kR % (2020)

8.6 RE&
8.6.a BmEBEMAHIOTNT STk
(1) M=

ZOFRBRIEIIEEHTE 7%, ZORBRIED S/ HIL Type D THY, D14 8.6.22018 X% U-acid.al
ET%,

SINTRRBHZO A TBEYAIR (pH 8) A& TIREEAHIH L, Mk n~hr 77 (HPLO) IZHAL , ~ /LT
—R ODSCGHYAH+TRT =A L AZHa+TR I F AL AZHAHNERH) 07 5 CorBEL | IR 290 nm THIEL . 2 Hradet
DR EE (U-acid) 23R D, ZO 7 EOMEREILEE 5 1077,

(2) BE HEROKIL, ®IZED,

a) JK: JSK 0557 (ZHLET D A3 DK, 12721, miiRIA 7 o~ N7 T 718 AN DIEBEHRIZ DUV TR A4
DKREER T,

b) YABZKFEHUDL: JSK 9007 (ZHETHRIETFED FHEDOLD,

¢) YABBKFRZFR)YL: JSK 9020 (ZHET 5 LR HE DL D,

d) YABRIER®K: VAR KFEHIVTL 073 g A2/KITHAENLT 1000 mL L7260, KO AREKTEE Tk
U 9.464 g 2 /KIZERHL T 1000 mL L7260 % , pH 8.0£0.1 (2725 J0RALT-H D,

e) REBRFHILBK: M 99 % (H&EDFE) UL EOREET 7 A (LiCOs) 0.739 g Z/KIZEH>L T 1000 mL
LLTEHD.

f) RERIZZER (U-acid 1 mg/mL)D: JREZ 0100 g 2O XHEIICEY, ZDOE B4 0.1 mg OH £ CTHlES
%o D EDRIRYT 7 WRIRIEE)L, 7T A3 100 mL ([T LA, B ETRER) T LR Z %
D

g) BRERARBIELER (U-acid 100 pg/mL) : JRIEIEHERK (U-acid 1 mg/mL) 10 mL A 425~ 7 A= 100 mL
20| R E T A BRI 2 N2 5,

h) BREHARBZELER(U-acid 10 pg/mL~50 pg/mL) : JRFEMEZEFE YR (U-acid 100 pg/mL) 10 mL~
50 mL Z42& 77 A= 100 mL (Z&0 | AR ETY ABRIETA IR A N 5,

i) REHARBIZESER (U-acid 0.1 pg/mL~5 pg/mL) : f FHFHCREAZ YR (U-acid 10 ug/mL) 1 mL~
50mL % 100 mL 57 T A 2 TEEFEIIZ & U | 1B E TOARBBRIRIRZINZ 2,

j) EEEE7UEZYL: JSK 8359 |[ZHETHREE TRED B DL D

k) AR/—): @A~ T 7 HSUXRS O E O

FEQ) RRBITHY BENIS U B AR D,

(3) B|ERUEE HEKOEEIX, ROLEBHVETD,
a) BIERAIOTNTST: JSK 0124 |[ZHE T HEEIRIK a~ N 77 CIRO B A T-TH D,
1) BSL: N 46 mm, £E 250 mm DAT L AHD AT LEITRiFE 3 pum DA 727 V5 shgdk
FHA T I Je OGRS M2 A A IV R S LIS U T NV FECALTZh D,
2) ASLIKE: W7 LRREE% 30 °C~45°C THEITEHH O,
3) #ER: WO R AR TR 290 nm I THIE TELH D,
b) JKi&: 60°C2°CIHfiT&DLD,
¢) YTRFYIRE—F—
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d) SEDSEEE . 1700 X g T rTHERb D,
e) EEFEIDSEER © 8000X g~10000 X g T LB ATRE/ RS D,

E&Z 1. 75 240% Scherzo SS-C18 D4R THiIRS LTV D,

(4) ERBRIRME

(4.1) M X KOEBVITI,

a) oMTEEF 1.00 g 2130 &0 | ke = 47723 200 mL (2 AiLD,

b) VAFBHEVARR 100 mL 2% 2| 60 °C+2 °C D/KIFHI T 10 43 Z EITHRVIRE /235 P30 /3 INET2,

¢) ELIIST XTI AL —T—% TR 10 I EIRE S,

d) $E%., BB e OIS @15 mL 3% 50mL (28D, 1m0 4 1700 X g TR 10 4y i Oy B
759,

) LIEZAE© AR LB E @15 mL (Zkb), El /) 8000 X g~10000X g THJ 5 43l Loy EEL 7,
B HIRA RENA IR ST D,

Q) WEENET DI, T AR Tz Vg,
(3) AR TIVAVBPROG WO T TR Va ez ENDISZ 28D, 7T AaNEED K4
TELLETHLET IOITHRD, 726, INBRAERT 1TH ZOBIEEZTTI,
(4) RUF e % e LIk E CHIEICEEBLLVD O,
(5) [EHRYEE 7.2 cm~8.9 cm K UNEliA#% 3000 rpm Tzl /] 1700 X g FREE L7025,
(6) FEHAW O IREE (U-acid) ISR ERO LIRZBZ BTN NHHH AL, EERKO—E
A /UK TR T 2,
(7) [Al#R2E£ 7.2 cm~8.9 cm K ONE#s4% 10000 rpm T[> /7 8100 X g~10000X g FRJE L7225,

