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1) /787 h7c=a— VIERER

707 57 x=a—)L (CyuH,CLN,Os) fEHES (FobfiZE T3H, M 98.0%) 20 mg % IE
MIZE~->T200 mL O&FET7 T A2 AN, T =M AENMZTENL, BITEHRE CIH
WIEZMATrm I 57 c=a— VIERFEAZRHET2 (Zo@1mLidrZe L7 c=a—
nELTO0ImgzEa35. ) .

EHICELT, E¥ERRO - E&EZ 72 h=FJ L—K (1+1) TEMIZHRL, 1 mLFi
0.005, 0.01, 0.025, 0.05 X r01lug =& HTH7 1T L7 ==a— L iEEREZRET 5.

2y YUABsrn

BT hrua~ 7T 7R B (Silica gel 60, Merck i, Rif% 63~200 um) %, 110°C
T 2 R 5.

3) ks~ s 77407 MEBGHFHIH WS T b= MU A KROKIE, EEKE7 o
~ N7 THEMEAT S, ZOMORIBITFALRIELZ H NS,
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1) Wik7a~ 2777 . Waters #  Alliance 2695

2) X rT ARV ESHTEE - Waters 2 Quattro micro API Mass Analyzer

3) VU AF v I AL—F— FLHFFEHE MU-4

4) n—RY—xNRL—F—: R AT v/ REI21
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1) # H

S HrakEl 10.0 g 28> T 200 mL O3tk =7 F 2 a2 A, KEfE=F /1 100 mL &Nz,
20 R THI L72%%, A GFEA) TAIBT 5. A 50 mL % 100 mL O 7e 45>
T A AZ A, 50°C ORI\ TIEE A ERET 5 £ TRIERME Lok, ER T A&k -> THzlE
L7c. ZmuAR)V S mL 22 CEBMEZENL, B Lr7u~x 757 04— 2508
WRET 5.

2) hoLru~xhNTT77 40—

VUBFNEgEZ o RV AIBRESETH T A% (NE 15 mm) 1S3 LiAA, KE2N T
THAAID E¥wn 6 3mm O@mSIZET 2 E TR SE, # 7 22MlT 5. A REZ N 7 &
WA, BfsZ 7okl s 5 mL T2 BYEHL, WKEZIERT 7 22Nz 7%, 1 I
1~2 mL OB CTHRHSES. KRIZ, ZrakRbh— A% ) —)L (97+3) 30 mL %0z ClAkk
W S, BT AEBWEE LIS, 50mL ORI T I 22207 LEOFICEE, ek



NI —AK ) —b (7+#3) 30 mL MMz, Z7uTh7c=a—)LEEHEE5. REKZ
50°C O/KIBTIEE A CHEET 2 £ CRIERM L7, BRI AEZ LS TEHETD. T b=
NUL—7K (1+1) 1.0 mL % EfECIN 2 CHEREWZ % H L, 10,000 rpm (5,000xg) T 5 47 fHix
DABEL, LA AE LC-MSIMS IZ X 2 HIEICHT 2 EHATE L T 5.
3) LC-MS/MS | L 2 HIE

AEHER K N7 1T A7 = = a— LIEHERRS 10 uL %2 LC-MS/IMS I[ZIEAL, v AF 7L
V77 varE=2Yr7 (MRM) Z7u~< 77 LAZERL, P—7HEBEX TGS LV BE
MAEERL, ABtPorsu I a7 c=a— LV EEZEHT 5.

2%, LC-MSIMS Dyt 23 112" 7.

# 1 LC-MS/MS JIE &t

T A ZORBAX Eclipse XDB-C18 (N££2.1 mm, & X150 mm, Kif&5 pum)
71T LERE 40°C
300 A:10 mmol/LEFEE T B =7 KKK B 7 h=FU /L

75 04 (30%B) —15%r (30%B) —15.1%4F (100%B) —25%F (100%B) —
25.1%y (30%B) —40%5 (30%B)

i 0.35 mL/min
A A Ak L7 ha AT L—AFAkiE (ESI)
F—F IHAT 47

X7 I 4 Y —H A N, (600LMh)
a—H A N, (10 L/h)
Xy v 7Y —&EFE 3.0kV
T —AAr miz 3212 (Fvh—H—AFr) , 1521 (Fa¥Z 7 hAFV)
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ABOR ag 0 IR E
FABC A At
SRS SyrfE?  RsD
2 ug/kg 102 (1.5)
5 pg/kg 94.8 (6.2)
a) n=3 O [ENY =R
b) FH kA {22

