%) HIERY) T —va v
 WINTEN e OVl UK BE

N JHE N %52 L Az
A 4 sepomm TR g WP BRI

AV UUA REMT RS R 0.01 3 91.7 5.4
0.1 3 106 1.6

45 BT R L A DR 0.01 3 92.9 0.3

0.1 3 93.4 2.4

LoabvAZL 0.01 3 101 2.2

0.1 3 95.8 1.2

TIT 7 IVT 7 o~A 0.1 3 96.8 42

1 3 91.6 1.0

bbb 0.025 3 86.8 0.9

0.25 3 98.2 2.6

AV D REMATRAESMEE 0.01 3 90.1 2.4
0.1 3 99.6 43

45 475 R B A DR 0.01 3 95.2 4.8

0.1 3 94.7 2.9

LovAHZ L 0.01 3 98.9 1.4

0.1 3 98.0 1.7

TNT 7T 7~A 0.1 3 91.9 6.5

1 3 89.2 1.6

b b 0.025 3 86.5 4.0

0.25 3 100 2.0

- e fmRER

Hahik EHER USINIEE WmEICR s Uk SRR

B3 44 OB FlEE Bl BRe (mgke) (%) RSD, (%) RSDy (%) HorRat
A ) A R A 8 0 0.1 9.3 2.7 11 0.49
EHovAHZ L 8 0 0.1 93.2 45 9.2 0.42
b b 8 0 0.25 90.1 1.8 8.5 0.43
AV ) D S TR 8 0 0.1 95.2 3.6 12 0.52
EopvAHL 8 0 0.1 93.2 3.7 14 0.62
fab b 8 0 0.25 9.8 2.8 10 0.52
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- EE TR (E—-RBREIC X 2R 2y A BB 0.0025 mg/kg
(W2HH 0.025 mgkg. fzd & 0.0050 mgkg) . AE /> D: ik
0.0050 mg/kg (HZ4XEL  0.050 mg/kg, fii> 5 0.010 mg/kg)

< B TRR (R —3RBR =T K D AR A v A RER S 0.001 mgkg
(RE4EL 0.008 mg/kg, fEd> 5 0.002 mgkg) . A/ > D:REH  0.002
mg/kg (HZHCE 0.02 mg/kg, féi> 5 0.003 mg/kg)

(2%5) ya~v 77 L6

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

BEZRRUAMEROIOT TS L
A BEHERR (AE v AKROYD & LT 50ng/mL)
B : WINEE (AT HEC SRR A 2 0 A YD & LT 0.1 mg/kg FH2Y4
BRI

124 A7V
124.1 BIHOHT RV~ 77 7EE&ONTEHT LD —F 0T
W31k A,

1242 HHY O REFEOT A7~ 7T 7128 5ZEDHE (F0 1)
24z A,

1243 ARV U REEONT A7 a~ 87T 728D BB HTE (F0D 2)
W2HEisS XD,

125 XA Lnmyw

1251 AV VX br e rZ20MOREOREK I v~ 757507 LB ESTE
(2 & 2 [RIRES3 AT A
HEIF 2k D,

126 Z— v

126.1 BEIOHFT A~ 7T 7EESTFHI XL 2 —Fohris
EI3Ei1ICX A,
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127 F727u7Y R

1271 AARYLZEDOMOEEDFEE I n~ W75 78 0F ARERSITFHICED
[ IRF 53 AT 123
HI3M23 Ik D,

128 FT7 XKV —)b
128.1 {RikZ7 v~ ~7Z 7k
A HEOCHH

1) FTRXE— VIR FT X H Y= [CioHNsS) 20 mg % 0.01 mg D
HigTERD, ZTOKEZTLHEL, 100 mL OBALEET 7 AT AN, A¥ ) —
NEMZ TN L, BIHERETAZ ) — VBN TF TR F Y — LR ik
TS (O I mLiE, FT7R_RUFZY =L LT, 02mg2ahBT 5, )

EAICEE LT, EHEFIRO A2 A X ) — /L CIEMICHAR L, 1 mL FIi2F7
N =L LT 0.05~0.5 pg 2B 0T 2B DOF T XU — VAR HERR 2 5
WD,

2) HEfRT b U U AEREIR Hefe > U o A (MEK) 33.0 g (32.95~33.04 g) M

O LT b U 74 200g (199.5~200.4 g) %KL TIL &35,
B & =3

h H INTEREE 5.0 g &2 0.001 g DHFETEY . TOEEATH L. 300 mL
DRI AL, BEFET R Y U SRR 30 mL & O'FERE— /L 100 mL Z /1%,
30 SRRV IBEE CHit T %, F—ar b —h—2 7 7 F =K} FIcEx, #H
iz AR (5 F B) TWSIAm L7, JEDmikiF &k O S & IHKEESE — F L
30mL L OVK 10 mL THEH L, [FRRICWS] A L, AR 2R RIC A3 2 30BHE K
LT 5,

o BBRAIE 300 mL O3 kIEF A I AL, KR Y U AR (1
mol/L) 30mL Zh1x, SRV IBE#HE L. KEg (TE) 2B T5h, Nk
b AZK 30 mL 2z, FERICEET 2, 2Rt A IR (0.1 mol/L) 50
mL Z %, 5 2RV IBE-%FE L. KE% 500 mL O3} B IZANLD,
YIRS A WCHERE (0.1 mol/L) S0mL Z A%, [FERICERIET D, Dk} B 2Kk
b b U ¥ AHE (1 mol/L) 30 mL X OVEEfR—=F /L 100 mL Z Mz, 5 4R
IR %EE L. KEZE 500 mL O43R}F CIZAND, SrikistF C IZEER
F 100 mL 2Nz, FERICEREL 2%, Bie—TF g (LE) Z5ikEF B I
b5, DR} BIZK30mL #Mx, IRVIBEGEHEL, BT LE
EEAT7TAAAND, BT V@R EEOREET MU A (JEK) THK
L. 500mL O T K77 A2AHAMK (SFHA) THRBLEE, ZO=A7T7 X2
K OARENER D B OFET T /L THE L, BIRELEOAEER L THRE G D
B5, A% 40 °C L FOKIBTIZE A CRLIET 5 £ CRUEEN L%, BEY
A ko THLET 5,

KSmL ZMA TEEWMEENL, BT LABEICHT 2R ENAR & T 5,
BT L F T AT UL Y BV =T A (360 mg) AR AKX
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J =/ 10 mL }x OUK 10 mL CIAKR ST 5,

WENAK Z R =7 MM AR, i S E72%, REHAKRDO A > T\ T~
TAA%KSmL THEL, WiREI =17 2Nt S5, TITK—2AH
J—v (743) SmL Z I =0T LM THET D, S0mL DT T T A a%
S=HTLAOTICEE, K—2AZ /77— (1+1) 10mL #I=h T LMz TF
TROL =V ERERHSE D, WHIEE 40 °)CLLFOKIBTIEE A EHET 5 F
TR L2, ERHT A&k TRET 5,

AH )=/ SmL ZEMICIMZ THEREMZENL, AT 707408 — (4L
£20SumLLF) TABL, W7o~ v7 77 4 =123 28 EHEK E 35,
Bk~ 777 00— BEHEREOET TR — )UEHERS 10 uL 2R

ko~ K7 I 7ICEAL, 7a~ b T AEGD,

HIESE fl

o H g caremitEs (B E 300 nm, #OEIEE 355 nm)
BT A A TETIATI ) BT A (N 4.6 mm, &

& 250 mm, HKifE 5 pm) "2
oOBE WK AX == D B TKEN D U AT (1+1)
it # : 0.8 mL/min
717 MAEIRE © 40 °C
OB Bbhlru~ I ANLE—7 &S T E RO THRER & E
L., REFOFTRUZY =V BEFNT D,
/¥ 1 Finepak SILC18 T-5 (HAEH) I ZNEFFEO LD
2 Sep-Pak Plus Cis Cartridge (Waters ) (23 Y 72 & D U F— X —Zw#ifi L
TbDOXIFTINEFFEDH D
3 UVEETKFEHIV U A136g (1.355~1.364¢g) ZAKICIENLTIL ET 5,
(2E) HIENY T —va v
« WSINTEI SR e UM U RS
BB O HARE

AINENR =R R U RS

&
&
(.

(mg/kg) (%) RSD, (%)
99 F kA G R ek 0.05 3 90.1 6.1
0.1 3 85.7 3.9
0.5 3 85.5 3.2
A A AR E B A R R 0.05 3 84.3 7.0
0.1 3 83.1 6.2
0.5 3 82.8 3.1
E9bAHZ L 0.05 3 82.9 4.2
0.1 3 85.4 35
0.5 3 87.2 2.2
- JLE R
s 3 AR SRR WOMMBREE WONEICE e Ui SRE SRS
AROIR  pan mexn (mg/kg) (%) RSD, (%) RSDy (%) HorRat
K35 B A S 6 0 0.1 81.7 5.1 6.5 0.30

- EE TR (E—RBR=EIC X DR B 0.01 mg/kg
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(%) ru~ 7T LH)

HAREE

0 10
R0, 5
AEM (EEFEMIZFTAUEY—ILELTO0.1 mg/kg HHEHZERM)

NHYOT KT S LA

129 F7 A FxH A

1291 A IX7uaF YK saF7r=y V)77 0RRT T A M ADR
Korm~ ~7 o787 LRVEEGHTFHNT X DR HTIE
W3 1TICX D,

130 FA 77 A
130.1 EE7 v~ ~ 275 7 EESPFHET!
59.11c k5,
Tl FALI TN, INVEZ Y TELTORICHRESh, IVE v T Ik
o FICHBE LT A7 TLARRINE  FITHE LT 2V E o T DR
mELTEREIND,

131 47 73— AT (DARVET A, FTHT7F— R AFVKEORR) L)
1311 T4 77 Fx— N2OMDWEEK s v~ 777407 LEESHTFHT X D
IR o AT vk
W3S Ick D,

1312 k7 v~ k77 7 HROHTEHET!
63212k 5%,
1 FAT77R2—FAFNVIE, IARVEDLLELTOEICHE I, X
SHY B AR E Y BBA L F AT 7 R B AFAROH AN F
VAHE LR IAORIE LTERSNS,

132 FAX I vT

132.1 BIHOHT Ao~ T T 7EEOITEHT LD —FohriE
WI3Ei LIk A,
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133 F 7Y IFK

1331 =F e — L ZOMOBEERDEREK s n~ N7 T 7 %07 AAVEESHTFICE
% [FIRE 53 AT 14
HEIM 19k B,

134 T4V KU
134.1 BE¥oH2rua~ 7T 7EBESITEHI XL 5 —F o0 E
31X A,

1342 AHEZRLOERT I RREKOHT A7 a~ N7 T 7128529 HE
H2HiI3ICk D,

1343 HAHEZEREEO T A7~ 75 712 %5 RS E
HIHTITX D,

135 77+ ¥~
135.1 BIEROHG Ao~ 7T 7EEOSITFHT LD —F ot
W31k A,

136 7 o7/ bBE KRR
136.1 BIOHT R~ T T 7EEDHTEHT LD —FohriE
A3 1ITX A,

137 7 h7ary—
137.1 BIHOHT R~ 7T 7EEDNTEHT LD —F 0T
W31k A,

138 T hI IRy
138.1 EIHoOHF A I~ N7 T 7EESIFICEL D —F oWk
EA3Ei1ICk A,

139 T A BNY
139.1 v'Lz2uA RREIOT A7 a~ 7T 71255 R EHISTE
H2HEi 212X D,

140 7=/ uw—)

1401 AV VR br s Z20MOREOWHREK I v~ 757507 LG GG
(2 & 2 [RIRES3 AT A
w32k D,
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141

T ar =)

141.1 BIHOHT R va~ T 7 7EEONTEHT LD —Fohris

EIE 1L B,

1412 7 aF ) — A ERT7=2FVELOHAZ a~ 75 7 E&S5EHT L A[FE

AT i

EIE 3Tk B,

1413 HAZva~ 7T 7EEONEE

240

Gl R 608 - LR )
A BEOHEN

1) 77 a3l = EER 77 3 —b [CieHnCIN;O) 25 mg % 0.01 mg O

HiET®EY, TOHELZZTHEL, 50mL OBOEET7 I A3l A, T %
MZTEWENL, BIERETT 2 b 22 TT 7 at Yy — VEREF R &2 4
L (2O ImLIZT 7aty— e LTo05mg e BT 5, ) o

ERICER LT, 77 a7 Y — VIR O — 8 2 AR I CTIEfE IS AR L T
Il mL FiZT7 7 atr Y —Le LT 0001~15 pg 5B THEEOT 7 a) >y —)u
IR 2 T %,

2) AR RYVZFL o7 Ua—50ul & 224-F U AF AR —7

t hy (4+1) 100 mL IZHlx CHARIAGE 2 595,

=

B E =

fh H SIHTEEL 10 g 72 0.01 g DHTETED ., TOHIEEFEE L, 200 mL D

e =7 I A3l AR, T R=bFUL—K (3+1) 20 mL & 7=t 10 53
FEL, FIC7 8 b=FU 1 100mL #0012, 30 50 MHEY BE T4 2,
200mL DE®T 7 Aa%27 75 —F}O FICES, itiks A1 S B) T
WHl A LTcth, O =M7 7 2 a kORI ZIAR T & = U /L 50mL THEH
L. [FERICRSIAIET 5, BICRET7 T AAOERETTE =N VEMZ,
ZDOW 10 mL % 50 mL 72T 7 7 A 2T EMEIZAIL, 40 °C LLF ORI TIE L
A EREET D £ CRUEEM L2, AK20mL 212 TH T LR T Ik %30k
WiRE T %,

BT LT REHRIREZ IS A Y 7 T A (20 mLARFEH) T2 I AL,

S5MERET 5, 300mL ORTIT T A% 0T L0 FICES, BEHRIRDO A -
TWe T 7 T AaZ~F 42 20mL T T3 MIEEGH L, BEREZIER D 7 LI
Mz 5, WEHPFETAHD ESICETHAETH FLTT 7 a by — vz s,
BlZ~F Y 60mL 24 T LITMA TRERICEEH S® 2, B % 40 °CLLT O
KBTI E A EHET 5 E THITRME L7oth, ER T AEE- THET L, ~F
B+ 10 mL % EMEICINZ TEREWERE L, BT HLE 11 ICE3 2 5 0RHATK &
T 5,

HTLME N AR AR~ R T AI =TS (910 mg) TP AEAFH LS



¥

At

mL THif4 5,

FUEHAR 2 mL 2 IEREC X =0 T M AN, K2 T TAAIO Bl ET 5 %
T SE 5, I=DT7Lb%~FH 2 4mL THREL, FRICHEESE S, I

~FH o —TE e (19+1)

10mL % =47 A2z, EFICHESES, 50

mL ORI T T A% I=2HTLEDFICES, ~FHh -7k b (743) 15

mL ZI=h T LM TT 7aFy —LEaRHEE5, WHkE 40 °C LLTFO

K TIE L A EHET D E TRIERM L721R, EF2 0 A&k > THET S,
AR 10 mL 2 EFEICNZ THREMZRN L, HAZa~ N7 7 7 E&0H

FHC X D HEICHES AR & T 5,

2rma~v N7 7EESIEHZEDHE SR LK OSBRSS 2 ub &0
2y~ 7T TEERSITEHIEAL, #BRAF VBT 7o~ N7 02155,

HELRM Bl
(A a~ sT T 7E)
77 = WA

¥ v U — 4R
AR o' A Ik
AR OB R
K7 A R K

(& B HTaHER™ )
%R H e

b | A -
AR —T = — AJRFE
A4 & v R R E

A ER Ry T =T A 5%V T ==L —

95 %Y A F IR Y va P AL FEREEE MR
0.25 mm, & X 30m, fE/E 025 um) **

He (1.0 mL/min)