BE 2. (4.1)e) DEAEITRZ T, BUKME PTFE BoAL T L7002 — (L8 0.5 um LLF) TAMEL, A
WA RBHRIRE L Th &,

(4.2) BIE MIEZ, ASK 0124 KL ORDEFRVITH, BARRIZRME BAEZ, IE A Dm s ks a<k
777 DEAEFIEIZL D,
a) BERRFEIOTNTSTOREESE: WESRGO—FIZLLFIORT, ZNESBICLGRET S,
1) ASL: F75T VI RGN A AL e ORI BE M R A A A A G B LT V7
V17 5 (NEE 4.6 mm, K& 250 mm, RS 3 um)
2) HSLFERE: 40°C
3) BEERY: FiET =74 1.54 g 2/KIZEEALT 1000 mL EL72H 0% 900 mL &V, A% /— 1 100
mL SIRAT 5, BUKME PTFE 8l A 7L 7 402 — (FLE 0.5 um LLF) Tl 5,
4) FE: 04mL/min
5) FAE: 10uL
6) W]/ WOLLEMHAR, MIERE 290 nm

& 3. WK, BiRT =7 A 154 g Z/KIZIEN LT 1000 mL & L CHEbrRfE L, AR Z
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DO—EEEZ 10 fFIZHIR L., EELETUI DA H 7 — )V EIRAEH., BKME PTFE flo AT L7 40
Z—(FLE 0.5 um LLF) TAHIBL TR Th kv,

b) RERDOIER
1) AHERRAELER 10 uL 2 @& Wik a< 7572 AL, R 290 nm D2 u< 7T &gk, v
— 7R E TS %R D,
2) FRREHRTEER O R EE (U-acid) 22 L3R 290 nm O — 7 [HfE £/ 13 m SO MM E /B 95,

¢ HABORE
1) ABHAIR 10 uL & b) 1) ERIBRIZHEAET 2,
2) E—ZEBEITESNORERIVIRER (U-A) 45K, oralel o R (U-A) 25 H T2,

&% 4. ZOHIE Ik (Scherzo SS-C18 BT 2% AVVZ5E) Tk, IRERICINZ T TV MY T T2 b A
Bz RIRF I E T DZENTED, 2B, 77U MU M ONT T MM U BRO R K K1 210 nm Th 5,
&% 5. EEOFHEOT=D ., ALAAEEL 15TRFEEEICEL, IR G HEINE & IR L OHEE A 1 88104 -V TR
InlEl e ERBR A S0 L 7% 8. 0.1 % (B &4y 2R) | 0.01 % (L &4y =) KT 0.005 % (B 54y 2R) OFSIL-~
JLTONEEIERITZNZ I 92.4 %~101.8 %, 85.3 %~105.0 %% U 92.5 %~114.1 % ThH -7,
FEEE DM 728 | ALRIERE, 15T R BENCE) 1R G HEALAE G AR OHEIRAS 1 A VW T HZZ
A CORALARERORER AN DOV T— Bl B B e D TIRITL . G R OV TR 2 B
L7tz sR LITRT,
728, ZORBRIEO TR FIRIE 0.0008 % (& By A THD,

#1  JRIEOHEZE 2 CORAE BRI DR F

- ﬁ@%ﬁ%ﬁ; ﬁi@@” si) RSD.” SI(T)G) RSD |(n7)
@ W’ (w? (%) (%)” (%)
357 ur 7 0.0989  0.0006 0.6 0.0015 1.6
7 0.0102  0.0001 0.7 0.00042 4.2
5B RE AR 7 0.0932  0.0004 05 0.0016 1.7
7 0.00938  0.00009 0.9 0.00031 3.3
IRAHEAEAE A AR 7 0.0924  0.0004 0.4 0.0015 1.7
7 0.00921  0.00005 0.6 0.00032 35
HEAE 7 0.101 0.001 1.3 0.0029 2.8
7 0.00966  0.00018 1.8 0.00049 5.0
1) 280 TR % S L 7= 38R B 2K 5) OHMTHXHMEER 2
2) FEME G B () X O TaR%0(2)) 6) HARER A
3) HEHE 7)  HR R S A 22

4) BHTIE R 2

SEHER
1) MARREIS: SR a~ 57 (HPLC) IEIC LA NEEH R O JREEDRIE, IERHFZEH4 11, 86~105
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(2018)

(5) RE&E7O—>—bk BB ORERBRED 70— — M RITRT,

[ aratk (i) 100 g] 3 = #9775 2= 200 mL
— DABEHEIT 100 mL

iz 60 °C2 °C, 1043 [l = L1 50 IR 72 236,304 [H]
[
FhH MNERE, 10551
[
10y B i Dy | 1700% g | 1045 fH]

epe s DR E | 8000xg ~10000%g |, 547 f#]

ABHANR VAR
[
HE TR~ 757

X EEHR O REBEREREO 77— —k

BE RoOBmEHRMIEEE O/ v~ 7T L2 RITRT,
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SEK R R ERE #ER (50 pg/mL) D HPLC 7~k J A

v—2r4% () R

HPLC D& 51
#1572 : Scherzo SS-C18(N#E 4.6 mm, E-& 250 mm, kit 3 um)
Z DD ZA 13 (4.2) a) HPLC JIE RO BIR D LD
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