kR % (2020)

7.6 2-RIIF7=IVFIRF7J—IL(ST)
7.6.a EERBHRIOVCNT 5T
(1) HE

ZORBRIET 222V T 7=V TIRF T =)V (ST) 23 CIEEHZE H %, ZOMBRIEDO ) HIT Type C T
Y, FOFF1E 7.6.22017 X% STal t15,

AZ ==K (D ESHTEHIINZ T 222V 7 7= LT INF 7Y — VAL, EdiRik o~ 757
(HPLO) T AL, A7 X T2 N IR T N BT N THr L, K 285 nm THIEL ., Tl o 2-2
NI 7= VT IRF TV =)V (ST) %3RO D, 70k, ZORBRIEDOVEREIIES 6 1277,

(2) HEFE EROKIL, KiIZED,

a) 7K: JSK 0557 ([ZHIETHAZDK,

b) A%/—)L: JSK 8891 \THLE T DHFE SR ED S E DOFREE,

o) AR/—Iv: @HREI v N TT7 OEBERIZAE A T2 A% ) — idEnRIR IR v~ 7T 7 B IR %
D EE DRI,

d) 2-RIVITPZITIFF7I—IVBER( mg/mL) V: 2-2L77=)LT7IRF TV —/L [CoHoNz0:S,]?
01 g Z ORI RMIZED, ZDOE EA 0.1 mg OHTETRIE T 5, KEMZ THDL, 87T A= 1000 mL
B L AN AEBRETAZ )=/ —IK (1+1) ZMRA 5, M CRAFL, Jii% 6 »HRBLL ERELzb o
AL,

e) 2-RIITFPIIVTFIRFF7Y—IVEEERK (0.1 mg/mL) : FEFAFFC 2227 7= )L 7INF T — LR AE
(100 ug /mL) 10 mL 24275221 100 mL (280, BERRETAZ ) —/L— K (1+41) 225,

f) REHA 2-RANI7VTIRF7YV—IVEEER (10 ng/mL~50 pg/mL) : fFHRIZ 222V 7 7=1 73
RF 7> — M AZHERZ (0.1 mg/mL) D 5 mL~25 mL %2577 A2 50 mL (ZBPEMIICED | AERRETAX /—
=K (1+1) I z5,

g) BEHRAH2-ANI7Z7IVTIFFT7Y—ILBERK (Ing/mL~10 pg/mL) : i HRICRERA 222177
=NVTIRF T — VAR HER (20 pg/mL) @ 2.5 mL~25 mL 24 &7 7 A2 50 mL (ZEBERICED | R E
TAS = — K (1+1) N D,

E) FWEpGITHY, LEIG U AT D,
(2) 22ANVT 7=V TIRTF T — )L ELT 98 % (E &0r3) LA EOHEDORIEN T IRSIL TV,

BE 1. 222V T77= )L T7IRTF TV — MEIHE LR T3, & L7 AV ARG OB b AL~
I T — L ELTH RSN TWA,

(3) B EEIX. ROLBVETD,
a) BIERAIOTNTST: JSK 0124 |[ZHE T DERIRIK a~ N 77 CIROBEEAT-TH D,
1) H3L: AN 4Amm~6 mm, £ 150 mm~250 mm O AT L ASHD 717 WG\ ZA T 2T UV Fa s
FEALIEV AT NV EFTETALIZLD,
2) hSLIE: »72RE% 30 °C~45°C CTHREITZ5H0,
3) BRHER: YOCCERIAR TR 285 nm i THIE TE LD,
b) RTRFYIRE—F—
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o) SEDSEEH: 1700X g T LorHERTRER S D,

d) EEFEDSEER: 8000X g~10000 X g T Loy ATREZ RS D,

e) BUETILZFH—N)yTCHSL: T /LIF 500 mg~1 g Z I CALT=h O @IZiERE 10 mL &8k
L, A% /—/L 3mL &= AL, it F&E5,

EG) AEIML~6mL OATALIZIIHZ L 500 mg~1g % FE CALIZ—R o % AN THEIU,

%€ 2. #72A0% Inertsil ODS, Mightysil RP-18, L-column ODS, Shim-pack VP-ODS, +U7% C18M 4D,
Puresil Ci15. COSMOSIL 5C18-MS- 11 %D AT T i1 TV,

§& 3. 7 I —R)»id Bond Elut AL-A Sep-Pak Alumina-A . Supelclean LC-Alumina-A
EDALFRTHIIRESAILTND,

(4) ERERIRME

(4.1) #l HHIEX ROEEBVIT,

a) ZoHTalEl 1.00 g 2130 &y, defe =477 23 200 mL I AHLD,

b) A% /—/L—IK(1+1) 100 mL Z N %, 7 3F v I A% —F—Z HNTHI 15 2 ENEIRE 2,
¢ HHEL. REARE I DI 50 mL I2E5D,

d) i=/0:7] 1700X g THI 5 4y i O BEL @ . BBk a iR © &%,

3 (4) [Rl#ERYEE 16,5 om & ONEl#RL 3000 rpm T la /] 1700 X g FRE L7725,
(5) RENAEF D 222V T 7= )V TIRF TV — VRBIENHBRERO LIREZBZ 58T 0H55A 1T,
RO —EBEAY ) — )V THRIRT D,