A7V v FLA (60s)

1250 °C

70 °C (2 min %) — 5K 20 °C/min—280 °C (10
min PREF)

VU R R A Rt
B A AL (ED ik
280 °C

: 200 °C
70 eV
D EEA A mlz 250, fERRA A miz 125

B BoNTERSAA U7 e~ M7 T A0 E— 7 HfZ RO T E
BEAER L, ABhoTF7ary—Lr&zHHT 5,
1 REZ RBToT77aF Yy —L&RB L% 5 mgkeg 2R L8010

EREAN

2 Chem Elut (Agilent Technologies ) X|XZ i & RIED H D

3 Sep-Pak Plus Florisil Cartridge (Waters ) (24725 &D U — X — %l
BLEEbO LN EREDH D

4 HP-5ms (Agilent Technologies ) XIXZ i L RI%EDH D

5 GCMS-QP2010 (SHEUERTHRD 12 K 2 Z&iEp1
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(BE) WA~ T—va v
 BMEN R K OVl Uk

e ; WINRE .. WINEN R R LR
RFOER (mogkg) XL (%) RSD, (%)
AT T 0.5 3 93.5 52
30 3 88.8 26
F o~ 05 3 98.8 15
30 3 93.3 23
FEo— 05 3 93.5 17
30 3 94.3 82
Ry —— 05 3 99.4 28
30 3 87.7 54
- AR ER

Bk oD Fl A

FahEk  TEHIE WRINPREE WNEDREE  sader Ui SRR Bk

HorRat

BES REK (%) RSD, (%) RSDy (%)
=~ A 10 0 91.5 5.8 9.7 0.94
FE L —A 9 1 93.5 3.1 9.0 0.87
- EE TR (R—RBR=IC X DR B 0.5 mg/kg
- BRI FRR (R —3RBRERIC X D e AR 0.2 mg/kg
(%) Zu~ 77 L0
A B
ﬂ . -.
o |
£ | 3 |
*i i - I
13 13 s
EEEicin i) EEEis i)

SERRUVARMAMDIOT TS A
AR (57 a3y —n e L7TO0.15 pg/mL)
B: isEE (FEv—ic7 7 at Yy — & LT 30 mgkg F1%4 &H00)

142 777/ FR

142.1 ARV IVEFOMDEBEEOKEK I a~ N 7T 752057 ARV ESTFHICK D

[ B 3 AT 925
HIEI 2312k B,

143 57725 R

143.1 BIDH A/~ N7 T 78

FIHI 1L D,

144 T7V KU

1441 BIHoOTAI 7o~ 7T 78

I 1L D,
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1442 YL RAuAf RREEOTVRA 7o~ ~7 T 71285205 E
Wo2HEi2IT kB,

145 TNAEAXANY L (TAEZARNY V., trans-TIVE X N RO Ta X R Y)
145.1 BE¥oH 2 rua~ N7 7EBESITEHI X 5 —F o0 E
31X A,

1452 vl z2nuA RREIKOF 27~ 7T 71255 R KIS TE
o221k A,

146 o-R-TILVEZ A KNV v
146.1 BEIHDOHT R o~ 77 7EEDITEHT LD —FohriE
I 1LITX D,

147 ST R Y
147.1 BIROHG Ao~ 7T 7EEOITFHT LD —F ot
WALk A,

148 T ILT R A
148.1 BEIHEOHT A7 v~ s7 T 7 EEBEOIFHI L D —F oMk
B3I LITX D,

1482 HHY L RBEBIEDOH A o~ 7T 7125 ARKHSHTE (F01)
H2HEi 412X D,

149 +o7wm A RDU
149.1 EEOHT A7 v~ s 7T 7EESHFHZ L D —FoME"!
B3I 1LITX D,

HE 1 oA R)d, TAXA RN AZEBIN, TAXZA R EDAEE

ELTERSND,

150 RUTIRX ) —)1
1501 RUTY—LNRBEIOTA 7~ N7 T 712X 5 RESHE
I 612X D,

151 FUT I AR
151.1 BIROHT Ao~ 77 7EEOITFHT LD —F 0T
B3R LK A,
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1512 RUTY—NLVREKOH A a~ 7T 7255 REESHTE
a6l b,

152 FUT7L—F
152.1 BE¥oH2xrua~ 7T 7EBESITEHNI X5 —F o0 E
31X A,

153 RUZ iRy
1531 A7 ma~ N7 Z 7k
A HECHRH

U 7 m LA o REYE R FU 7 mLa s [C4HsClO4P) 20 mg % 0.01 mg DT
EFTEY, ZOHEAETHEL, 100 mL ODE®ET T AIICAN, T 2z
TENL, BICERETTE N 24D (ZOWK I mL X, MU 7Ry
ELTO02mg 2 a AT 5, ) o BICZDHEDO—EHAE 7 b CEMICTFRL, 1
mL FIZ Y 7R E LT 20 ug &80 MU 7 v Lk EREFIR 2T 5,

B & =3

h H INTEEE 10 g 2 0.01 g OHTETERY . TOEMEETEH L, 200 mL O
R =7 7 Az A, K 1I5mL 2z THEL, 30 yMEE%, BiZ7 & bk
>80 mL Z %, 30 pRRVIEE CTHitH 3 %, 300 mL O TR I Aa2T7 7
F—iEto FIcES, MK E AR (5 # B) TWABIAW L%, eo=Aa7 7
Aa RO EZMERT = v 50 mL T L, RRICRE A89 5, A%
40 °C LA F ORI THI 15 mL £ CRUERME L, HfkF MY v A 5g (45~54¢) %
MMATA T LABE TITHES 23 0RHATK & 3 5,

TN T BRI E LA Y T 4 (20 mL RE) TUIC AR,
S5MERET 5, 200mL ORTI T T A% 0T L0 FICES, BEHRIRDO A -
TWERTIBE T 7 2 a2t F /L 10mL 3> C3 mIPEH L, ERENER D T A
N %, DT TAKIO ESHIZZET HETHREFLT M) Zr bR 2B NS
., BT L 70 mL &5 7 A4 CRBRICIEH S E 5, %A 40 °C
UUTFTOKBTIEZE A ERET 2 F TRIERME L72%, EFRT ALk THET D,

vruas~tHr =7 by (44+41) 10 mL ZIEREICMZ CTHREDEZRNL, A
YT T7 4 nF— (FLR 0.5 um LLF) TABEL, 77 AL I3 2508
WRE T %,

T LR T BBNAWE 5.0 mL 24 VIRE s u~ T 7IZHEAL, R 2B
VR BEHT D 5 % 100mL DR TI 7 7 XA 225 L, 40°C LLF DK T
& A CHEET D E TRUTIRMG L7, EFT A% %> CHRET S,

AFXH =T N (9+1) 2mL ZIEEICN CTHEREMZEN L, T L8
LT3 2 3RS IR & T 5,
TNRGB v~ N7 T 7 40—
T A AFLUVESARUEUHEAERS T A (N 20 mm,
£ & 300 mm, RIFE 15 pm)
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H—=RHBFTAh: AF LI A_RUPBUEAERD T A (N 20 mm,
£ & 100 mm, RIFE 15 pm)

wOBE Wy ru~ntthr—TE Ry (441)
i 3 : 5 mL/min
4y B M 5y : 85~115mL

HTLHE M U HFLI =T (690 mg) F2EA~FY L 5 mL TUET
Do

BRI Z X =0 7 DA, BHARRDO A > TWe TR T7 7 XA az~F
=7k brr (9+1) 2mL TOT2EVEF L, WKREANEKR Y B TZNVI =0T A
WAz 5%, i~ —7Ehy 9+1) 4mLZI=HFALICMZ. I=HhHTF
DEWETIT D,

SO0mL DR LIET7 7 A% I =T LD FICES, ~FHo -7k (743)
30mLZI =8 T LA THY ZaRr 2R &85, IEHIE%E 40 °C LL
TOKRTIZE A EHET D E CRIERM LR, ERTAZE - TIET 5,

T by 1l mL 22 CTEREMERP L. 72T LIS 2 3EHATR &
T 5,

TR FLE BRI EOKEERE 1 mL 2N %, ={E T 16 FER#E T 5, &
BHAMZ S mL O2&E 7 7 A 22 AL, BREHEKOA> TWRh LB 7 A a %
VEOTE FUTHRE L, ke 2R 7 7 A3 llhbbEtd, BICEET7 T Aad
EECTT R b ENMA, HATa~ T T T o —c T HREHRR T 4 LT 5,

1 HE R I D T & F AL FU 7oLk o AEREE RS 1 mL & 50 mL D72 LIE T T A
T IEREIC AR, EOKEERR 1 mL 2%, =E T 16 RE§FET 5, 7EF Ll
TAEMEIR &2 72 b CIEREICAIR L, ImL 2 N U 7 ek & LT0.02~2.0
ng Y B2 5 AT 2B OIEHER 2 S 5,

HAIa< 7T 7 40—  REHARMOEEERS 1 WL A~ N7 T 7
IZHEAL, 7a~ N7 55155,

WESME Bl

i s o ROLERME (VU UBEHT v 2 —)

71 7 LA Ry T YT A (S0% MY Tt
BENLATFIL—=50%T ATF LR v a—T o
Y7 A 025 mm, £ 30m, FEE 0.25 um) 3

¥+ U ¥ —#H &R :He (1.5 mL/min)

AA T w7 HA : He (30 mL/min)

kB A A :H, (75 mL/min)

By B ¥ A aEzERK (100 mL/min)

OB E AN E ATy LA (605)

FRORE A IR E 150 °C

717 A R FE 80 °C (1 min fREF) — R 20 °C/min—280 °C (5 min f&
£F)

o &% B 250 °C
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at i BFonfrsa~ N7 L5 — 7 HEZ RO THREMREZER L, 3|
B N vavRrEEEHT 5,
7£ 1 Chem Elut (Agilent Technologies ) X Z i E[FZEDH D
2 Sep-Pak Plus Silica Cartridge (Waters #) (2472 R & D U W — N— & HfhE
LEEbDOXITZNERIEDO S D
3 Wil 2~3 mL/min &%,
4 REGUT, WA Z 77 2 F v 7 g ks (F&1.5mb) IZA
AL, 5,000xg T 5 pELDBEL., 20 LEARRETA 7 a~ NTT 7 4 —
iy 2,
5 Ritx-200 (Restek %)
(&) piEAN) TFT—va v
< IINENN R K O U RS BE
IR B

ANEN = R U RS

W S RF | (m/ke) R L (%) RSD, (%)
% 35 B B G & R 0.05 3 92.7 7.8
0.25 3 83.4 5.1
A 4R B A A ek 0.05 3 90.9 8.3
0.25 3 78.9 24
FAT T 7 A Fa—T 005 3 98.9 8.0
0.25 3 85.9 43
F— o 0.05 3 101.9 83
0.25 3 102.5 55
o L[] FER
- ; Hhat TR WRINEREE WNEDR R seder Uiy SRR Bk
ABROIE  mos BEH (mgke) (%) RSD, (%)  RSD (%) OR&
A B A R 7 0 0.1 94.4 5.0 7.9 0.36
N ot s 7 0 0.1 97.9 7.1 8.9 0.41

- ERE TR (BRI & 56 B 0.02 mg/kg
(%) sua~ 77 L4

| L

]
@ |
- 5__,! "y il
0 10 20
{0 o7

AmEH (BEfAHIC Y20k ELTO0.1 mgkg HLERM)
DE/AsIcd Ry ESNN

154 FUT 27TV —
1541 HAZva~ N7 7' E&0HHE
A HECHH
N ST T — R Y N7 Z Y= [CHiNsS) 50 mg % 0.01 g DT E
THEY, TO¥EZFTHEL, 100 mL OEET7 T A3 A, T 22T
WinL, BICEBRETT RN ZMATRY V7 7Y = VIEREFRZFARST S
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(ZOW ImLiX, PVT 77—t L T050mga2aHT5, ) .

AICE L C, HEHEFEO 8427 % b CERICHFRL, 1 mL Fic h) &
77— LT0.002~02 ng x5/ THERONY v 7 T — UREUENR % 51
T 5,

B =

il

il H
1) AR ATREN10g 2 0.0l g DT E TRV, O EZFEHE L, 200 mL
O =MT7 T Al ANiv, 7 =K L—JK (13+7) 100 mL /0%, 30
SRV IRE T T 5, 200mL O2®ET7 T 2Aa%2 7 7 —FFO FICEE,
K E AR (5 i B) TWBIAB LK, O =fA7F7 23 KOS &)EK
T F=RFU /L S50mL THE L, RERICHKSABT 5, BIZEET T A TDE
METTEF=FUAZMZET, ZOH 20 mL Z 100 mL DR BT 5 2 o
[ZIEREICAFL, 40 °C LLF ORI THI SmL £ CTRIEREME L, & 7 L0H 1 It
TOREHEK LT D,

2) Tofmofdkt SR E 10g % 0.0lg DHTETEY ., TOMEETTEL.
200 mL O3t =7 7 223t Aiv, T =KV /r—/K (13+7) 50 mL %N
Z. 30 SRRV IRE T2, 300 mL DR 4B I A 2% 77—}
TicEE, itz AR (5 f B) TGl Al L&, ZO=A7 T X a
FSHEIMEXRTE Rh=hKrYU /L 50 mL THEF L, FHEICRSIART 5, A%
40 °C LA F ORI THI 15 mL £ THRIERME L. 77 S8 13 2 508K
LT %,

TN BRI E LM Y T A (20 mL RE) T2ic AR,
REHAIEDO AN > T2 IBE 77 A3 %/K 5mL THE L, hilE I =07 L1
Mz, 575MEEET 2, 200mL ORTIET7 T A 3% H 7 L0 FIZEE, A
DAS>TWERTIET T Aaz~xH o —Ffg=F /L (1+1) 20 mL §2>T 3 [A]
Ve L. BERZNER 17 2N A2, WEAFE CAR O ESGICET 5 £ Tt F St
TRV Iy —EEHsEs, BloA~FH oy —Eg-F /v (1+1) 40 mL %
T NIMATHREBRICER S, BHKICTE M —Y2F L7 a—
(49+1) 1mL Mz 5,

W A 40 °)C LT ORI TIE L A ERET 5 % CTRUERM LIc%, R/ A
ko CHIET D, vZu~xthr—7T% by (4+1) 10 mL Z EfEICINZ Tk
B aEW» L, ZOW%Z 10 mL O DILEBAE IZATL, 1,000xg T 5 45 [l 0o B
T5, bRBAREEALT T T 40— (LR 0.5 um LLF) TA@BL, 17 A
JUER TS5 25 0RHAK & 35,

T LR 1T BRENAR 5.0 mL 2 VIRE/ u~ T 7IZEAL, RV
TV = VT DE S A 100mL D72 T T T A2l L, 40 °C BL KOk

TIEEAEHET 5 E TRIEEM Lok, EF T ALk THET 5,

~FH =Ty (141) 2 mL 2N CTEEMEZRN L, 7 KNP 112
g 2 EHRIK & T %,
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TMRBI < NI T 74—

BT A RAFLUVE= AR URESERS T A (20 mm.
£ & 300 mm, K% 15 um)

H—=RHTLh: AF LD AR UREAERD T 5 (FE 20 mm,
£ & 100 mm, RIfE 15 pm)

wWOBE Wy rua~Yr—TE R (4+1)

=

i & : 5 mL/min

5y B E 43 0 150~190 mL

ATNMEIT U BITFAVI=hT 5 (690mg) 3% 7 & b 5mL O~ FH
¥ 5SmL CIERWEF TS, S0mL DR LETZT I ATE2I=T7 2O TFICES, &
BRI Z X =77 DAL, WRENP R TCARO LIGIZETHETHEFLTRY &
77—V ERIHEC &85, REHARBRDO A > TWERTIEY 7 A az~FHh
=7k ry (1+1) 2mL FOT2EESHF L, WRZIER I =07 K2, Rk
I &g S, FigAF =Ty (1+41) 4mL 23=h7 LIMAT
FERIZTEH T S H 5,

