kR % (2019)

7. FHERAE A
7.1 2-72/-4-700-6-2FILEVUSD L (AM)
7.1.a EEBREIOCNT ST
(1) ;=

ZORERIET 2-7/-4-708-6-AF LEVIV L (AM) Z 5 T RERHZE H 32, ZORBRIED 53 51E Type C
THY, ZOF 1% 7.1.a2017 XL AM.al 9%,

IIHTRRBHIAS ) —V =K (1+1) ZINZ T 2-73/-4-708-6-AF )VEYIV U AL, @ik a~ 7
7 (HPLC) ICE AL, A7 ZF L N UM U B IV TT7 I THEEL  E 295 nm THIEL., Sretkldio 2-
T/-4-788-6-AF NEVIVY (AM) B3R D, 7ok, ZORBRIEOVEREIXEE 6 1R~T,

(2) HEE FEROKIL, KIZLD,

a) K: JSK 0557 [ZHETD A3 DK,

b) AR/—JL: JSK 8891 (ZHLE T DHeik SUUKIF D fnE DK,

¢) A/—)L: HPLC OIEBERIZHE 35 A% 7 —/L 13 HPLC A SULRIZEO M E DR EE,

d) 2-73/-4-H00-6-AFILEYISUBER (1 mgmL) Y: 2-73/-4-700-6- AF LEYIVL [CsHeCl
N3] @0.1 g Z VX RMICED, FOEEE 0.1 mg OHTETHIE TS, AZ/—/L— K (1+1) ZIZ THEPL,
7727100 mL AL A, MR E CRVALLZ N X 5, HRE CRAFL ., 5% 6 7 A MILL ERsEL

b DIFEA LR,

e) 2-73/-4-700-6-AFILEYSOUIBHER (0.1 mg/mL) : R 2-73 /-4-700-6-AF LE VIV N
YR (1 mg/mL) 10 mL 24 fE 77 A= 100 mL (280 HE#RETAZ /—/L— /K (1+1) Z N2 5,

f) REHRA2-73/-4-/00-6-AFIILEYIDUIZRER (10 pg/mL~50 pg/mL) : FHKREHZ 2-73/-4-7 00
-B-AFLEVID U AEHER (0.1 mg/mL) @ 5 mL~25 mL 2425~ 7 2= 50 mL IZER PRI LD FERRETAX
J—)v—7K (1+1) Nz 5,

g) BRERMA2-73/-4-700-6-AFILEJSUUZERK (1 pg/mL~10 pg/mL): AR ERH 2-73
J-4-7010-6-AF )L EYI D FEHER (20 pg/mL) @ 2.5 mL~25 mL Z4 877 A2 50 mL (2B PSR LD
PR ETAZ ) —)L— K (1+1) N2 5,

FEQ) FARBITHY, LEIZSUT- AR S,
(2) 2-73/-4-700-6-AF )LEYITV L LT 98 W (' 45 3R) LA EOME DN THIRSIL TS,

BE 1. 2-73/-4-700-6-AF LEVID AT E L7 AL LFSEHEE & OB HAL T L0 RS TUNA,

(3) B HEEIT. ROEBVETD,
a) ELEEEZOTRST(HPLC): JSK 0124 |[ZHE 5 HPLC TR OB A4 5H0,
1) ASL: HNEE4mm~6 mm, £ 150 mm~250 mm D AT > L AFD T35 DENZF 75T L b
FEA LIS UB N EFTTALIELD,
2) hSLFE: H7 248 RE% 30 °C~45°C CHREITE5LD,
3) BB UOCLEREER TR E 295 nm AL TRIE CE LB 0,
b) RTRFYYRE—F—
¢) FDSBER: 1700Xg T LB Al RE/R L D,
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d) EEEDSEE#: 8000 X g~10000X g T LAy BERTREZL D,
e) BBMTILZSFH—NIYTHSL: BT LIF 500 mg~1 g & F CALT=HD I fE 10 mL A58
L, A% /=)L 3mL Z AL, ¥t F&ED,

FQG) BEIML~6mL OATAIIIHZ L 500mg~1g & T TCALIZI—R oy a AN THEu,

&% 2. 72403 Inertsil ODS, Mightysil RP-18, L-column ODS, Shim-pack VP-ODS, V% C18M 4D,
Puresil Cig, COSMOSIL 5C18-MS-TI D4 R THi S TUa,

& 3. W7 I —RJ> i3 Bond Elut AL-A | Sep-Pak Alumina-A . Supelclean LC-Alumina-A
LEDLHRTHIRSIL TN D,

(4) BERERME

(4.1) M X KOEBVITI,

a) ZHralEl 1.00 g 2130y, ke =477 23 200 mL I AHLD,

b) A% /—)L—K(141)100 ML ZINZ | v 7 3T I AZ—F—% T 30 /3 fnEiRE 5,
o) FRER., RESIRE R OILEE 50 mL 12ED,

d) 3E.L ) 1700X g THI 5 4y i DL @ | B it © L4 5,

@) [AlHREE 16.5 cm L OVaElEREL 3000 rpm Tzl /) 1700X g FRJE 705,
(5) RBHAKTD 2273 /-4-700-6-AF LEVID U EER B EHRO FIREBIABFNOHLHEES
1 RO —E&A2 A% /) —L— K (1+1) THAIRT 5,

