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8.6 MRER
8.6.a MERAEIOTINI ST
(1) #M=E

ZORBRIEII RN 3%, ZOBRIED/7FEIT Type D THY, ZOFEEIZ 8.6.a-2018 X U-acid.a-1
&5,

SIFTRREHIY A BRIV (pH 8) 2N A CIREAZ T L, @ik u~rrZ7 (HPLC) IZE AL, ~/LFE
—R ODS GFAH+IRT =L A+ R A T 7 2 ZZHHIEAE) 717 5 CTorBEL L IR 290 nm THIEL . 3 Hraleh
D JREE (U-acid) 23K D, ZO I EOVEREILiEE 5 1”1,

(2) BFE HERUUKIL, kiZED,

a) JK: JISK 0557 [ZHIET D A3 DK, 12720, miliRIR s v~ "7 T 718N DEBERIZ OV TR A4
DREER T,

b) YABZKFHU DL JIS K007 [ZHETHRIE IR ZED FHEDOLD,

¢) YABKFRZFR)L: JIS K020 (ZHET HE LRGSO MEDLOD,

d) YVABIERRE: VAR /KFEHITAL9.073 g Z/KIZHENLT 1000 mL EL7H0, M OWAREKSE T
U2 9.464 g Z/KIZEEANL T 1000 mL EL7=H0 % pH 8.0+0.1 (2725 K0IRALIZHD,

e) MEBUFILBERE: WE 99 % (EESR) L EDOKRER)F 74 (LiCOs) 0.739 g Z/KIZEEALT 1000 mL
LU= D,

f) FREBIEHET (U-acid 1000 ug/mL)V: JRER 0.1g ZOXHEILICED, ZOE &% 0.1 mg OHrETHIET
%o D EDRIE)T 7 LI L, 100 mL 2E7 T2 LA, R ETREEY TV NERZ A
e

9) BRERARBRIEER (U-acid 100 pg/mL) : JREZEEUERR (U-acid 1000 pg/mL) 10 mL % 100 mL 42 &~
FAIZED | PR E T AR AR E N2 5,

h) BEHFARBEER (U-acid 10 pg/mL~50 pg/mL) : JR¥EMEZEFIEUER (U-acid 100 pg/mL) 10 mL~
50 mL % 100 mL A&7 7 A0 | KRR E T VBB IRZ N Z %,

i) BREFARBELER (U-acid 0.1 pg/mL~5 pg/mL) : {5 JRER S #EK (U-acid 10 pg/mL) 1 mL~
50 mL % 100 mL A&7 7 2 2 ZBEREIC & 0 | AR E TOABREIRIRZ N Z 5,

i) EEEB7E=YL: JISK 8359 ITHET AR IR EDHEDELD,

K) AR/—)L: EEiEIR7a~h 77 FSUTRIS O SE OREE,

FEQ) FRRBITHY, BHBEIS U R a5,

(3) BMARUERE HFHKOEEE L, kOEEBVETD,
a) EIEBEIOTNIFT: NISK 0124 ITHE T HEiEiR Ik v~ T 7 TIROBEMHE =T H O,
1) BS5L: W 4.6 mm, & 250 mm DAT L AFD T LB TR 3 um DA Z7ZTF VL higdE
FAA A A HAIE R O SV A A L AR ML AL EE B LIS U B SV TR CTALTIZD D,
2) WSLWE: HT7LMEREE 30 °C~45 °C THETTEDH O,
3) BRHER: WO ER I TR 290 nm U CHRIE TELH D,
b) KiB: 60°CL2 °C IZFRHITEALD,
c) RTRFVIRA—F5—
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d) SEDSBEM: 1700 X g T OABERTREZRS D,
e) BEEDSEER: 3000Xg~10 000X g TiE LA BETREZRL D,

{E#% 1. 77203 Scherzo SS-C18 ZED A4 FCHilREAL TS,

(4) HERERM%E

(4.1) #H X KOLBVITH,

a) NTEREF 1 g &2 1 mg OHTETIEDDED, 200 mL $:42 =477 222 Anb,

b) VABEHEVARE 100 mL 2122 60 °C£2 °C D/KIFHIT 10 43 ZEITHRVIRE 235 P30 2 FINET 2,

¢) HEBICYT XTI AZ—T7—% TR 10 A EIRES,

d) ¥E#%., BB E 50 mL e m O TREE @12 50 mL FREEY . 3077 1700 X g TR 10 43 [E5E D5y
B2,