T 2 40 °C LT ORI TIE & A CHL[ET 2 £ TRUEIRM L 7o, EHR TR
ko CHE+ %, 7 M 2mL ZERICINZ TEREMEZENL, TA 7~
77 7 EESHEHC X DHEICHT 23 EHRIR & T 5,

ARy a~ N7 7EE&GIFHCLDME REWEERE S NV 7 T — LR
WERE 1yl 2 A7 a~ 877 7EEOIFHIEAL, BIRA A B e~
NIT AESD,

HIES B

(A7 va~< ~T7Z7%5)

71 7 AR R Y ET V=T A %Y T == —
95 %Y AF VR Y o FH ALFEFEST . N
025mm, & 30m, FEE 0.25 um) ™*3

* ¥ U ¥ — & A :He (1.0 mL/min)

AOB BN AUy LR (605s)

AOBF N B R E 280 °C

7 A AR FE:70°C (1 min fRFF) —HIE 25 °C/min— 200 °C—5-
7 8 °C/min—280 °C (10 min £~ FF)

(CE &I EHR™)

i H o8 DU E AR B AT R

A4 % v fb EBErAAAL ED ik

A H—T7 = — RARE 250 °C

A4 A4 v R R O 230°C

A4 4 v fb & JE:70eV

T =X — A F B EAT mlz 189, HERA AL m/iz162 TN 161

HOH Bons@RA AR o N AN E—2 &S THREE K
HDTHREREZERL, REFO NI 77— VBERET S,

I



E 1 JEFo N7 Y=L EERSLWEEIE, e T E =R L
THIRL TOBURZROEBIEZIT O,
2 Chem Elut (Agilent Technologies ) X|XZH L FRI%ED H D
3 Sep-Pak Plus Silica Cartridge (Waters i) (24 2K E DV B — N — % Ejk
L7ZbDOXITZINEREDEH D
4 JHT 2~3 mL/min &35, LEIE L TRGI~=F— R T 5,
5 Rtx-5MS (Restek ) T Zh & F%EDEH D
6 GCMS-QP2010 (fHtBERTHRY (12 & 2 & f-f
(&) piiEAN) TFT—va v
< WINENN SR K ORI U RS BE
IR

AINIENE Sl UK L

ARORE ek PEY ) RsD, (%)
Eo5vAZL 0.004 3 116.8 0.7
0.02 3 116.3 1.6
FAT T A 0.4 3 98.1 2.3
5 3 81.4 2.2
- S [FE R

FahEk  TEHIE WRINPREE WNEDREE  seder Ui SRRk

2 %

AHOME  mEk BEH (mgkd) (%) RSD, (0)  RSD (0 o
Eo9vAZL 7 1 0.02 101 7.1 16 0.72
FEY— 7 1 5 102 6.8 17 1.3

- EE TR O (H—-RBREIC XL DR AEFH 0.004 mgkg (B24E 0.4
mg/kg)
B TR (R —BR=EIC L2 %R AET 0.001 mg/kg (BZ4KE 0.1
mg/kg)

(%) sua~ 77 L6

the}
M
Ty
o
i T m,z 189
« m/z162
“""1.
16 12 125 | M/2161

{RI505R8, 45
BER (FYPHYZY—=)LELTI00 pg/mLl) MY AT LTS A
155 rU 7050
155.1 EBIHOHF A7 a~ 7T 7EEHIFHZ L D —F otk

EIFH LKL D,

1552 Pak— kR NI TZLTVOHATZa~ 7T 7255 RESITE
H3Ei 28Ik A,
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156 FrU 7 Aot
156.1 BEIHOHF A7 va~ 7T 7EEOoNetic L5 —Fohris
31X A,

157 RUALTAT=FK
1571 BEoHRrua~ 77 7EBESWEHICL D —FoOWiE
EIE 1L B,

158 R 7 BERAAF)L
158.1 ARV L REHMDO T A7 u~ N 7T 7128 DZBEDHE (FD 1)
H2Hi4l2k B,

159 F7m, I R
159.1 BIHOHT R o~ 7T 7EEOHTEHT LD —FohriE
W31k A,

160 —HRik=FL
160.1 EPTC X O _BAb=F L o DOH A7 u~ 7T 7 EESITEIC L D RIESITE
B3I ITL D,

161 =hra7 =y
161.1 AHEZRAL BT I RREFKOHT A 7 a~ N7 T 7128 5RO TE
H2Ei3 Ik A,

162 7 F 27— (cis-/ F 7 a—LkWRuans-/ T 7 1 —)L)
162.1 AHEZRLOEET I RREFKO T A 7 a~ N7 T 7128 5RO MTE
W2HEiIZ KD,

163 "/ ua7 k77—

163.1 AUV AR b ZOMOREDWREK I v~ N7 T 7507 LB &SHTE
(2 K 2[RI oA ik
W32k D,

164 /37 22—k

1641 27Uy NEONRTa— b ORKrza~ V777807 MRVEESITEHT X
% [RIRESy M %
HIH34 kD,
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1642 {RIKZ v~ N7 7% 05 AAVEEGHEHE

(b P - Bl ek, B MK ONRE AR

A HEOHEHE

NT a— MEYERR N7 a— 1k [CuHuNCL) 25 mg % 0.01 mg DHFE TEDY
ZOHMEETEL, SO0mL OFRY Yo' LrBEeRT 7 23l Ah, g (0.01
mol/L) ZMzx TN L, HICHERE CHER (0.01 mol/L) ZMx T/NT a— ME
R AT 2 (ZOWR I mLiE, X72—hELTO0SmgZEHT 5, ) o
WAHERE IR O — B & HliE (0.01 mol/L) TIEFEICAIN L 3T 22— MMEAERK &
WD (ZOWImLiX, "Fa—reLT20ugza8H7 5, ) ,

B E %;}*1

fh B oWkl 10 g 2 0.01 g OMFTETEY ., TOEMEEFTHE L, 300 mL O
I T T AT AL, K 60 mL K OWEEE 30 mL Z# Nz, Z28m& Z 517 120 °C
DI T 60 7 INEGEFE L Tt 3%, 200 mL OR&E 7 7 XA 2% 7 77—k}
O TFICEEX, Emkofbinz A (5 i B) TRSIAB L%, koI
T A3 JORS ZIARK 100 mL THEE L, FERICRSI AT 5, BIZeg&7 7
Z AP E TKEMA D, ZOHE 2 mL (4L, BICHE (3 mol/L) TIE
MEIZ 25 MR L%, 202 mL) 4R Y Yo Lol —h —|ZEfMIZ A,
AK30mL ZMZ ., KEgkT N U D LEHRK (12 mol/L) T pH 5.5~6.5 IZFE L7,
SO0mLFEE L2 5 XOWCKEMA, BT LHETICHT 2RENERET D,

BT LALER T 2 4 #ET = MEEMYE = LR —N-E= v ) R
VHEAEERI =N T LI ROANK VBB = LR By —N-E =Y
nl) RUHEAKRI=I T LA™ 2ZNENAK /—/L 5 mL KUUK 5 mL TIAK
Wi %, 4 h7 o E=U LHEMYE= LB —N-E=rtn ) N 4tE
BRI =T LD FICANVE VBEEMHY =1 B —N-E=1Er ] N~
HEARI =N T 228G L, EHARZ 8 I =07 AT AN, KEAFTET A
F O Ll iET 52 E T S5, BBHEIKDOA> TR Y e e L ol —
H—%K S5 mL $5TC 2 [BWEE L, WRANEKERE I =0 7 2T, FERICHT
HEE5, 4 7 E=ULHEHCE= LB —N-E=1tr ] R4
AERI =D T LZTTL, 1I0mLARY Frt’ LU fleaT 5 2ok X)Lk R
Efive =Xy —N-E=rtnl RVEEEARI =D T 2O TICES, &
b7 =T MR (25 wiv%) 9 mL & ALk VEREEMi Y B =L X —N-
t=nvnl) RUVREARKRI =N T ACMA, RTa— NeRHESE%, FIOE
METHALT V=7 AR (25 wiv%) ZINZ, Bt sl fh4 2 3UBHATR &
T 5,

el BEHAR 2 mL 2 &5 520 U KE LT b U 7 A% (12 mol/L) 10 mL
FO7 2V 7 At H ) 7 L (1 wiv%) 1 mL Z ARERE L7ZRY 7YoL
VRlE— I —ZIEEICIN A T2 5 X O IEVIRYE., 7T ALHE I 55
BHAR &35,

BT LALEL I 2 bR Nl RORESKI=F T A
ZESTH b= kUL 5mL }OUK 5 mL CIEXREST D, REHRKEZ I =0T A
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AL, RIEAFECTAHO ESICET 5 E TR SE 5, REHEIRD A>Tz
R 7ae L8y —h—%/K10mL $OT2REESHFL, WREIERI =57 A
Nz, RIS SE 5, S0mL ORTE T T ATEI =0T LD FIZEE,

TEr=FU N S5SmL Z2I=0 7 ALIIMATATa— eEHEE5, EHKEE
40 °C LA F ORI TIEE A EHET 5 £ CRITIRME L7oth, EREHT A& Lo THL
BT 25, K—AK/—/ (4+1) 1 mL (FEZHREMAEIZT 2 mL, #ZHEIX 4 mL)
ZIEREICINZ TIREM BB L, AT T 7 4 02— (LR 045 um L F) %
HAnTArBL, ik a~ N7 o782 07 MVEESHFHZ L 2 HIEICHT R
BHER &9 %,

FEUER D FRAVALER S N 7 L ALER T NTa— MEHER 1 mL Z 20 mL OR U 7

BELURAERET T XA TEMICAN, BITERE THEEE (0.01 mol/L) ZANZ
TEEH AT o2 — MEERAZFAR TS (Z0O]K | mL 1%, NF7a—hELTER
FNlpg EEHET D, ) o HALT B AR (25 wiv%) 2 mL (2L 3
7 a— ME#ER 0.1 mL Z EREICMZ7b0%, Ho0UHAKERILT Y 7 A%
# (12mol/L) 10mL X O7 = U7 UMb AV v L% (1 w/v%) 1 mL % AFUiE
ALRY el rfle—nh—2nz s, T, RENRROEGE & RFICEE
LB OB T BALER T 24TV, AK— A& 7 —)b (4+1) TIEFEIZAR L, 1mL
28T a— k& LT 0.1~20 ng FHSEDOB OS2 GG T 537 a— MEHER %
LS RSN

Wik m~ 7772 F LMEROIENZ L ME AR ME OE T 22—
EE

MEAERS 10 uL 2K v~ N7 7 7 % 057 DAV EGHTFHIIEA L, BIRK
IS 7 v~ N7 LEED,
HESE B

(K7 a~ s 7 7%)

VY 7 LA BTINTINME U ATV T A (N 2.1
mm, & 150 mm, KifE 4 um) *°

B At W2 0.1 VW% XBRTAIR— A % / —/L (4+1) — 10 min
— (3+7) (2 min f&Ff) — Smin — (4+1)

it @ 0.2 mL/min

7 A fH IR FE:40°C
(& v F DTV B M EHER™7)

Iy H T VU EE MR B A AT A
4 F v fb HE:xL s bhoxTL—AF 1k (ESD) ¥ (IEA A4 v
F— )

* 7T A4 Y — H A 225 (3 L/min)
N 7 A : Ny (15 L/min)
bE— k7w v ZiEE: 500°C

D L ! FE : 100 °C

2 U Y g v 4 A :Ar (230 kPa)

aYVarmRrF—: TROLEEDY



T =4 A4 v TROLEEY
# BWEOWERT

VI —H— A= A oy
HIE X E AA &= H fifeaB A TRILF—
(m/z) (m/z) (m/z) (eV)
174 — 31
SSa—R g 217
A= N 2N 01 =

it i BoNERKSHRHE 7 e~ N7 A0 E—7 &I ImEsE RO

THEREIERL, PO RT a— NEEZEHT TS,

1 NTa—MNITT AGBIZBRET 27D, HR%ROT T A4 B 4 g
(1+10) T —BREITEW %, WK TES ., FITHAKIZE D KE AR
ZIRDHAKIT 1 FEHBEBETEWZ®Z, MKTESZEIZL->TH T A4
HBADBREEI ST ENTE D,

2 I 1 mL/min BBE L5, BLEIZS U THRG|I~ =R —/V REEHT 5,
3 Oasis MAX (FECTAAIE 500 mg, U — N—2F& 6mL, Waters ) XX

IHERFEDOLD

4 Oasis MCX (FECTAAIE 500 mg, UHF— N—2F& 6mL, Waters i) XX
IHERFEDOLD

5 Oasis HLB (E CTAAIE 60 mg, VU —/ S—45& 20 mL, Waters ) X%
INEFAFEDSL D

6 Inertsil ODS-3 (Y —= /¥ A = 2#) TN F%EDH D
7 LCMS-8040 (EEBfERrid) (2 X 2 &1
8 NTa— M AVEBICHETIHAEIE. 2207243 2% L 5,
(B%B) GIERNY) T —va v
« WSHNIEII R f ORI LA
AN FE

WA s R UK B

Exeb ) H f\ h \’i
R S NOF e (mg/kg) R L (%) RSD. (%)
5% A B R RC A B e 0.02 6 88.5 9.7
0.15 6 92.3 4.1
EobAZL 0.02 5 74.7 15
0.2 5 88.4 6.8
FA%E 0.01 6 85.5 17
0.1 6 90.1 5.2
b o 0.01 6 73.4 7.4
0.3 6 87.0 2.8
FA T T AHLEL 1 6 91.5 2.9
5 6 86.2 43
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- S fm) RER

AR JERIB IRINIREL WRMEUGE s SRS

Sk FEFE BEH REH  (mgke) (%) RSD, (%) RSDg (%) HorRat
0 7 £ 7 P i 8 2 0.2 73.9 4.0 8.8 0.41
EobAZ L 9 1 0.1 77.1 5.3 21 0.97
54 % 9 1 0.01 83.4 9.4 23 1.0
faio & 10 0 0.6 76.2 7.7 2 1.2
S A5 AR 10 0 6 83.3 9.9 23 1.8

- ER TR (GEFERBRIC X 5 MR Bl G fE R OB (RELARS) F %
0.02 mg/kg, XM CFHLLH 4% 0.01 mg/kg, HAAET 1 mgkg

- B TR (H—3RBREIC X 2 el BlA R K OV (REARLS) F
% 0.006 mg/kg, EF X OFEHOHH 4 0.003 mgkg, #HFEH 0.3 mg/kg

(%) ZJu~ 7T L6

1300
1500
1200
900
600

300
0

3 4 ] 7

SR TEE

5
FRIFERL 5

BE#ER 852 —FELTO02 ng/mL) O AT RIS A

1643 Wik o~ K7 T 74k

A HECHH

1) /N7 a— MEERIK /N7 a— |k [CpHuNCL) 20 mg % 0.01 mg OHrE T
B, TOREEZTHFL, 100 mL D27 T 222 Ai, % (0.01 mol/L) %
MMZTEI L. FICHEMRE THEE (0.01 mol/L) ZINZ T/RNT 2— MEREFE A
TS (ZOW| ImLiEx, "T7a—R~02mg2E5HT 5, ) .