4.2) H)—2FvT I7)— T ROEBVIT,

a) fHRERRIET NI T —R Ny AT M ANS,

b) WHODOF R 3mL 28T, ZOHOF IR 2 mL 2R BRE LD,

o) AR LR @15 mL (2é5,

d) jE.[>7) 8000X g~10000X g THI 5 3 iliz D AyBEL . Bl s BHAT ST %,

E(6) AVTuv L B AR OIS CHIEIZEBL 20D 0,
(7) [al#R2EEE 7.2 cm~8.9 cm K ONE#s4% 10000 rpm T[>/ 8100 X g~10000X g FRJE L7225,

EE 4. (4.2)c) ~d) DEEIZA T, PTFE DA TV 7 V2 — (L 0.5 um LA F) TAIlRL ., A%
ABHAIREL Th LW,

&% 5. AHME A LROVIEEIOSGEITIE, RO FIETHRRT 2L TED,
(4.1) ¢) ~d) }2 1 (4.2) a) ~b) DEAEEEMEL . (4.2) ¢) D PRHIK) % [F{E% . EE IR INTE 2 THRAE
T2,

(4.3) BIFE WEILX, ASK 0124 RO EEVITH, BEARBZLRIEEEZ, EIHEHTHEmERIK 72~k
757 (HPLC) OD#EFIEIZ LS,
a) EEREERIOTN 57 (HPLC) DRIEEYE: 7 EkA7a~r777 (HPLC) DRIESHO—FlZ LI
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IZ7R T, ZNESEBIZLTRET D,
1) NS5, FIEZTF NS LTS VAT VT (REE 4 mm~6 mm., £ 150 mm~250 mm.,
KiFE 5 um)
2) ASLFERE: 30°C~40°C
3) BEEE: A¥/—L—IK(4+6)
4) FE: 1mlL/min
5) RHHER: WO R, HIER R 295 nm
b) BREBRDOIEM
1) BMEHH 2-73/-4-708-6-2F )VEYIV U RERER 10 L 2 HPLC IZ{EAL, & 295 nm O Z7m~<
7T KRR B ERE S UTEm SRR D D,
2) B 227 /-4-700-6- AF VEUI D U AEHERR DY EE LI R 295 nm OB — 7 X TEmS L DR
ERAAER T D,
¢ HABOAIE
1) SUEHAWE 10 L % b) 1) LRIERICHERIET 2,
2) BRERND 2-73/-4-700-6-AF VEVIV U Ea R | ATEREHR O 2-73/-4-708-6-AF LEYIY
Y (AM) ZE T 5,

% 6. ALHUEEL (1 A7) KO AR (2 45) 2 IV ClEIGGABR A i L7 3R, 2-73/-4-7a1-6-AF /L
BV ELTLO%(EESHR) | 0.4 % (H RS ) L TN0.1 % (H 53 OIREL ~LTOFEEILER
1% 99.1%~100.5 %, 99.3 %~101.6 %% " 100.2 %~100.7 % Cd>>7=,

7233, ZORBRIED E & FHRIT 0.005 % (B 85 %) B JE Thd,

SEXH

1) AHEE: @A/ a7 I7 44— XD D 2-73/-4-700-6- AF L EVIV U D E 'IEIZD
WG, AERRIEIE, 44 (3), 26~41(1991)
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(5) 2-72/-4-700-6-AFJLEVIDU (AM) REREZEIO——F  JEEF O 2-73/-4-7010-6-AF L EVR
DURBIEO T — L — R NERITTR T,

| obratk100g | dtk =475 22 200 mL
— A% /)—)L—7K(1+1) 100 mL
| MEEAE |~/ xForrs—5— 10451
| :ul i | SEE LR, 1700% g, 55y f]
| 7UHI/7\y7° | BT AT AR OB T A
| é-ilblﬁa\%ﬁ | st LVLEE  8000xg ~10000xg . 5431
| ﬁﬁ%ﬁ |
| ?EIJITE | Ed ka5

B 002- 73 /-4- 71 m-6- AF L E VIV L (AM) #BRTE 71— —h

SE BREHRH 2-73/-4-700-6AF LEUIV LV (AM) BEHER D HPLC 70~ T LRI T,

BEX 22T -4-700-6-2F )LEVIV L (AM) FEHERR D HPLC 7~ k752

HPLC DIl E S
717 2: Mightysil RP-18 GP (PN 4.6 mm, £& 150 mm, ki 5 pm)
2-73/-4-7am-6-AF LU U FEHERR (100 ng AHY &)
Z DD 51 (4.3) a) HPLC OHIE SR OBIRODEEY
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