6 EREFREORE TR
KRB BT DERE T RIE, ST 2 po/kg, B FHRIZ, SN S 3 ERDIREND, Sk
TO06pg/kg & RELHND.
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A HEOHEH
1) 7v7 57 x=a— ) UiEHEHR 717 A7 x=2a—)L [C;H;,ClLIN,Os) 20
mg % IEfEICfE > T 200 mL OB BEET 7 A2 AL, 7 = U LEN
ZTHML, BIERE CREBEZMA T/ T A7 == a— VIEHEFRKR%
TS (Zo 1mL X, 7reoAa7z=a—LL LT 01lmg 2847
%) o
BRI L C, EEFREO —~E8&42 7 b=rUb—K (1+1) TIEMIZA
WKL, 1mLPicZueoyh7oz=a—/Let LT 0025~05 ug Z2&A T 585D
70T LT = a— VERER 2R S,
2) YU AT Nn T Lhrma~ N7 7R S CRifE 63~200 pum
(230~70 # v+ =) ) H1% 110°C T 2 B ig+ 5,
B & =2
il o etk 100 g 285> T 200 mL oLk =/M 7 5 2 3l Aj, Wi
TFL 100 mL EANZ, 20 Sy X RE T L%, fiilikEs A (56 f
A) TAET 5, S50 mL % 100 mL O ¢TE 7 7 A2 =2 AfL, 50°C LLF D
KB TIE L A EHET D F TRIERME L2, EF2 0 A&k THET D,
smauaR/V 5 mL ZINZ CTHEREMAZEN L, BT DRI 2 BUBHA TR
LT 5,
T LR S UAFL 5 g 7 uafRLAIBBESE T T A8 (RN 15
mm) (23 LiAF, RIEAFTE CARIO Esiin D 3 mm OF SIZiET 5 £ Tt
SH, T LERET D,
REHEIR 2 71 7 DA, REHARDO A > TW e TR T7 7 Aa%k /7 an
RVAS mL T2 [EIWE L, WRANARD 7 22Nz 5, W25 TAH
O Edmint 3 mm OFE S IZiET S F Tt 1~2 mU/min Tt S ®72%, 7 n
Bl —RAK ) —) L (97+3) 30 mL &4 7 Az, FEERICESE, 7
LZ2WHFT D,
50 mL O ¢TI A2 AT LDTIZEE, Z7rafR)Lh—RAAH ) —)b
(743) 30 mL 27 7 Az, EOWETI/ 0T A7 x=a— LEEHIHE
%, WWHIEAZ 50°C LT OKIBTIE L A CRLET 5 £ CTRIEEM L%, €5
WA %L CHLET B,



T hR=FU =K (1+1) 1 mL Z EfEICINZ CTEREMZIRNL, AT 7
Y7 4B — (L 05 um BLF) TABL, K7 v~ 7T 7 ¢ — kT

BREHE L T 5.
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CEANIOEE R AR GRIE R - 278 nm)

AT BTN I AR U AT T A (NEE 6.0 mm,
£ & 150 mm, BifE 5 pm) *?

W K=—7Tkr=KVU/ (29+11)

3 : 1.0 mL/min
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717 LAFEIRE : 40°C
Bonl-r7ua~ 7T AnbE -7 HiEERD THRERZER L.
REtF O/ 0T AT cma— LV EERNT S,
# 1 Silicagel 60 (Merck ) X2 & FR%EDH D
2 YMC-Pack ODS-AM (VA = Ay 4 8) XiFZhER%EDHL D
(%) HEAN)TF—va v
< IANENR R K OV U RS BE

CLOC

W EMEIL SR R U RS RE

BT o L
PURHORES (ng/kg) o (%) RSD (%L TF)
ey L1 10~50 3 96.0~101.9 3.8
R g Fr$L2 10~50 3 96.3~96.5 10.0

o S [R EER

ABras WINRE AOINEIER S UHE 2= PR R

ABtORRE 2

RHOR B (gUuimn (%) RSD, (%) RSDg (%) HorRat
e g FL 9 10 98.1 4.7 6.4 0.29
- EEFR B 5 pg/kg