2) WA A AR (Nat i) SRERVERG A A 2 HABIE™ 1 100 g (99.5~100.4
g) BT, 500 mL @ =475 232 A, 7K 300 mL #/x THERE, -
BHRREETDH, EEREDOpH 6.8~7212725 F T OHELEV KL%,
K 300 mL 2% C—REFET D, KRIZZOBIRIZAKEILT N Y v AWK (2
mol/L) 200 mL Z /M X THERE, EBAREE TS, EBAWKO pH 28 12 2L E
IR DETCZOBRIMELZRV IR L%, KB{ET MU ¥ A%W (2 mol/L) 200 mL
EINZCTR/EHET D, WICZOBIRIZAK 300 mL 212 CTH&EiRE, LERE
EEETD, BEERED pH A 6.8~7212705 £ TIOBRELMBD KL 72tk /K 300
mL Z Nz TRKPIZRAFT 5,

B = =

fh B oWkl 10 g 2 0.01 gOHTETEY ., TOEMEETE L, 500 mL O

RYIET T AT AN, WilE (142) 90mL. #BEA 3~4 ki N2 U =i 2~3 i



ZINZ., BREOHAGEZ R L, S REFINE L T3 %,

500 mL O E— A —%7 7 F—F}IOFICEE, MKz Y 7 AHEAKT? T
WHl A LTcte, oDt BT T 23 ROk S ZEKRK S0mL THEH L, FERIC
Wl AL, BIZAKIZAKZMZTH 200 mL &9 %, ZOHD pH % KER{LT
NU D AR (12 mol/L) T 8.9~9.1 IZFHHE L7t T AHEAMT 2 TAHIB L,
D= — K OAENER D EOKTHE L, TIRE LD AREEL TAHRE
Hod, BT AT RN E T 5,

T1T DRVERTES B A As s (Nat) A7 T A (NES 15mm) (2 6cm D
S FE T LiAZ, 7K 20 mL Z Nz THKE A FE CTAHI O Edinr 6 3 mm OF ST
ETHETHHSE, V7 25HET 5,

REHRIR 2 7 7 DAL, BEHAK D AN > TWIERRE D EOKTHE L, B
W H 7 DTN A, WRESTETAFIO B S 3 mm OF SIZET S £ Tl &
5, K100 mL 24 7 K2z, FERICHRE S S, 77 22 %ET 5, LLTHE
FRIZ, HEE (2 mol/L) 50 mL. /K 100 mL, b7 =7 Z&E (5 wv%) 50
mL % OVK 100 mL Z AR A T MMIINZ T T K& WHiET 5,

WAL T =T LA (S mol/L) 50 mL %5 7 A, #1DOFiHKE 5 mL
EEETCIK, SOmMLOERT7 T A2 NI LOFICES, /T a— hERHBIHE
Lo BETZIAaDEMETHEAT v E= T LK (5 mol/L) &INx. #6k
(S S REHAIR & T 5,

0t bk FUBHANK 10 mL & 100 mL O 73K SHIZIEMEIZ AFL, KEE{ET R Y T A
Wi (12mol/L) 10mL K ON7 = U o7 Ak h U 7 AER (1 w/iv%) 1 mL % Z
THIBEVIRE S, FICoKRKHZZ nadi/b A 20mL 2012 T S5 oML <IE
VIRETEZHEL, Zeadig (FME) 2=A7 7 2AalCAhbd, DN
Rz 7 ma R 20mL 200, FERICEIEL, ZreRLA@aieo /7
FAAZHEDLED, srafRABEEEOME ST N UL (JEK) THAKL,
100mL DR FTHT7 FA2IlAHK SFHA) THBELEHE, £O=A7 7 Aa k)
AEENARDED 7 ma RV LA THEF L, WKEZEOAMEBEL TAHREEDLE
Do HUE 40 °C LL T ORI TIEE A CHL[ET 5 £ CHUERME Lok, EF TR
Zik o THIET 2,

K=T7F%b=FU/ (93+7) 4 mL % EMEICNZ CTHREWERN L, AT T
Y7 4 H— (JLBE 05 um LLF) TABL, ikra~ 777 0 — 24 %
RENAR & T 5,

FIRFIC /N T 2 — MEEFHK 1 mL X OEL T =7 A (Smol/L) 9mL %
100 mL D43 RIRHIZIEfEIC AL, SUBHANK & Rl —S&tE Ttk 5,

K=7r=1FU/ (93+7) 4 mL % EMICMX TEREWERN L, AT 7
Y74 H— (FJLFZ 0.5 um LLF) TABL, BIZK—7TE =K U (93+7)
TEMIZHRL, 1 mLHi2/X7 23— kFELT0.01~0.5 ng Y EA2EH T D805
DFEMER Z B 5,

R v~ s 777 40— BEHERK OB EEERE 20 uL 27 v~ N7 57
IZEAL, Za~ NI 0555,
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At

e S
o 4
VN

0

CHOER RS (BhEFE - 330 nm, @B E - 436 nm)
AT BTN I Y ATV T A (N 4.6 mm,
X 250 mm, RifE 5 pum) 4
wWoOBE W AK—TER=HFUL (93+7)
it @ 1.3 mL/min
717 DAEIRFE 40 °C
B O Benre~ NI ANDLE— 275 S VLA RO THRER 2 E
L, et T a— EEHEHT L5,
&1 AG 50W-X8 H A (kifk 200~100 A v > =) (Bio-Rad Laboratories f)
TN EFFEDH D
2 GF/A (Whatman ) X|ZZ & RIEDH D
3 BEEEEOFEIX 10 mL/min, EHEEOFEIL 10 mL/h &35,
4 Shodex C18-5B (Wfn#E L (AR5 T) ) T I ELFEDH D
5 NTa— MAUVEICHBRETLIHAIX. 207243 ZF L5,

>

(2%E) HIEN) T —va v

* BB R K OVl U kg

AN AW R R UK

WYY (mg/kg) MR L (%) RSD, (%)
Ji% %5 R B B S A R 0.1 3 87.7 15
0.2 3 96.3 19
0.5 3 76.7 7.9
TR B kA B A R 0.1 3 92.7 49
0.2 3 80.7 3.1
0.5 3 85.0 7.7
A—B T 0.1 3 96.0 14
0.2 3 87.7 10
0.5 3 79.3 11
- L [RIEAER
o S Hohek R RONPEE WNENLER sads sy SBEBURE
AROIE oy BEB  (meke) (%)  RSD. (%) RSDg (%)  omRal
T uA 5 — AR 7 0 0.2 88.2 6.8 7.3 0.35
- EE MR (H—3BR=EIC X 5k Bl A B 0.05 mg/kg., HEALEL A

0.01 mg/kg

(%) ru~ 7T L)

AR

L

b 10 20
{ F IS

AmaEE (BEFEAHIC/AZa—FELTO05 mgkg HEERM DI/AT LTS L



165 XTFAF
165.1 BEIHDOHT R o~ T T 7EEONTEHT LD —F 0Tk

EIE 1L B,

1652 HHYV L RBEIHOT A7~ 7T 712X 5ZMH0HE (FD 1)
o4 lC LB,

1653 HHY L RBEBIEOH A o~ 7T 71255 REHISHTE (F0 2)
E2EISITX D,

166 /XTFF L AF )L
166.1 EIDODHT R o~ kT T 7EEDHTEHT LD —FohriE

I 1LITX D,

1662 AV VREEO T A7 a~ 87T 7128 DZMHSHE (20 1)
o4l LB,

167 "NV 727 uawy 7 A
167.1 BIROHG Ao~ k7T 7EESNTFHT LD —F o

BIM1ICL D,

AN

168 NT AL T2 AF)L
1] B
o)

168.1 RUANLTBRUATFNVEOMDRBIEOWIK v~ N7 Z 74207 A E &
Mratic X 2 R4 #r ik
I3 IS,

169 valF 7z
169.1 HAZva~ N7 T 7' EE&SHEHE
A HECHH
1) B2V )7 AAERER v'alF 7= [CoHpFsN202) 25mg % 0.01 mg D
WMETEY, TOBELZTHEL, S0mLDEET 7 AIIZAN, T M Z2Z
THEML, FITERETCTE N Z2MATEa ) 77 o VIEEFIREZ RS S
(ZOW ImLiE, ¥aVF 722 LT05mgaEaAT5, )
EAIZER L T, RO — 82 A REE CEMICHRL, 1 mL fice =y
T 72 L T0002~1pg 2 E AT O] F 7 2 SMEER AT 5,
2) MREEE ARV =F Lo s Y a— (F¥4 18 400) 50ul 27 & b 100
mL (22 TABS I 2 3 2,
B E =
o oH SWEEL 10 g 2 001 g DHTETERY, TOHEETE L. 200 mL O
e =A7 7 A3l AL, K20mL (FZHHEIX30mL) A%, 30 /o RERE %,

257



258

BIZ7 & b 100 mL 2 00%, 30 43[R 0 IR Tt 9%,

200 mL ODEET 7 Aax 7 7 —F}OTICES, fliliEEAH (5 B) T
Wal Al L7ctk, oD =M7 7 2a ORI ZIART E K> 50mL THyF L., [F
RICESI AL, BIZRET7 T AaDERETTE M Z2MZ 5, 2O 40 mL
Z 200 mL D727 T A 2 ZIEMEIZAIL, 40 °C LLTF O/KIETHK 4 mL £ THUE
ARG L. 17 HLBER LIS 2 3EAIR & T 5,

7 AT BRI E S A Y U T A (20 mL RFEF) THIC AL,
AREHEIE DO AN > T\ T 7 7 2Aa%&/K 5 mL THIF L., iRE DT 2I2Mx
7ot% 5 pEEET S, 200 mL ORTET T A% AT LD FICES, BEHATK
DAS TN T T T Az ~FH 2 10mL 32T 3 BIVEH L. WEiRENER S
T AIMA, WWEDBFTETAHO ESicETH2E TR FLTE a2 7 = U2
SHD, HIZAFHL 50ml 247 L0z CRBICEHESYS, BHEE
40 °C AT ORI TITE A CHET D F CRIEREME L7-th, BT A &L TH
3%,

vruaa~Etr—T% b (4+41) 10 mL Z EREICINZ CTHRED RN L.
1,000xg T 5 /im0l L, BB E AT T 07 0 v H— (FLF2 0.45 pm)
TAHBL., BT LB IS 2R EHAK & 5,

AT LHE T REHAKR S0mL 27 VB~ NI 7ICEAL, B2
7z PR TAES A 100mL D72 T Z X 25, 40°C UL FOKIBT
& A CHIET D E CRULIRM Lo, EFH A%k CTHET S,

XY SmL Z M CTHEREDZRN L, 77 L0 LT 2 30EHR R & 9
Do

TRk a~w 87T 7 40— i

BT A AFLUVESARVEUEEAKRS T A (R 20 mm, F
S 300 mm, RIFE 15 pm)

H—=FRHTh: AFL PR P ALK S T 5 (RN 20mm, &
S 100 mm, RifE 15 pm)

wWOBE W ormaaxYr—TE M (4+1)

i # : 5 mL/min

5y B H 43 75~105 mL
T LB BRI AB~Y IR T AI =T (910 mg) FrEAFHL 5
mL THEFT 5,

REHAK 2 X =07 KM AN, BEHEIRD A > T2 T 7 7 A a iz ~F
YS5mL$OT2 S L, WRAIEKI =87 A&, KEAFRTAKO E
ST D ECHH S5,

50mL DR TTHET7 7 A% I=NTLDOFICESE, ~FHhor—7F L (17+3)
I0mL ZI =T HIMATEa) F7 =0 ZEHESE 5, IWHIEE 40 °C LT
DKW TIE L A EHEMET 2 F TRERM Lok, ER1 T ALk THRET 2,

AR 1 mL Z EREICIN X CTEEZEN L, AT a~ N7 7 7B BT
FHZ K 2MEICHET 23 BHEIR & 35,



A va~ N7 I 7EEGIEHCE2HE SR AR OS2 77 = UfEYE
4 2yl A a~ 77 7EERSHEHTIEAL, BIRA A UREZ 2~ b
AN = X

WIESME il
(BRI a~ N7 Z7H)
71 7 LA ERE Yy T )T A (S%Y T 2= —
95 % AFNRYvuxHhra—7 07 NEE
0.25 mm, & 30m, MEE 0.25 pm) *3
* ¥ U ¥ — #H Z:He (1.0 mL/min)
Ao o OA E AT Ty R (605s)
OB | AN ES R B - 250 °C
77 A fE R 80°C (1 minfR¥F) — iR 20 °C/min—280 °C (10 min
%FF) —300°C (10 min fRFF)
(BB EH™)
i t o8 PO EARAE By AT Rt
A4 A+ v qb E:E\EIAA L (ED &
A B —T7 = — AIRE : 280 °C
A4 F v Ji R JE:230°C
A4 F v fb B £ :70eV
T =X — A F EEAL mz376, HERA A m/z 238

a B Bon@RAA U7~ N7 A0 0 — 7 HEZ RO THRE
MEERL, REFovray) 7o B2HET 5,
7£ 1 Chem Elut (Agilent Technologies #) XX Z L FRZEDH D

2 Sep-Pak Plus Florisil Cartridge (Waters ) (242 F 8D U — " — %1l
WLZboXIZh ER%ED O

3 Rtx-5MS (Restek ) XX ZNEFR%EDH D

4 GCMS-QP2010 Plus (SEERERTHRL) 12 X 5 5441

(2E) SHEANY T —va v
 TNTEN S e OVl UK BE

VSN <354

AMEI R R UK

B ORR (mg/kg) PRz L (%) RSD, (%)
A KR E H B A i 0.01 3 106 3.1
0.1 3 97.2 3.1
A AR E RS A s 0.005 3 99.4 10
0.01 3 105 6.7
0.1 3 109 4.6
NS 0.01 3 98.2 5.5
0.1 3 91.5 52
EobvAZL 0.01 3 97.7 8.9
0.1 3 90.0 6.9
AT T A 0.005 3 89.0 7.7
0.01 3 96.7 4.0
0.1 3 101 8.7
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- S fm) RER

Rk FEHIE WRINEREE WNEDREE  sador Ui SRR Bk

uftjq'@*if;ﬁ 5@%;& %ﬁ%%[ (mg/kg) (%) RSDr (%) RSDR (%) HorRat
FLT A5 TG & bkt 9 0 0.1 98.0 3.9 11 0.50
TATTAA fr— 9 0 0.1 89.6 7.0 12 0.55
- EE TR (E—-RBR=EIC X 2R e 0.005 mg/kg

- BRI FRR (R —FRBR I X DR EFH 0.001 mg/kg
(%) 7/a~ 7T L0

|
|
o
ul.rl

[

1o
—_—

10 11 13

12
{23305, 4
AmEH GLA4fRERREHAMICEaYFTIvELT

0.1 mg/kg HEEHM DY/ AT LTS LA

170 B RurX o VXH Y —1

170.1 {&ik7 v~ 7 7' E&5HEHE
(it FH /EPH - Fdo & L OBIK)

A HEOHH

ERefxvA Y8y — ViR bt Re$i A VxH Y —/ [C4HsNO2) 25
mg Z 0.0lmg DHTETEY ., ZOKEEZFLIL, S0mL DEET T A 2T A,
T hoEMATENL, BICERETTE M2 MATe Fefd v Y3y
— VBRI 2 895 (Zo ImL X, B Refdi A VYEH Yy — Lt 1L T05
mg ZEHT D, ) .