(4.2) DU=2P9T 7V—2 T o7 IE RO EBVITI,

a) fHHREZRIET AT — NP AT A AND,

b) OO K 3mL 2T, Z DB DR IR 2 mL 2R BRE LD,

¢ Vi e O EE ©1.5 mL 128D,

d) iz.l>7] 8000X g~10000X g THJ 5 srfliz Loy BEL 7 R Aika s EHER IR E T %,

F(6) ANV el U REEO I OILEE THIEIZR L2V 0,
(7) [Bl#5E48 7.2 cm~8.9 cm & ONEl#5%% 10000 rpm G s /) 8100X g~10000X g FfE L7eD,

B 4. (4.2)c) ~d) DERAEITAZ T, PTFE B AT L7 V& — (FLA 05 um LLF) TABL ., Al
AERAIREL TH I,

{#% 5. HMEEHLURWIERIOS AT, IROFIETHRERT22EMNTED,
(4.1) ¢) ~d) }2 18 (4.2) a) ~b) DEAEEEHEL . (4.2) ¢) D WRHIIK ) % [FE %, BB MR N 2 THRAE
SRR

(4.3) BAIE WEILX, ISK 0124 RO EEVITH, BEARBIZLRIEEMEX, EIHEHTHEmERIK 72~k
777 DEETIEIZLD,
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a) BERBIAINSTODRESEY: FEEREI <77 OWESREO—HIZLL FITRT, Zhaes
FBILLTRIET D,
1) BS5L: FIEFINIEEAFEREA LIS A HT 2 (N 4 mm~6 mm, £& 150 mm~250 mm,
KifE 5 pm)
2) h3LHERRE: 30°C~40°C
3) B A¥/——IK(2+8)
4) FE: 1mL/min
5) IR YOOLERIILER, WEK R 285 nm
b) BREBROIEM
1) FHERH 222V 7 7=V T7IRTF TV — VBRI 10 L Z @ik ik a~hr 7712 EAL, I 285
nm D7 a~ 77 LA B — 2 TS Z kD D,
2) BMEMH] 2-ANT 7= VT IRF TV — VIR RER DO FE L R 285 nm O — 7 HifE LSS E O &
FRAAERT 2.
¢ HEOBE
1) FUEHAWE 10 L % b) 1) LRIERICHERIET 2,
2) RREMND 2-ANVT 7= VT IRF T — )V BE RO | Tl D 2-21 7 7 = )V T7IRF T —)L(ST)
ZHE T2,

#Z 6. ALEIEEH(L 5 K OEAIEE (2 45 Z AWV CRIGRER 2 E i L7 A5 R, 2- AL 7 7 =)L T7INF T
L ELT LO% (B &S 3R) | 0.4% (B0 58) I Y 0.1 % (B 855 38) DIRFEL ~ L TO Va1
101.2 %~102.1 %, 99.6 %~101.7 %} 1} 99.4 %~101.0 % CTdH 7=,

72k, ZORBREO E & TRRIX 0.005 % (& &7 35) R ThH D,

S5

1) BIE: mREE e~ 774 —IZEDEE R D 2-2V T 7 = VT IRF T — VD FE BIEIZ DWW,
AERR A1, 44 (1), 10~20 (1991)
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(5) 2-RANIFPZITFERFF7YIY—IL(ST)REBEZI7O——F BRI D 22217 7= L TINF TV —)L
(ST) HBRED T — 3 — RIS,

[ otk 100g |

| MEIRAE |
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A% =77 2= 200 mL

— XX )—)L—K(1+1) 100 mL

<~ RTF g AR —F— 1555 ]
et Pk s | 1700% g | 557 ]
a7 ST A — N T A

Hekeint UL | 8000xg ~10000%g | 557fH]

mRiE R a~ T

Bt h D2- 2L 7 7 = )L TIRF 7 — )L (ST) ifkBriE 7 n— —h

SE BEHRH 22V T 7= L TIRF T — )L (ST) EEHERR D HPLC 71~ N'T MMl A IRITRT,

AU

0.06

ST 5067

0.05

0.4

0.

0.2

BENX 2-ANT 7= )L TINF T —/L(ST) D HPLC /<K T

HPLC DOl E Sttt

#1725 Mightysil RP-18 GP (% 4.6 mm, £ 150 mm, Kif% 5 pm)
2- ANV T 7 =)V TIRF T — U EEHEE (200 ng AHY &)
Z DD A1 (4.3) a) HPLC DRIE SO FIRDEFRY
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