kR % (2020)

7. FHER{ERHDSIA
7.1 2-73/-4-00-6-AFJLEY)
71.a BRBREIOTNTSTE
1) H=E

ZORERIE 227X /-4-781-6-AF LUV (AM) 2 & T IREHIE -5, ZOBRIED 533861 Type C
THY, ZORE 1T 7.1.a2017 XX AM.al 75,

IIMTRREHIAZ ) — b — K (141) Z N2 T 2-72/-4-7100-6-AF )L VIV 2R L, @ik n~< k7o
7 (HPLC) IZB AL, A2 ZF L NI NALS Y BTN TT L THBEL. R 295 nm THRIEL ., Hofrakkld o 2-
TR-4-m8-6-2F NIV (AM) 3R 5, ek, ZORBRIEOMEREIXEE 6 1IR~T,

DU (AM)

n

(2) HEFE XKL, KiITED,

a) JK: JSK 0557 IZHIET S A3 DK,

b) AR/—JL: JSK 8891 \ZHLE T DHeAk SUKIFE D S B DR,

o) AR/—Iv: @HIRIET O N TT7 OUEBERIE T A% ) — N dEEiR IR~ 877 XA LIRS
D EE DRI,

d) 2-73/-4-900-6-AF)JLEYIDUIZEKR (1 mg/mL) V: 2-73/-4-700-6-AF LEYIY L [CsHeCl
N3] ?0.1g& O LI RIIZED, ZDOE &% 0.1 mg DHTE TRIE T D, A¥/—/V—K (1+1) Z N2 TEIL,
2RET7T723 100 mL (B LA, AERECRIAEEAINZ 2, MR TR, R 6 » A FILL ERGEL
7Teb DI AL,

e) 2-73/-4-700-6-AFILEVYSOUZEEK (0.1 mg/mL) : i AIFIZ 2-73/-4-700-6-AF LE VIV AE
YEWR (1 mg/mL) 10 mL #4277 A= 100 mL [2E0 | FERRETAY /—/L— K (1+1) Nz 5,

f) BRERA2-7I/-4-700-6-AF LEYS DO EHEK (10 pg/mL~50 pg/mL) : AR 273 /-4-7anm
6 AF NLEVIDAEUERR (0.1 mg/mL) D 5 mL~25 mL & 477 A= 50 mL ([ZBEPEAIC LD AEHRE TR
& ==K (1+1) N A5,

g) BRERA 2-73/-4-900-6-AFJLEVYI O AZHERK (1 pg/mL~10 pg/mL) : fEHKRHIRERA 2-73
J-4-7100-6-AF JLEYI D AEHERG (20 pg/mL) D 2.5 mL~25 mL Z4 575 A= 50 mL (ZBEPERYIC LD,
PR ETAZ ) —)L— K (1+1) N2 5,

F ) ARAITHY, LEIZSUT-EE RS 5,
(2) 2-73/-4-700-6-AF )LEYITV L ELT 98 W (E &4 2R) LA EOME DOFIENTHIRSIL TS,

BE 1. 2-73/-4-700-6-AF NLEVUIVNTE L7 AV LFEHEE N, OB E L F L0 THIRES LTS,

(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 295 nm 3 THIE TE 2560,
b) RTRFYIRE—F—
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o) SEDSEEH: 1700X g Tt orHERTREZR 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 LI —KN> X BondElutAL-A . Sep-Pak Alumina-A . Supelclean LC-Alumina-A % D4,
FRCHRSN TN D,

(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 %, 7 3F v I A% —F—% W THI 30 2SR 2,
¢ HHEL. REARE I DI 50 mL I2E5D,

d) =075 1700 X g TKI 5 4y i O L @ . BB Az iR ® &35,

SE(4) [FIR AR 16.5 cm K& ONEIRZR 3000 rpm izl /) 1700X g FREE L7225,
(5) ABHAIK T D 2-T73I-4-700-6-AF LEVID BN ERO FIREZB 2 5BFN0OH554
X, R O—E A2 A% ) — )L — K (1+1) TR 5,

(4.2) DU=2P9T IV—2T o7 NE 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) BAIFE WEILX, ASK 0124 K RO EEVITH, BEARBZLRIEREMEZ, EIHEHTHEmERIK 72~k
777 DEETIEIZLD,
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a) BERBIAINSTODRESEY: FEEREI <77 OWESREO—HIZLL FITRT, Zhaes
BIZLUTRHET D,
1) hS5L: F7E2TUNEE RS LTI HT 5 (NEE 4 mm~6 mm, £& 150 mm~250 mm,
KifE 5 pm)
2) HSLFERE: 30°C~40°C
3) B A¥/—/L—IK(4+6)
4) FE: 1mL/min
5) IR YOOLERILER, WIERK R 295 nm
b) BREBROIEM
1) #FEAEH 2-7/-4-708-6-AF VEYIV AR 10 pL 2@ EiRIE e~ N 7712 AL, R
295 nm O~ N T AEFLERL B — I iR LR S AR D D,
2) FHRREHRH 227-4-780-6- AF VEVID U AEREIROREE LI R 295 nm O — 7 wEfE T mI &0
W ERRAER T 2,
¢ HEOBE
1) FUEHAWE 10 L % b) 1) LRIERICHERIET 2,
2) BREMDD 2-7/-4-700-6-AF NEYIV A RD | TR o 2273 -4-708-6-AF LIV
¥ (AM) Z R T %,

HZE 6. ALAEE(L R) K OBLE AR (2 5) & W CIRIGRER A g L= /5 3R, 2-73/-4-708-6-AF )L
EUIVELTLO%EESE)  04% (B &) KD 0.1%(H FE5723R) DOIREEL~L TONB R ER
1% 99.1 %~100.5 %, 99.3 %~101.6 %% (O} 100.2 %~100.7 % T -7z,

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

S5

1) BEHE: SRR e~ 7 0—IZLBERY D 2-77-4-780-6-AF LE VIV O E &IEITD
WG, IBRRIEIE, 44 (3), 26~41(1991)
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(5) 2-73/-4-700-6-AFIILEYIOD (AM) REREZI7A—S—k BB O 2-73/-4-700-6-AF LBV
UERBRED T — — e RITTR T,

| otk 1009 | k=75 2= 200 mL
— A /—/)L—7K(1+1) 100 mL
AR | ~rxForAs—T5— 1050

|
iy B
[

Sehei LILEAE | 1700% g | 555 fH]

|

| |

| =7y | BETAIF ANy hT A

| L | ey L UL R | 8000xg ~10000%g . 55fH]
e

| ﬁ&ﬁ | Ed ka5

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

SE BERH 2-73/-4-700-6-2AF LUV (AM) FEHERK D HPLC 71~ h'T M5l & RIS,

0.0

AN 5225

0.25

0.020
AU

0.015

0.010

0.005

0.000 ] l_

BEK 2-T73-4-7100-6-AF LIV (AM) BEAERR D HPLC Za~ 7T A

HPLC Ol E S
F17 25 Mightysil RP-18 GP(N£E 4.6 mm, £ 150 mm, Kk 5 um)
2-7X/-4-7am-6-AF VBT U HERR (100 ng FH Y &)
Z OO ZA1E (4.3) a) HPLC ORI ESMHOBIRDERY

593