ERICER L T, RHEREO —MA /K CTIEMICARL, 1 mL Filt Fr¥Fi g
VEH Y — e LT 5~400 ng 5 AT HEEOE FuXxi (Y XY — g
Rz il 5,

B = =

h H SHTRREF 10 g 2 001 g DHTETEY . TOHMEETLH L, 300 mL O
e =47 7 23T A, K30mL (BKIZ20mL) ZZ., 30 ofElFkER,
27 h 120 mL CBLKIE 100 mL) Z20%, 30 s fiR D iBRE T3 %, 200
mL OERT7 T A% 7 7 —R}O FICES, MiRE 7 Al A
SIAME LTth, D=7 7 AaRUFESZIART & F o 50mL THE L, [AEk
S AET 5, HIT, RETVIAATDERETTE N ZMA D, DK 20
mL % 50 mL D727 7 X 2| ZIEMEIZ AL, 40 °C LLFOKB T 3 mL (GUEA
A THD5AEIEL 2 mL) BUF £ CHUERME L, WK BT 230K & 3
Al

Wil BRI AZ, o Uik MY U A 5g (45~54¢g) % AiL7z 300
mL O3 EIRF ATz %, BEHEEDO A > T2 TIE T T A 2% 2 %kERK
FT MU UL 40 mL TUHE L., WIRE 2IE}; A ICGbE s, B, ~F
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B 40 mL THE L., FRRICRIKZ 0N A G bE s, ik} A% 5%
MRV IRE-%HE L, KB (T/E) % 300 mL O5iEIF}F B IZA#L5, 6mol/L
W 2 oATRSFBIZIA ., pHZ 2L T & Lcfk, BIZP=F Lo—7 )1 100
mL 2Nz, 5 oIV IEE-%HEL, KE (THE) % 300 mL O4#kiE} C
o, vxFrz—7 08 (EE) 2300 mL OD=Mf7J7 A3l Anbd, YT
T—7 /L 50mL % 73 iRiESF CIZ AL, S IRV IBE - #HEL, KExiicy
TFNT—TNVEEEO=MT7 T Al libY 5, VZTFNAZ—TIVEEEED
files ~ U oA (HEAK) THIAKL., 15 08E L721%. 300 mL ORTIET T X =
IZAR (5 A) TABT D, KO=A7F7XAazbEOTZF N T—T L TH
L, RiREEDOA A (ST A) 2@ L TAREGDEYED, AHRICAK 2 mL 20
R, 40°CLLFOKIBTHR 2mL £ THIERML, ERT AL X TYVZTF LT —
TNERELEE, PEOKT SmL O2E7 T A2iZBT, kokd BT T 2
2E/LEOKTHEEF L, WKEEDLEE, BIERETKEMNZ D, ZOED
—WEALT T T g E— (LB 045 yum LLF) TABL., Wik o~ 7T
TEBESHFHC X D REICHT 2RENATR & T 5,

WRik7 v~ N7 7EESHEHZEAHE HEHEERAOEE Feki o Y X4
VBRI S L BRI u~ N 7T TEESNEHIEA L, BIRA LUK
Hrm~ 7o 852155,

WIE S
(k7 v~ ~7'Z 7)

) 7 LRIV E=ATNa— v hT A (NE46mm, £
150 mm, HifE 5 um) 2

B i3 2 0.1 VW% ¥ — A%/ —/ (3+2)

i B : 0.2 mL/min

AT A A R B 40°C

(& & ATt ™3)

TR H o o W ERAVE &5 T EF

A4 A4 v b E.:zxzvr ke RTr—AFqkiE (EA 4 E—
r)

* 7 7 A4 % —H A :N, (1.5 L/min)

57 o 7 A N, (10 L/min)

b— k7w v 7i{EE:200°C

C D L & JE:250°C

® =% — A4 F ¥ :m/z100

OB BoniBERA ARz e NS T AN E— Y IR UL S &

KOTHERZER L, BT Oe Fexo vy — L B2EHT 5,
I 1 GFP-95 (Ml |lLBUERFEY) I EFEDOH O

2 MSpak GF-3104D (L Y+ v 7H) izzhiREDEL O

3 LCMS-2010BEV (iEERERTHRL) 12 X 5 &4
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(%) otriEAN) T —va v
* WMIENE R K OVl L
sromm  TIRE gy

L IEL R R LR

[

(mg/kg) (%) RSD, (%)
fab o1 0.05 5 89.7 47
1 5 71.4 9.9
fa 52 0.05 5 78.7 9.6
1 5 80.0 11
K1 0.05 5 86.9 2.9
0.5 5 95.5 9.8
A2 0.05 5 94.1 7.2
0.5 5 82.2 7.6
- JLEEER
s 5 bk gt RO WSNEINER  sims Uik o2 stRs g
ABROHR gy man (mg/kg) (%)  RSD, (%) RSDy (%) HorRat
b ol 8 0 0.5 69.9 4.4 9.6 0.51
b bl 8 0 1 68.8 3.9 7.9 0.47
b 52 8 0 1.5 69.2 4.0 9.6 0.60
Bk 8 0 0.1 78.5 6.1 13 0.60
k2 8 0 0.25 78.3 5.2 9.0 0.44
%71%3 8 0 1 77.9 6.3 9.9 0.60

& NR E—RBREIC L 5MR) B 0.05 mg/kg
ﬁMF@( —RBR=RIC X D HERR) AEHE 0.02 mg/kg
(%) 7sa~v N7 T L4
A B

.......

{SEoEfE TEH(i
IR

=5k

ino
—

12 4 18 13 20 22

{25038, %

ZEBRRVOFMEROIOT TS A
A EWER (B Fefy o V¥ H Y —1 L LT 200ngmL)
B: AL (b oice Faxv oA V&4 — b LT 1 mgkg Y EAMN)

12 14 18 18 20 22

Bl i)

171 7> UV
171.1 BE¥oHAxra~ 7T 7EESITEFHC L 5 —F oWk
EIH LKL B,

1712 vlrvznAf RREROTA 7o~ 7T 71255 25T E
H2HEi 212X D,
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172 vXp=1L7 %K
172.1 k7 v~ 77 7k
A HEOHEHE

1) EXm=/17 hF% NEER EXm =17 F% ¥ F [CioH30s) 20 mg %
0.0l mg DHTE TEY, ZTOKMEEFTLELL, 100 mL ODEET 7 AT AN, AHX
J—NEMZTENL, BIERETAX ) —LEMzTERXe=L7 hF R
B e 45 (O ImLiZ, EXE=L7 h%T RELTO02mg 2 aAT
%o ) o
AICE L C, EHEFIRO —# %2 A & /) — /L CTIEREICHIR L, 1 mL i e
H=LT hHRIRELTOSSug 20 AT 28ADOEXmn =)L 7 &% NEAER
S5,

2) MHEHEMET AT BT AT a~w 7T 7 AEEET VI (K 63~200 um
(230~70 A v =) ) ®1%& 105°C T 1 Bifi]atE4 5,

3) TAWY TR T A BT AW~ 72U L ChifE 74~149 pm (200~100
Awra) ) B2 105°C T 1 BRI 5,

B & =3

i o oWtk 40 ¢ 2 0.01 g DHTETEY . TOEEEFTLH L, 300 mL O
IPEIREHIZ AL, A 7 —1 100 mL 2z, 1 RERE 0 BTt L., A% (2
i) TAHE L, BRICHT 23BNAK T 5,

¥ @l BEHANE 25 mL & 100 mL ORI 7 7 A 2 ZIEMIC AR, 50 °C LL
TOKET 2~3 mL £ TRERME L, RfEHEZ 100 mL O3 R} A IZALD,
HDORTHT T A%V EDO AL ) —) )L THE L, WIRESIREF A I26bHE
7ot DHEREE AlA~F Y2 50 mL K OMEET B U v AR (10 w/iv%) 50 mL
Iz, MLIRVIBE-%FET 5, KE (FE) % 100 mL O 4 iEE}F B 12
A, ~F Vo (BEE) 2=MA77 X3l Ahd, SR} B I2~F1 2 50
mL ZMz, FENICIEV RS -%iFE L, KEzo0E} AlIcGdbd, ~%9
VRO =AM T T AaiZEbE b, ~F T 50 mL ZoWREF A I, f2
ONCIRVIBETHREFE L, KEEET, ~XVr@rlto=fa7I7xa|zqh
D, ¥V UEgrEEomiEE) MU oA (HK) THAKL, 200 mL O =/~
TAIFRARTHBT 5, KOZAT7 T AaROAMENERDEDO~FH
THE L, WREEOAREBE L TARE GO, 77 LML 5 3 UENATR
L5,

717 BALER Wile T N U oA (MEK) 2g (1822 ¢g) . HWEMHET LI T 1g
(09~1.1g) . TA B~ 2T UL 1g (09~1.1g) KOHiEET Y o7 A (fEK)
2g (1.8~22g) ZENENAFH U NRBEIETH T L8 (N 10mm) (ZIEXK
T LIAIA, REATE TAAIO ESg2 S 3 mm OF SISET HETRBSE, 77
Lzl 5,

REHNRIRZ 7 DA, BEHAKDO A > TWe =7 T 2 az/bEo~x
VYRS L, WERE T AT A, WED TR TAKO ESE2NS 3 mm OF S I25E
THETHHEESHED, 100mL ORTIT T ATE T LD FICEES, ~FH

263



—zuauakis (1+41) 50mL 207 A2z TeXa=/L7 h&v FEEHS
¥ 5,

WHE A 50 °C LT ORI TIE & A EHET 5 £ TRIERME L, BIZERT A
ko THLE Lo, A X/ —/v 2 mL ZIEREICINZ THREWMAEEN L, AT
T T 4 NH— (LB 05 um LAF) TABL, Wik a~ 7T 7 4 —i2fit4

LRBHRIR & T 5,
k7 vn~ 777 0— REHRRMKOH B =7 b %y PR 20 pL

BRE 7 a~ NI 7IZEAL, Javw NS TLESD,
HESRM Bl
o o aotRRHEs (hEE 294 nm, #OBE R 0 326 nm)
T A FTETIATI M ) AV T A (N 4.6 mm, K&
250 mm, KifE 5 um) 3
wOBE W AZ ) —L—K (17+3)
i ;1.0 mL/min
7 B OAbnruv NS IANLE— 7 m S THEA RS ThEREE
L., Ao rRo=L7 N2y REFEHT A,
7 1 Aluminiumoxid aktiv basisch Art.1076 (Merck #) XixZ Nt RZ%ED L D
2 7wv U P (Floridin ) Xz RO E D
3 UNISIL PACK 5C18-250A (Y —=x /LA = 2H (RFEHKT) ) XixZh
LRIFED S D
(BE) piEAN) TF—va v
< WRINEIER K OV U RS

—— FMEE o FONEINE E LR
RH ORISR (meke) LT 00T ReD, (%)
a4 7 —EE % AR S R 0.05 3 84.7 7.4
0.5 3 84.0 1.6
1.0 3 83.0 22
L9 AZL 0.05 3 80.4 1.7
0.5 3 83.3 4.0
1.0 3 83.9 0.8
<A a 0.05 3 84.1 2.4
0.5 3 80.0 2.3
1.0 3 80.1 2.5
- R ERER

sSp Ry 0w AR TP FnEle s sndr e S=RFREL
i TOBREH RER (mgkg) (%) RSD, (%) RSDgp (%)
754 7R EARR AN 6 0 0.5 92.4 2.9 5.0 0.28

HorRat
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(%) ru~ 7T LH)

|

ny

4 8 12
{#F0R, 7r

MR (AR IZEROZ LT REL RELT
0.5 mg/kg AL EARM) DY/ O LTS LA

2ot 1

173 ©vXorA
173.1 BIHOHT R o~ 7T 7EEOITEHT LD —FohriE
FHIH1LICX D,

174 A bnor
1741 {RiIKZ v~ N7 Z 7% 05 ARVE RSN EHE

CE I &EPE - fado &, Fo I8 EEALARTEL X OVLK)

A HECHH

A oY R EA R Yy [CHNsO) 25 mg % 0.01 mg OHrE CTE
D, TOKMEELFEL, S0 mL OLET T AT A, AX ) — VEIMZ TN
L., FICHEBRETAS )=V EMZTEA bo VU EERKEZ LTS (20K
ImLi%, XY LTC05SmgaEaT5, ),

BEAICE LT, EERKO —H 2 K- A% 7 —/ (7+43) TEMIZHRL, 1
mLHFIZERA hr Yy e LT0120ng 5 AT DO A b a ¥ U B % 5
WD,

B = =3

fh H SHTEEL 10 g &2 0.01 g DHTETED . TOHEAFLE L, 300 mL O
i =47 7 2 2|2 Ak, K30mL CBKIZ20mL) ZNx., 30 ol ER, &
WZIREE S U 7 NEIR (Twiv%) SmL YA & /7 —/L 120mL (H2KiX 100mL) %
Mz, 30 SRRV IEETHIET %, 200mL DR 7 I 23427 7F—KIDF
ICEX, itk E A (5 B) TRSIABELIEE, KO=AT7 T AaRORES
ZNAR A & 7 —/v 50mL THF L, [FERICKE] AiRT 5, HICRET T A OE
METAE ) —NEMMZD, ZTOW2mL % 50 mL ORI 7 7 A2 ITIEMICA
e K20mL M2 T, B 7 2T 23 BHATKR E 35,

T T LAEEL F g 2T ) b Y BV =5 T A (500 mg) E2 A A
& =/ 5mL K UUK SmL CIERGEET 5, SEHAKZ I =0 7 LI AL, K
NFETABID LI ET 2 F TR ST, 1I0mLOEBET7 I A% I=hHT A
DFICEE, REHEEDO A S TWe T T ZRAa%K—A% /) —) (7+3) 4
mL 9°2°TC 2 FEYEEH L, TR ZIER I =77 A2 A, Wi A TAHO Bl
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266

ETO2ETHFLTEA YU 2BEHESELT3, 2R 7 A aOERE TK
—%?/—%/Uﬂ)%mz ik v~ 7o 78207 ARG REGHEFHZ LD
BB 23EHEIR &3 5,
Wik o~ 7578 057 ARVEBESHTENC X AHE
VUBEMERSS S uL BRIk v~ N7 T 7 X T AR
bt 7 v~ v 77 LS5,

BOBHEIL U4 € A | 1
SYBFRHICEEA L, iR

=R
E EEEA9S)

BESM Bl
(k7 v~ s 7Z 7%R)
v 7 LA T BTN I Y BTV R T A (RER 2.1
mm, £ & 150 mm, Kifg 5 um) 4
i it % : 2 mmol/L HEfR 7 v =D LIRIR— A X / — )V
(4+1) —15min— (1+1) (5 min £REF)
it B : 0.2 mL/min
7 A f IR B 40°C
(& > F LAVE B AT o)

T § o VO AR By At
4 4 v b E:xLvr ruRLL—AF 4L (ESD) ¥ (FEA 42
F— R)

A A v PRI A 110°C

FINR— g o H A

: N> (800 kPa, 400 °C)

2 InertSep Slim-J C18-B (¥ —= /LA = R l)
—ZEE L ONITZ
MERHERF CE RV, LE
Inertsil ODS-SP (¥ —x /L% A = ZH) I EREDH D
ACQUITY TQD (Waters #)

wm A~ W

vy 77U —FE:1kV
o — v H A :N; (50KkPa)
o — v E OJE:TEROLEBD
aYVarzxX—: FEROLEY
T =X — A F v FTEOEED
#£ A oY rollESM
TV Jr—A— TSI AR a—y EYDE
WERGHE T ERA R WE R
(m/z) (m/z) (m/z) v) (eV)
EIN= 218 105 — 3 20
— 78 35 40
7t B BONTRRKGHREZ v~ 877 A0 6 B — 7 [ X ILE S 2 RKD
THREREZIER L, RO XA YU E2EET 5,
W1 J#HIE 1 mL/min B2EE T 5, LEICS U TSI ~=F—1L REEHT 5,

(S 7 R D )
R CE NG
I LT MR & ) R B,

(2 KD SR



(&) HriERN) T—v g v
« WSHNENIN R K OVl U B
wE o MRE

N }_"3 (DD\ ¥ =
855 | AANEIRR R U RS EE

S

(mg/kg) (%) RSD, (%)
e b 0.01 3 89.3 3.0
0.1 3 90.0 1.2
1 3 87.1 0.7
Tilh 36 B AL £ ) 0.01 3 88.4 9.8
0.1 3 91.2 8.5
1 3 88.0 2.3
Bk 0.01 3 94.2 6.1
0.1 3 9.8 3.7
1 3 97.0 1.0
- L[] FABR

FihE AR ORINIEE WINEUE  spimx U S ESRE

2o %

WO g mEH  (mgkg) (%) RSD, (%) RSDy (%)  ORA
fab b 8 1 0.1 90.7 1.8 6.6 0.30
B S 9 0 0.1 92.6 2.9 6.8 0.31

- ER TR (H—BR=EIC L DR B 0.01 mg/kg
< B TR (BRI K DR e 0.003 mg/kg
(2%5) Za~ ~7 7 L0

A B
4 i} |
% i
a " |
5 s 10 e s 10
{ w30 w05

BERRUAMAROIOT LTS L
A ERER (B A Fr Y& LT 10ng/mL)
B: Wk (b oIz A hr Y& LT 1 mgkg MY &R

175 ©9 %y 7=

1751 = A7 INTZOMDEEDOEE I v~ s 77 75 07 MRVEESHTEHT
I 7 [R5 H s
FIHE 18Tk B,

176 ©7 VU x—Fh

1761 T AT HINTZOMDEIEOEE I a~ s 77 75 07 MRVEBSHTEHT
£ D[RR o AT iE
3181k D,
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177 ©IOX T2 FH
177.1 BIHOHT R o~ 77 7EE&ONTEHT LD —F 0Tk
31X A,

178 v U X~
178.1 BEIoH A ua~ 7T 7EBESITEHI X 5 —F o0 E
ALK A,

179 vV TFHNT

179.1 AFH 7 v ARCZOMDRIEDOWIK s v~ 7T 7 207 NRVE &
FHT & B[RRI HriE
FIHiI 201X D,

180 B axs7x
180.1 BIHOH Ao~ 7T 7EESNTFHT LD —F o
W31k A,

181 vUIH—7

1811 7YX LA EVZEDOMOERDKEKR I n~ 7T 78057 AAVE RGN
FHZ X BRI HTE
B3I 1210k D,

182 BUI ANy I AFN (B I Ny I XAFN (ER) KOBY I /Ny 7 XF

L (Z1K) )
182.1 A VH A UryZOMOREKOWEIKRI a~ N7 T 7% 7 ZNWEEGHTE
\Z & B [RIRE M 1

321 lc kD,

183 B U IFRAAFIL
183.1 BEBIHOHT Ao~ T T 7EESNTEHT XD —F oM
I 1ICX B,

1832 ARV L REEDO T A7 u~ 7T 712K DZHEDHE (2D 1)
o241z B,

1833 Z7 A B U RAATFIVKREY IHRARATF VORI~ N7 F 712856
R A IREA
EIEI 2512k B,
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184 ooy

1841 =F7u— N ZOMOEKRDEREK s n~ 7T 7% 07 ARVEESHTFICE
% [FIRE 3 AT 185
HEIM 19k B,

185 vy
185.1 E¥D AR~ T T 7EESHEHNC XD —F oML
T3 1k D,

1852 WA wm~ T Z 7k
A HEOHH
1) vroumyl o AEER v 7 my Y [CoHoCLNOs] 20 mg % 0.01 mg D
Kig TR, TOHMEEZTLHF L, 100mLOEET T A2 Z AN, 71 k> 20mL
EMZTENL, BITHERET 224- RV ATF AR EZ 2Nz r7ay
VBRI AR TS (O ImLiE, B/ rY UL T02mg 2 E AT
%o ) o
R LT, BE¥EFE DO~ 4% 224-F U AF LB —T % v (441)
TEMICHRL, ImLHicery7ay )2 LT00l2ug 2/ T 55m0E
Yoy ) SRR T D,
2y TAW~Y T XY A BT AW~ 72U N Rt 149~250 pm (100~60
Awia) ) Bl 130°C T 16 B4 5,

B E =
Fh H %ﬁﬁﬂsug%ﬁ@ﬁ?4%i?%@ T DO¥fE & Fo sk L. 200 mL
DO =A 7 F 2l VK 1S mL 2z T L, 30 ofERER. EHIZ

F> 80 mL Zh1 %, 30 %) W%Dmﬁfﬁmﬁé meL®t¢%77x:%7
7RI TICES, fitEE A% (5 B) TRSIAWLIEE, DO =A7
TAAROFESZIERT by 50 mL THE L. FEECES A8+ 5, Az
40 °C LR O/KIE TR 15 mL £ THRUERME L, BikT MY UL S5g (4.5~54¢) %
Mz, 717 DA IS 23R & 5,

T AR T REHARE LM A Y T A (20 mL RFH) TN,
SEEET S, 300mL ORTIET T A% H T L0 FICES, REHRIERDO A -
TWe TR T7 T Aaz~FH 2 10mL T2 T3PS L, BREIER Y 7 L1
Mz, WEAFETAHO L ETH2ETHFLTEY 7y ) U2 EHSE 5,
FIZAFH 2 90mL & H 7 A& CTRBRICIEH S/, WHIKZ 40 °C LR O K
WTIEEACTET S E TSR L%, EFVAE%-> CHETS, v7n
~FH =Tt M (743) 10 mL Z BRI CEREMETEN L, AT T
TANH— (JLBE Sum LLF) TABL7ZE., 77 L0 I3 2 30BHAK &
T 5,

T LR T BBHAWE 5.0 mL 247 ViRiE s n~ T 7ICEAL, B on
VU BEH T DS A 50 mL ORTIET T AT L, 40 °C L FOKBE T
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270

& A CHIET D E CRIERM L%, EFH A&k CTHET 5,

AXY =TT —T L (49+1) SmL EZMXTEEMEE L, T A
SLER Tt 2 EHAR & T 5.

FNREIa~ N T T 7 40— B

T A RAFLUVE AR UIEEAR S T A (A 20 mm,
£ & 300 mm, KifE 15 pm)
H—RHITA: AF LIV ARCPBPUESE S T A (N 20 mm,
£ & 100 mm, Hif% 15 pm)
WO W v randyr—7% by (7+43)
i : 5 mL/min
gy B : 60~75 mL
717 NALER 1T TAE~ T 27510 g (9.5~10.5 g) Z~FH U AEE I E T
A7 LE (RNE 15 mm) (20 LiAZ, AT TAAIO B2 3 mm O S I
ETHETHH S, VT 2E5FRT D,

REHRIRZ 7 7 DA, REHARDO A > T\ T 7 T Aaz~FH o —
CITF T —T)b (49+1) SmL O T 3 [mIPEF L. WIREIER D T 22z,
WRE AT TAFIO LSS 3 mm OF SISETHETREBSES, Hio~FH
—VIZF =T (49+1) 30mL = H T A2 Z, FEEICRESE 5,

200 mL ORTH T T A% T LD PIES, ~FHhor—YFrz—71

(17+3) 80 mL # W T AIZMA Ty 7 uy ) 2R ESE, WK% 40 °C DL
TOKBRTIZE A EHET D E CTRIERME LR, ERTAZE - TEET 5,

224- R U AFNUA_X B =T My (4+1) 5 mL % EREICINZ CTHREY 21
MWL, AV~ 777 4 —ICT 23 BHAK E T2,

A a< 777 0—  BWEHRREOKEY 7 0y ) SERERS 2 ul & 50 A
sa~ N7 7IZEANL, Zu~v NI LEHD,
HIESM B
i i TN Y BA T AR AR
7 7 LAy T T A %Y 2=b—95%
CAF R vuxY o a—7 0 7, NEL0.25 mm,
£ & 30m, EE 025 um) 3

¥+ U ¥ —#H & :He (1.5 mL/min)

AA 2T w7 I A He (30 mL/min)

B Bt 4 A :H, (3mL/min)

By B F 2 EzER (140 mL/min)

=B B AN E ATy L (60s)

FRORE A IR E ;250 °C

A7 AR EE 80 °C (1 min f&%F) — 5 20 °C/min—280 °C (10 min

(ES5))
o &% 1B 280 °C
7 B O Bbhimrex b IANRLE—2ES UTHEEE RO THRER %

&



B L. ety rmy ) vEEREIBT S,
E 1 7r Y2 (Floridin ) XTI ERFEDH D
2 Chem Elut (Agilent Technologies ) X|ZZ il ERED H D
3 DB-5 (Agilent Technologies ) XX Z i EFRZEDH D
(B%E) piEAN) TF—va v
< IINTENN R e OVEOR U RS B

g ; WINgRE .. WONENR R fs U AE
PO (meke)  EY T () RsD, (%)
99 B AR BL A R R 0.25 3 84.0 8.3
0.5 3 91.0 48
1 3 80.3 7.6
AR IE & B & i 0.25 3 86.0 3.5
0.5 3 91.3 6.7
1 3 92.0 6.1
TILT 7T 7 o~A 0.25 3 82.3 9.1
0.5 3 86.7 8.7
1 3 84.0 9.7
- L[] FABR

skt AR AR TN B WONEIR s Uk KR FEBURSES

i TOBREH BREH (mgkg) (%)  RSD, (%) RSDg (%)
RIBAEE HBC A Rk 6 0 0.5 85.5 3.3 94 0.51
cERE TR (H—RBR=EIC X 50R) kR 0.02 mg/kg

(%) Zu~ 7T L)

HorRat

) |
i

= N, 1!

0 5 10
{F3903R8, 55
AmEM (RBRARSHAMICE IR YYrELT
0.5 mg/kg HEEFHM) DY/ AT LTS LA

186 7 47 m=)L
186.1 Wik v~ w275 7% 7 KNRVERBSHTRHE
(10 FH i H - k)
A HECHH
1) 747w = VR 7 4 7' v =/ [CipHsCLFN40S] 20mg % 0.01 mg D7
EFTRY, TOBEZTEL, 100 mL DEET I 23T AN, T 2z
TP L, BIHERETTE M 2MATT 0 7 e = VEREFR 2T (2
DWW ImLIX, 74 7mr=1LLT02mgxahlT 5, )
A LT, EEFRO —fEZ A ¥ /) — )V CIEMIZAHR L, 1 mL Fi27 4
Tr=E LTI1~100ng 5 AT 2HEDT 4 70 = )UEHER 2T 5,
2) 0.5 mol/L U ik @ik U BgkFE Y 7L 527 g (52.65~52.74 g) KO
Uk = KFEAY 7L 302g (30.15~30.24g) A B TAKS00mL IZENL, Vv
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272

iz (1+10) XIIKEE(LEA U ¥ AR (1 mol/L) Z MW T pH % 7.0 IZFRHE L /=14,
FIZAKZMZTIL &5,
B & =

il M itk 10g (B, fidbo & R ORG B ETEHE 5.0g) % 0.01g D
HiE T (EBE, b b R ORHEARETEHT 0.001 ¢ OHFET) &V, TOHE
ZEsk L. 200 mL O35 =447 5 A2 AL, K 15 mL #0014, 30 ArREsiEis.
FIZT7E F=FVU /L 100mL 2004, 30 2RV IBE CHllH9 %, 200mL D42 &
77 Ak 7 7 —R}FOTICES, KA A (5 fE B) TWSI Al L7,
K= 7F7AaROFESZIEKRTE b=k UL 50mL THEF L., FREKIIEIA
W5, Wiz, BRI AaOERETTE b= AEINZ, RIESEICHES
LA & T %,

ik oyhl REHRR 20 mL #H 5 Uit FY 7 A 10 g (9.5~104 g) KO
0.5 mol/L U “FAFEME K 20 mL GBI DL 5 TH D5 A1 0.5 wivd KEg{kT k
U T LEWK 20 mL) & A7z 100 mL O 53R IERESN 2, 10 43R 0 IRE
HEET S, KE (THE) 28T, 7 r=1rUVE (L@ % 100 mL © =
77 A AN, WEOMET MY UL (HK) THAKL, 100 mL O3
77 AR TAET L, DO =TT AaxbEOTE =N L THEL.,
iRz ozl L TAREGDLE D, AIR%E 40 °CLULTOKBTIZE AL
925 F CRIERME L, BETAZE-> CHET S, ~FH 2 2mL 2z ThE
EaisinL, 7 MBI 23R &35,

77 NALE T53 757 A Nh—Ry,/ F LTI -N-Tae iy
UBZNANFEE =57 & (500 mg/500 mg) ' %7 b2 10 mL L OAFH 2 10
mL THARRGEET 5,

REHAR Z I =77 A AN, WED R TAHO EIIZET 5 E TR S
Do ABHEKD N> TNV TR 7 T Aaz~FH 2 5mL 5T 2 FIEE L,
Vel Z AR X =0 7 ZZz, FERICHRE S E %, S0mL ORTIHT 7 Aaz
ZHTLEADFICES, ~FH =T R (4+1) 15mL 2I=F7 HITMA,
T4 7a = VERBSE D,

W % 40 °C LT OKIRTIE & A EHET 5 F TR L721%, EHR1 0 A
ko THET 5, A% /7 —/ | mL GUEIRSEZBOR, Fido & K OGS B HH Al A
THHEAEIE 10 mL) ZEREICINZ TEREMERNL, AT T 7 4V H—
(FLE2 020 um LA F) TAML, Wik a~ N 79 7% 7 ABRUE &EHTRHT X
HMEICHT 2REHER T 5,

Wik v~ 757807 DRVEESHEHI L 2HE  BEHAEA S 7 7o
ZVEEHERS S uL 2iRIK s v~ T 7 2 0T ARV BOMEHCIEA L, ®IR
FOSH 7 u~< s 75 L5155,

HIESME fl

(Gik 7 v~ s 7 Z 7H)

7 7 LA BET NI Y BTV T A (N 2.0
mm, & & 150 mm, Kt 3 pm) -2



A g W : 2 mmol/L HElE 7 o & = 7 AYAHE — 2 mmol/L FElE 7
VESTLEGEH AL ) —VEE (7+43) (0.2 min f£
£f) —12.5min— (1+19) (2.5 min f££F) —2 min
— (7+3) (12 min £/ FF)

it # : 0.2 mL/min

? L R B 40°C

(& T DRVE B HT *Jr*[ﬁ‘”)

TR : PR &5 M Et

4 F v fk %::vﬁ%mx7v—4ﬁym%(ﬁ%ﬁy%—P)

A4 4 v PO 120 °C

F I N_— g A N, (700 L/h, 350 °C)

&

¥y 27U —FHE:25kV
oz — v H A N, (50L/h)
2 — v fE O JE:TFTEROLEDY

2 ¥ g v H A Ar (0.25 mL/min)
aYVarpF— FROLED

T =4 — A F I TROEEBDY
F T4 7= VORIESRM

FUh—H— TaXy - ay Ve
J e L e = = :’_:/;1 j: N Y
B xR E { A ERA HERA (V)EE TR F—
(m/z) (m/z) (m/z) (eV)
5 330 — 15
74 Fa= 435 25 -
— 250 30

i B BonEBERCRHZ v~ b7 T AL E— 7 EE L S Z KD
THREMEER L, BB 7 4 o=V E2EHHT 5,
7 1 InertSep GC/PSA (¥ —=x/L¥ A = Af) FZNEFRZEDLD
2 Capcell Pak CISMG I (KK Y —#8) XXt REDH D
3 ACQUITY TQD (Waters #) (2 X 2 &1
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(BE) WA~ T—va v
 BMEN R K OVl Uk

T ; W whn R UK
siomm TR g IR BT
%5 B A B R 0.0008 5 102 3.9
0.01 5 83.2 7.1
0.02 5 81.3 7.0
INEE 0.0008 5 81.3 8.9
0.002 5 86.2 6.7
Eo9bAZL 0.0008 5 91.1 12
0.008 5 85.8 6.6
0.02 5 90.0 1.8
TIT 7T 7~ 001 5 81.6 5.5
0.04 5 86.7 4.1
0.2 5 85.8 6.7
fai & 0.01 5 84.8 9.0
0.2 5 76.7 2.6
T 6 P AL ok 0.004 5 102 7.0
0.018 5 87.5 7.2
0.11 5 85.6 5.2
- R FAER

Fahik AR WRINEE WINENE  swr kg SEEBSE

ABROIE  mos BB (mgke) (%) RSD, (%)  RSDy (%) OR&
75 F i A fi 10 0 0.01 82.4 6.2 9.0 0.41
A= i i A 10 0 0.0016 75.0 8.2 9.9 0.45
N2 10 0 0.002 77.6 7.0 8.3 0.38
TAT 7T 7oA 8 2 0.18 71.3 3.5 4.1 0.19
fab 5 10 0 0.25 69.6 3.0 9.3 0.44
il 2 I ML B} 10 0 0.11 68.8 5.5 8.0 0.38

- ERE TR (E—BREIC X 2 6R) Bk 0.0008 mg/kg (LB, Fiido & K
OfBFs B AR (REZ9)  0.01 mg/kg)
- BH TR (E—RBR=EIC X 2 ER) FUEF 0.0002 mg/kg (ReAZEL, Fiid> 5 &
ORGFEE AR (REZ4)  0.004 mg/kg)
(%) ZJua~ 7T L6
A B

=EoEE

{
EoEE

{

11 12 13 14 1 I 1I2 1 1 3 r 1;1
{50300, & {R3583R8, 5
BERRUAMAROIOT LTS L
A HEWER (7 47 a=/LL LT 10ng/mL)
B : WNEE (REfFAEREAEENC T 4 7 r =/ & LT 0.01 mgkg 14 &ERM)

186.2 BEIDOH A u~ s 7T 7 EESIEHNC X D —F0HiE
WA lLITX A,
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187 7=+ VU EL
187.1 BE¥oHArua~ 7T 7EBESIEFHI XL 5 —FOWE
31X A,

1872 T 7 aF ) — A ENRT7=2FUVELOHAZ a~ 75 7 E&5EHT L A[FE
R e IREA
AR ) B A o

188 7 x=hruasgr
188.1 BEIDHT R o~ ~J T 7EEDHNTEHT LD —F o
I LK D,

1882 HHEY L REIDH R u~ KT T 728 ABEIONTE (FD 1)
o4l LB,

1883 AHV U RBIHOT A a~ N7 T 72X 525 HE (F0 2)
W2His XD,

189 7= /)FH=)

189.1 AV VA bn b ZOMOREOWHREK I v~ 87T 7507 LG GG
(2 K 2 [RIRESr AT A
FIHiI21 1Tk D,

190 7= /) FF LT
190.1 BEIHOH R va~ 7T 7EEDITEHT LD —FohriE
EBIE1LITX D,

191 7=/ U ¥
191.1 BEIEROFTAIZa~ 7T 7EESTFHZ XL 2 —Fohris
EmI3Ei1ICX A,

192 7=/ T HNT

1921 BARYL, AVRT TR T = ) THATOWKI v~ v T F7 50 F
DIV RSN R K B[R4 4
T3 221X 5,

1922 HIANRYILFOMOEIRDKEK I o~ 7T 78207 LB ESHENCE D
ELEFARIRES
3232k B,
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1923 H—R_RA— R REEKOWKRK 7 o~ N7 T 712X DFRESHE (20 1)
Ha3Hi2 Ik A,

1924 H—NRA— NZREBEOH A7 o~ 7T 71255 RESHTE
a4 IZL A,

193 7=V (ZzULY U ERKROT7 =) LY Z1iK)
193.1 k7 v~ 275 7% 5 ARVERSHTRHET!
CE I #EDE - fado &, fl F8 B AR K OVBK)
A HEOHH

1) 7=V ALV EKREARER Z7x ALY EAR [CisHisNs % 25 mg % 0.01
mg OHIETEY, TOHEETHEL, S0mL AR T A3l A, 7Tk
hNoZMxCENL, BICERETTE N Z2MATT7 = U AV 2 ERIERERIR
TS (0K ImLiZ, 7=ULY VEKRELELTOSmg 2 aA07T 5, ) o

2) 7= ULV Z IREERER 7 x ULV ZK [CisHisNs) % 25 mg % 0.01
g DHTETRY ., TOHKMEATHEL, 50 mL OBALET 7 XA 2|2 AN, T& b
VEMZTENL, FIERETTE N 2MATT7 =) LY 2 ZIRERERR %
PS5 (Zo ImLiE, 7=V LY ZEELTO0Smg 2 a AT 5, ) o

3) IRAEMK  ERAICELT, 72U AV ERERFRELE N =) LAY 7
RIEHEIF 4 1 mL % 50 mL DAL E T 7 2 2 ZIEHKIC AN, BICERETT
ThroEMAT, ImLHC 72 LY ERRONZIKE LTEREN 10 ug &
EATDIRAEREFTIRZHNT 5, Fio, BROEEREO X272 =101
—K (3+2) CTEMICHRL, ImLTIZ7 VLYV ERKENZIKE LTENRE
1 0.1~50ng 5 AT 5 BIRGIEER AR 5,

B = =3

h H IHTRREF 10 g 2 0.01 g DHTETEY . TOHMEETLH L, 300 mL O
etk =47 7 A3l A, K30mL CBKIZ20mL) ZA0% 30 Sy MEFE %,
277 by 120 mL CBEKiX 100 mL) #A0%. 30 ZrfEE D IRE T3 5,
200 mL ODEEY 7 A% 7 77 —F}OTICES, fitiEz AH (5 # B) T
Bl Al LT-th, DO =A7 7 A3 ROFRSZIEKRT & b 50mL THEEF L, [H
RICWB AT 5, BICEET7 7 AaOEBRETCT N E2MAD, ZORD—
a7 & b TIEMIZ 10 EMIRL72%, AR 2mL 2 50mL DR HT7 7 X2
IZIEREIC AN, K 20mL 2% T, 57 LEICHT 23 EHAIR & 35,

W7 BERE2 F T U b Y B AV =T A (500 mg) R ET
th=FUA5mL KUK SmL TIHREEFT 5, #EHAKZ I =0 7 LI AL,
WKEAFETARO BisllEz T 2 E TS E 2, AEHAKRDO A>T\ >
FAakK=Tr=FrU (9+1) SmL$OT2EEHFL, WKEIERI =5
T A&, RERICHEH S E 5,

10mL DEEEET T AAEI=HTLAOTICES, 7= L—K
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B+2) IMLZI=H T LM T, 7=V LY 2EHESEs, Eio, B4
BT AADEMRETTE b= I L—K (3+2) ZMAT-%. ZORDO—H%
5,000xg T 5 syl DB L, REEARRERIK v~ N7 T 78 0T DRVE By
Hratic K 2 HEI i3 2 30EHEKR & 3 5,

Wik v~ N77 7% 07 ARV ESHFHZ L 2HE BEHAR K VK IR A 1R 1E
% 5 uL 2R 7 a~ N 777807 DRVERSHFHCEA L, IR H
ra~ NI LEGD,

WIESME il
(k7 v~ ~7Z 7H)

7 7 LA BET NI Y BT AN (N 2.1
mm, £ & 100 mm, FifE 3 pm) 4

i e % 2mmol/L fife 7 v = A—TE h=KU L
(13+7) (14 min ££FF) —1 min— (1+9) (5 min
(ESSY)

it @ 0.2 mL/min

17 A FE IR O 40°C
(& v F DTV By BT EH iR )

I H P DU E ARV B AT B
4 = v b EixvrZ raRTSLr—AF Al (EA 4 E—
R)

3 7 7 A4 ¥ — H X :N, (1.5 L/'min)

Wz, o il A N, (10 L/min)
E—h7 vy Z7iRE:350°C

D L & FE 1 150 °C

=2 U ¥ a v H A:Ar (230kPa)
aYTVarymRx X — FEROLEY

T =X — A4 F v FTROERBY

x TV LY ERKD ZERORNESMN

TV —H— TR YU
BIER G E A EEA R TAILR
(m/z) (m/z) (m/z) (eV)
. 132 — 21
EVNNING X TOVALN 255 o >

R Bohi@B@RKGRHZ a~ N7 T AL E— 7 mEEXIEE S RO
THRERAIER L., BT O 72 LAYV ERBER R = LY v ZIKE&L2EH
L. OB 7=V LYV BETS,

1 EEEREITEE LERETIT O,
2 WEE 1 mL/min BBEE T2, HEIZS U TR ~v=FR—V LT 5,
3 InertSep Slim-J C18-B (P —= /¥ = 2l) XiTZh&R%EDED
4 Tnertsil ODS-SP (Y —=x LA = 2H) YiZohERZEDE 0
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5 LCMS-8040 (SHESIERTRY) (2 K 2 M1
(%) HHEN)TFT—va v
© TN 3R R OVl LA

WINRE

BMRASE RO g L MBI BRI L

L

¥
5y

(mg/kg) (%) RSD, (%)
7 LY VERK b b 0.2 5 89.6 1.8
20 5 83.5 2.3
Filh %6 WML B Rk 0.1 5 90.9 5.2
9 5 84.3 0.7
BB/S 0.2 5 85.4 7.4
5 5 88.2 2.0
7 ULV UZIE a5 0.2 5 89.3 8.0
20 5 88.9 1.3
Fild 6 B ML B 0.1 5 94.5 3.7
9 5 2.2 2.4
K 0.2 5 90.5 4.6
5 5 91.7 1.4
- S [FE R
. e , bk FEEIE USONYLEE HNEUNGE  sove Uk SR EEBURSEE
MOE BRORE gl mel (mgkg (%) RSD, (%) RSDg (%) O
Tx ULy bbb 9 2 2 85.6 33 33 0.22
Efk 11 0 20 91.2 5.9 10 1.0
i e B R R} 11 0 5t 91.0 2.6 7.2 0.56
10 1 30'F 92.2 1.7 6.2 0.64
2 9 2 0.5 94.1 25 3.9 0.22
10 1 10 96.7 1.5 3.7 0.33
Z7xUAY Y Fbb 9 2 2 91.8 33 33 0.22
ZiK 10 1 20 93.7 25 6.6 0.64
FibJ6 B ) 11 0 5 96.0 2.3 6.0 0.48
10 1 30% 95.9 1.9 5.0 0.52
K 10 1 0.5 95.2 1.7 5.0 0.28
10 1 10 97.3 1.3 2.8 0.25

o opralel (REZY) 69 % BNk i
- EE TR (H—BREIC L DR A (SR ML RN R L) h 4%

0.2 mg/kg
- TR (R— BRI X 2 OB (R ZE B ER B R ) T &
0.04 mg/kg
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(%) ru~ 7T LH)

A B
1 9 4=y 110000 ‘!
1 Hooe I f W o000 ||
ﬂ S0000 | | ﬁ o000
fH 70000 | | | | S <0000 - _
?LE 50000 e = ||. 2
ﬁ? 30000 (1)1 ﬁ 30000 1 ]
!-]!!E 10000 )ll I.' Il.‘_ ) 10D ’_.' .
- : -10000 + ;
e a 10 12 14 g 10 12 14
{RIS0RE, 4 EEEisiis )
C
i 2 1 T LUz
B | 2 D) BUVER
H 70000 |
'\\\ ) | i
g 50000 1]
ﬁ 30000 | |
ilun | 1
— 10000 N
10000 +
3 10 12 14
{F303RE.

BEZRRUAMEBOIOT LTS L
A FEHER (7= LY ZIKEONERE LT 20 ng/mL)
B: WIEE (b bic7 =V LY ZRE LT 20 mgkg ¥4 &R
C: HIEkE (Fh o7 =V LY v EfRE LT 20 mgkg A4 &E7RMN)

194 7 = A)LRFF
1941 HHEY L RBEBIEOH A a~ N7 T 7125 A REHSHTE (F01)
H2Ei 412X D,

195 794
195.1 BEIOHFT A7~ 7T 7EESTFHZ X 2 —Fohris

I 1ICX B,

1952 AU U REFEOHT A7~ 7T 7128 A5ZEDHE (F0 1)
W24z A,

1953 HHY L RBIEDOH A o~ N7 5 7125 ARKHSHTE (F0 2)
E2HISICXL B,
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19¢ 7= hxZ— |
196.1 BEIHDOHT R v~ T T 7EEOHTEHT LD —F 0T
31X A,

1962 HHY L RBEIHDOT A7~ 7T 712X 5ZM0HE (FD 1)
o4 lC LB,

1963 HHY L RBEBIEOH Ao~ 7T 71255 REHISHTE (F0 2)
E2EISITX D,

197 7=z "L L—h
197.1 BIHOHT R v~ 7T 7EE&OITEHT LD —FohriE
I 1LITX D,

1972 vlLRAuA RREEOHT A7~ 7T 71285 F%E05W1E
O/ 2 Ik B,

1973 7z NN L —F R RA N DO H A7 a~ 7T 712 X5 REESHE
HI3E Ik A,

198 7 x> 7a)r/—jb
198.1 BEIHDOH R~ 7T 7EEDITEHT LD —FohriE
W31k A,

199 7o 7usXKy v
199.1 BEIHOHT R o~ 7T 7EEDITEHT LD —FohriE
EBIE1LITX D,

1992 vl z2nuA RREIHKOH A7~ 7T 712552 HE
W22k A,

200 7H 74K
200.1 HAZ v~ 7T 7 EESHHE
CE I &EPE - fado &, FEIsEEMLARDE & OVFIK)
A HEOCHRH

1) 7% T4 RE#ERR 7% 74 K [(CsH.Cl02) 25 mg % 0.01 mg DHiE TEDY |
FORMEATIEL, 50mL DEET T RAaICAN, TR M2 MxTHENML, B
ICHERETT B N2 TT7H 74 REREFEEZFHRT S (208 1 mL (%,
THITA4ARELTOSmg 2 EHTH, )
fEFICES U C, BEYERK 2 mL % 50 mL O2f& 7 7 A 2 ZIEfHIC AN, BT
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METTE I ZMZAT, ImMLHPIZT7H T4 FELT20ug 254 T DR %
T2, ZORD—H AP CTEMRICHARL, lmL FIZ7H T4 F&E LT
0%%&%@%5%?5@5@7ﬁ74Fﬁﬁﬂ%ﬁ%Té
2) AR RY)x=F L7 Ua—n CE¥F5300) 1mLIiZ7 &~z
iflmmLkL\EC:®W1mLLA%ﬁ/QMZTZWmL®ﬁﬁ%ﬁ%%
W5,

B E =
Fih H “ﬁﬁﬂmgéomg@%ivib F oM AETEHE L, 300 mL @
L =H7 I 23T . K30mL CKLKiX20mL) ZMNz. 30 /yMEE %, &

_7k%/mmnm<w*i1mnm)%mz 30 AR W IRE CTHitH 4%, 200
mL ORET 7 A% 7 75 —K}FOTICES, ks AH (5 & B) TR
A LT, D =A7 7 A a ORI ZIART & > 50mL THA L, FERIC
Wl A5, IR T AAOEMRETTE N 225, 2O 4 mL %
50mL O FTIET T A AITIEREIZALL, 40 °C LT OKE TK 1 mL LT £ THIE
BAGE L%, KSmLZMATHT L TICHT 2RENARE T D,
7 AT BRI E S A Y v T A (10 mL RFH) THIC AR,
SERE TS, 200 mL DRTHT T A 2% 0T L0 TFICESE, REBHRIKD A
STWERTH T T Aa%~FH 2 10mL 5T 3 B L., WwiKZIER Y T L
WZINZ, WWHEAFRTAKIO LIGICET HETH FSET 774 RERHIE 5,
FIZAFH 2 70 mL & # 7 A A2 TRBRICIEH &/, EHTEZ 40 °C L O K
WTIZE A ERLET 2 E CTHUERM L e, ER8 T A%k THET 5,
AXP 2 mL ZMATEBYEEN L, BT LB T 23 EREIR &9
Do
AT RME N GRTABR~Y XU AI=HT A (800 mg) T2 EAFH 10
mL THET 25, RENAIREZ I =5 7 DA, WEBFTETAFO ESEIZET 5
FCHHESES, REHAROA> CWERTET7 I Aaz~FH 2 2 mL 95T
2 EIYEH L, WREIER I =77 JM2x, RIS S5, Bio~F 3o —
VEFNZ—T) (24+1) 20 mL A I =T AITMA, FERICHEE S E DS, 50
mL ORTETITAA%2I=HNTLOTICEE, ~FHhr =78 (19+1) 10
mLZMZTT7Y T4 REREHIE 5,
W% 40 °C L FOKIBTIE & A ERE[ET 2 £ TRERME L72%, EFT A
ko THLET 5, APUALEE 5 mL 2 EMICINZ THEEMER? L, BIZZ O
D —Hh % PRI CIEMEIZAIR (Fido D 50 fi5, FRREEHLETE 25 %, Bk 4 f%)
L. HRAZva~< 77 7EESHEHC L 2MEICHT 23EHEIR & 35,
WA v~ 77 7EESHFHICLDHE ﬁﬂ%&&0%7%74bﬁﬁﬁ%
2uL A7 a~ N7 T TEESIFHCEAL, BRA A U7 n~ N7 T
DA
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HESRM Bl
(A7 v~ 7Z7E)
71 7 L RO ERSF TV =T A 5%V T 2= —
5% AFNARY XY a—F 07 NEE
0.25mm, £ X 30m, BE 025 pum) *3
* ¥ U ¥ — 4 A :He (1.0 mL/min)
wOB & A kAT U v LR (1209)
OB B A IR 250 °C
17 A AR 70°C (2 min fREF) —F-R 20 °C/min—280 °C (10
min R FF)
(BB EHT)
i i % DU E AR By AT Rt
4 = v b EETAA L (BD Ik
A B —7 = —A{RFE 280 °C
A4 F v PR B 250°C
A4 #F v fb ¥E KE:70eV
T = X — A F v EBEBAAY mlz243. TERA A m/z272
OB BeonEEBIRA A LB e~y N AN T T A RO — 7 il
RO THREREZIERL, ABHROT7Y T4 FEEZEHT 5,
7% 1 InertSep K-Solute (10 mL fRFiH]) (P—=x ¥ A =2 8|) I Zh &IA
FEDHD
2 Presep-C Florisil Cartridge (£ TAAIE 800 mg) (& L7 A /L AFGHIEK
#) I EFREOLD
3 DB-5 (Agilent Technologies ) XX Z i & [FA%EDH D
4 5975C (Agilent Technologies H) (2 X % {451
(BE) GHEAN) T —va v
 NHRIEN R Je OVl U RS E

s ; WRE . WONEL R OR U RS
AR oo FlFE (mgke) joS-aP (%) RSD, (%)
fa o 6.5 3 2.1 34
13 3 89.0 3.4
130 3 88.1 0.9
T 3 1 1L B ) 1.5 3 90.5 4.0
3 3 92.0 2.9
30 3 93.9 0.4
K 0.5 3 92.8 2.1
10 3 102 1.4
sru ; AW FEHR TSINPLEE FNEMCE  sviE U SRR
AHORE gayw BmE%  (mgke) (%) RSD, (%) RSDy () ol
b b 9 0 130 100 2.1 6.3 0.83
T 275 T AL £ Rt 9 0 30 93.7 1.8 3.8 0.40
B K 9 0 1 94.9 5.0 7.4 0.46

CEETIR (B -RR=IC LD HER) b o 7 mgkg, FEREEALAE (5
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#9) H 3 mgkg, BIKH 0.5 mg/kg

- B TR (BRI X DR a6 H 2 mgkg, FRFEEM AR (R
H2¥)) 0 1mg/kg, BKH 0.2 mg/kg

(%) vua~< k7T L

A B
fhe} e}
AH 45
e e
10 12 14 15 18 10 12 14 16 18
{R4505F8. 4 Gl ey

BERRUVAFMEHDOIOT T T LA
A R (7074 K& LTO.1 ug/mL)
B: IRE (Feb ol 7474 K& LT 130 mg/kg 824 &70)

201 7 H 7 a—)u
201.1 AHEZZLRONHBT I FREFEOHT R a~ 7T 71285 RESHTE
FH2HiI3ICk B,

202 T X IKA
202.1 BEIOHGRA I o~ T T 7EESNTEHT LD —F 0T
W31k A,

203 7T =V

20,1 AT UANTZEOMDBIEOWEE s v~ s 7T 78 T WEEGHTEHC
I 2[RI S5
HIE 18Ik B,

204 7T A REL

2041 HNUNYNLEOMDBEIOWEK I o~ N7 T 72T DAVE&GHTEFICE D
&R o AT ik
HIH23Ick B,

205 77 L7y ATV

205.1 BEIOHGRAI o~ T T 7EESHTEHT LD —F o
WI3Ei LIk A,

283



206 TNUAFY =)

206.1 HANVNLZEOMOBIEOWEKR I v~ N7 T 782 07 MVERSGHTFHIE D
7] IR§ oy AT v
HIE 23k B,

207 7Y FUFR—F
207.1 BEOH R/~ N7 TEESWEICL D —FOWE
31X A,

2072 HAIZua~ 7T 72k A0A RREKORFHIDONTE
H2Hi4l2k B,

208 7t hMANLTHE
208.1 NRUANT B AFAEOMDRBEDOWEK a~x s 7778 o7 LNE Ry
Hratic & 2[RI AT ik
333k B,

209 7)) kT =)
209.1 BIOHGRAI o~ T T 7EESNEHT LD —FoMriE
BIE1LICX D,

200 7V R T HR—L
210.1 BIOHG A7 o~ 7T 7EESNTEHT LD —F o
A1k A,

211 ZANY R— |
211.1 BEOHF A7 a~ 7T 7EEOGNFHI XL 2 —Fohris
B3I 1LITX D,

2112 v'LzxnA RREIEOT R 7 a~ 7T 712 55 ZHEESE
W22k A,

212 IAIAFHI
212.1 BIROHGRA I a~ 7T 7EESNTEHT LD —F o
B3R LK A,

213 3 uao w7 RUoF)L

213.1 BIROHG AT o~ T T 7EESHTEHT LD —F o
WA lLITX A,

284



214 FLFTF 71—
2141 AHEZZMONBT I FREEO T A7 a~ 7T 712X 5505 E
W2HiIZ I X D,

215 Furuas R
2151 HAZ v~ b7 7 7 ERBSHRHET!

CEFHFIDH « o & FaIeMErL AR EL & ORLK)

A HECHHE

1) 246-FV 27 oo 7=/ — LiEURER 246-FY 7 owa 7 x ) — )b
(CeHCL50H] 25mg % 0.0l mg DHiETEDY . ZOHMEAFEK L, S0mL D&
T7I7AAZAN, TERNAZEMZTENL, BICERETTE N ZIMZT
24,6-NV r7mn T = — UEERIE AT S (Z0#% 1 mL X 24,6-8U 71
n7x /=Lt LTO0SmgEEH0T 5, ) .

EHICE LT, 246-NV 7”7 — VERERIEO —H% 7 & b CTEfE
WAL, 1 mL 12 246-bV 77/ —LeLTC5ug 2867 5k%EH
5, BIZZOHRD iz~ TIEMICHR L, 1mLPIiC246-FY 270
m7x/—/L& LT0.0002~0.1 pg ZEZHTLHAD246-F) 7mm T =) —)b
IR 2 T %,

2) MREMRERAERER  £246-hUV a7 =) — UEER ImL & /31 7L
WICTEMEIC AN, NO-EA (FUAFALLY L) MY 74t T7w b7 I RE?
50 uL Nz CTIREA L, &M ERIER AR 2R3 5,

B = =

fh H SHTEEL 10 g 72 0.01 g DHTETED ., TOHEAFLE L, 300 mL D
e =47 7 23T A, K30mL (BLKIZ20mL) ZZ., 30 ofElFkER., &
27 h 120 mL (BLKIE 100 mL) Z0%, 30 s fiR D BEE Tt %, 200
mL ODEET7 I A2%T7 7 —R}OFICES, Mgz A (5 fE B) TWSI
A LT, D =A7 7 AR OFEIZIART &~ 50mL THE L, FEkIC
Bl AT 5, BICEET7 T AAOERETTE N ZMA 5, ZOW20mL %
100 mL D727 7 A 2 TIEREIZ AL, 40 °C LLF DK TH 3 mL £ TRUE R
ML, 7 2T 2R EHRIR & T 5,

7T N R = LM r 4 Y o £ T A (20 mL REFAH) %3 I AR
%, 10 DREET 5, 300 mL ORTIE T T A% H 7 L0 FICE S, WEHATK
DA TN T T T A aZ2FEfETF /L 20mL 32> C 3 [\I¥EE L, PEiRZIEK
T LTNA, WWEBFTETAKIO EMICET 2 E TR FL T 1Y 0T XEHEH
EH 5, EICHEERTF L 100 mL & 5 T Mz CRBRICIAH S8 5,

WHRIC T b =Y F Lo 7Y a— (49+1) ImL 201z, 40°C LA RO
KB THI I mL £ CTRUEEME L72%, SmLOEETY T X2 AN, WHIEOA-
TWERTIET 7 Aa%2EiE=F /L 1| mL 5T 3 B4 L. iz ltoes”
FAIHAbED, BICEET T A2 OEMRE CHEBRT F /L& I X THRIHET
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LREHRIR & T %,

gy R BURHAIK 1 mL ZRJSE T ICIEREICAIL, 40 °C LLF TR L2228 5
BRI Ao THE ST S, EEWIEALY P20 a1 g #Mx, KISE
WEE LB EBET 5, Zha 200 °C T 3 BERINBVL 2% m L, ~% 3
RIR T 2,

~FH IR KIGEICHERE (1450) SmL 22X TRNEMERM L, ZOWR%E
mewﬁﬁLux@%KAnéoﬁm%%ﬁ@(HﬂDSmLfof3E%@

. PER R SR O R EE TN X D, ~F Y 4 mL % ke DR EE 12 IE
% Wz, 5oMIEVIRE S, 1,000xg TS5 oMhELODEEL, Eio~x¥ g (k
J&) O—#8% 5,000xg T 5 syim Loy BEd 5,

FESRR 1 mL 23 A TIVRICIEREIZ AL, N,O-BE A (FU AFLTUL) b
Vo7 Adar7e 7 RE250uL # M2 TRA L, HAZa~ 7T 7 E&OHT
FHC X D HEICHE T 2B & T 5,

A va~ N7 T 7EHEEGIFHCEDWE  FUBHAT & O I S A Rl AR Y IR
K 2uL A a~ NI 7EESGHEHIEAL, BIRA A U7 e~ N7
T LETD,

WIESME il

(A7 v~ 7 Z7H)

7 7 A EAAE R Y T U —H T A (100 %Y A FILR
VvaXxHdra—s o7, NEZ032mm, EX
30 m, fE/E 0.25 um) *3

* ¥ U ¥ — & A :He (1.5 mL/min)

WO E N AT Uy LR (605s)

OB A CE R B - 250 °C

77 A fE IR FE:50°C (1 min fREF) —FE 20 °C/min—280 °C (10

min R FF)
(g B HratEr™e)
fR H o o MERAVE &5 EE

A4 & v b EETAAAE (ED A
A B =T x—RRE 250 °C
A4 4 v R E:230°C
A4 F v fb E £ :70eV
T = H — A A vimiz253 (EEH) . 217 (#ERH)
7t B SONTBRIRA A U7 e~ 77 A0 E— 7 miEXIEE & 23K

DTHREREER L, e 246-FY) 77 ) —VEBEEZHEHBL, ZhiC

191 2F U CREBFTOS o707 XE5XEHT 5,

"1 RETE, R orrrsa T X N-RVIL-N-1-7' 1 EJL-N- [2-
(246- NV 7mmr7x/)Fy) =2 FN] REFEKR N-7a )L-N- [2-
24,6-FNVr7mm7x/)xY) =mFN] RFEEZ246-FN) 7T ) —)b
WL, REfFOTersn T X Fusa T X THE Lz N-7RL 2 L-N-



-7 EL-N- [2- Q46-h) 7T/ *xy) =FA] RFE, Frsn
FRCHE LTz N-7mEL-N- [2- 246-F)7mnT=)Fy) =F )]
RFEROT 70T RITHWE LTZ 246-F)7unn 7= /) —LOffe LT
EET D,
2 A wu< b7 7HREIIINEREFEDO LD
3 Chem Elut (Agilent Technologies ) XX Z i L RI%ED H D
4  Vacuum Hydrolysis Tube (19x100 mm Wilmad-LabGlass ) XX Z v & [A]
ENRND)
5 DB-1 (Agilent Technologies ) XX Z i L FRIEDH D
6 GCMS-2010 (EEfERTER) 12 X % 201

(BE) SiEANY TFT—va v

« WINEN R K OV UK B
WA 4, e omE  RMRE

AIMENLR R UK EE

(mg/kg) zL (%) RSD, (%)
26-F UV Z7mvur e bbb 0.01 5 109 43
J =) 0.1 5 99.3 3.0
T 27 T AL B Ak 0.004 5 117 6.4
0.04 5 110 12
I S 0.01 5 117 6.4
1 5 114 7.6
A=A =0 b b 0.02 5 114 12
0.2 5 109 11
il 6 T L £ ) 0.009 5 108 13
0.09 5 117 4.8
SIS 0.02 5 102 15
2 5 101 5.5
- S [E R
s * Hara FEHE IINRE WINEILER  smde kL S
RO gay man (mg/kg) (%) RSD, (%) RSDg (%) HorRat
b b 10 1 0.2 99.1 10 14 0.68
i 58 1% L fi Bk 10 1 0.2% 101 43 18 0.91
BIK 10 1 2 97.6 4.6 18 1.2
E obralE (JREZ8) (233 2 IR E

- EE TR (B —BR=IC L 2 HERE) Bk (R ZE ML EH R EY) T 0.02
mg/kg

< R BRI K D HERR) ABE O 28 B R 8 BH I R F 9 )
0.006 mg/kg
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(%) 7u< 7T Ll

A B
+ o e
B l B w0 ‘ |
B g
T N a0
M 15 | M I | |
ﬁlﬁ 1 EE I f |'I| 1 | |
5 ] T g g 5 G )
{F 3038 = {F 303

BERRUVAFMEHDOIOT T T L
A BERER (/v Z XL LT0.6ng/mL)
B: iIREl (b oic7r 2z e o XE LT 0.02 mgkg HHXY &HEN)

216 Ym v I Kyv
216.1 BIHOHRAI7a~ T T 7EESNTEHC LD —F oML
I LK D,

217 e F AR A

217.1 ARV UREEOFT A7 a~ 7T 712X 5RERSE (F0 1)
FE2HiI4I2X B,

218 m XJ7ua—)b
218.1 B OHAIa~ N7 T T7EESNIFICE D —FoMNiE
BIE1LITX D,

219 Fa v
219.1 BIOHG Ao~ 7T 7EESNTEHT LD —F o
Ik D,

220 Fu/RX=)L
220.1 BEIOHGRAI o~ T T 7EESHTEHT LD —F o
WI3Ei LIk A,

W

221 /¥ v b
2211 BEOIAI v~ T T 7EESIFHI LD —F ok
WI3Ei LIk A,
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