e) LEAIK % 1.5 mL A O ILEAE W12 1.5 mL FLEELY | 35077 8000 X g~10 000 X g THJ 5 43Kz
DBELY | ¥R E R EREIRE T D,

Q) WREMET D720 HITARITE 2 T Iaviez s,
(3) AR TIPS WO TR TRV a ke % EDHSZ 205, 77 AaNBED kil %
TELRTHLT IOITRD, 7ok INBHERAERTZ 12O ZOBIEZ1TI,
(4) RUF oL & eim LI EE CHIE ISR LW O,
(5) [FIHRYEE 7.2 em~8.9 cm K ONEI#5EL 3000 rpm Tzl /7 1700 X g F2E L7 D,
(6) FUEHAW O JREE (U-acid) i EE SR B O LIREZBZ 2B TNRH LS E1E, LEREO—E
A /BRI TR T 2,
(7) [EHE¥EE 7.2 cm~8.9 cm K& ONEIHEEL 10 000 rpm Tiz.Lr /7 8100 X g~10 000 X g FEFEL725,

& 2. (4.0)e) DHAEITRAZ T, BUANE PTFE ®oA 717 L4 — (FLE 0.5 ym BLT) THlL, A
A RBHRIRE L Th &,

(4.2) B WEIL IS K 0124 Z RO EFVITH, BARRIZRRERRIEIL, WE I T2 m iRk s~k
777 DEAEITIEIZL D,
a) BEBREIOTNSTOREEHE: WESRKHO—FEL FIRT, TNESBIZLTRET D,
1) ASL: FIET VI SREEVEF A A L N ORI S fa A A A A AL s A LTe v U
V7 5 (NEE 4.6 mm, K& 250 mm, KifE 3 um)
2) WILIERE: 40°C
3) BEERDY: FETET=UA 154 g ZKICEAENLT 1000 mL EL7ZH0% 900 mL &V, A% —/L 100
mL LR AT 5, BKME PTFE 8D A 7L 07 V2 — (FLAE 0.5 um LA F) TAIET 5,
4) H®E: 0.4 mL/min
5) EAE: 10uL
6) R/ YOLERLER, WIE KR 290 nm

&% 3. AL, BERT o E =7 A 154 g Z/KIZHEHN LT 1000 mL & U CHERG L, BERRICE
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D—TEEZ 10 fFIZHR L., EKFELLT U9 DA H ) —)L EiREH. H/KM PTFE flo A 7L 741
Z—(FLAE 0.5 um LA F) TAHIBL CRRIL Th I,

b) BREMHRDIERK
1) SREMRAEAER 10 pL 2@ Rk a< 7571 2EAL, R 290 nm D7~ b7 I A& ek, v
— W E TS AR D,
2) FRREBRTIEYERL O REE (U-acid) 2 LR 290 nm O — 7 g £/ 13m SO M EMRE/ER 15,

o) RAEDAE
1) BUBHAW 10 pL % b) 1) ERIERICHAET S,
2) B—JHEEEITE SO DR ER L REE (U-A) B4 KD | SFratEl R o fREE (U-A) 28 H T 5,

{#E 4. ZOHIE S5 (Scherzo SS-C18 BT LEAWZHEE) Tl JRBBICINA T TV by R ONT T b
Fe RIRHCRIE T 52N TED, B, T IV MU K OT T MU BOR R 210 nm Th o,
&% 5. BEOFMDTD | ALAALEL, HTEREEAEE}, RS HEALHE G IEEL R OHERRA 1 $0IRA VLTI
DNIEIIS G BR - S0 L 7= 5, 0.1 % (B4 3R) L 0.01 % (B &55%) KO 0.005 % (& B4 3%R) O <
JLCOFE RN HRIIZNZE I 92.4 %~101.8 %, 85.3 %~105.0 %% 1} 92.5 %~114.1 % TH-7,
FEEE DR DT  ALAAEE, {GIEFEEEACEL IR A HENDAE G AR X OHERE A 1 86 & Vo A 228
ZCOIHTREFITHONT, —ToEE S T2 D CTREFTL . H TS B R OV TRE FE 2 R L7 i %
# 11RT,
728, ZORBRIED TR FIRIE 0.0008 % (E 845 R) fL i LHEE Sz,

F1 RIED H 228 2 T R AR ORI #E S

OHTHE A
" A EE? s RSD,” sim”  RSDym”
T (%)? (%)¥ (%) (%)? (%)
{dpd ¥ 5 0.0989  0.0006 0.6 0.0015 1.6
5 0.0102  0.0001 0.7 0.000 42 4.2
TGRS N} 5 0.0932 0.0004 0.5 0.0016 1.7
5 0.009 38 0.000 09 0.9 0.000 31 3.3
IRAHEALAE A AR 5 0.0924 0.0004 0.4 0.0015 1.7
5 0.009 21  0.000 05 0.6 0.000 32 3.5
HERE 5 0.101 0.001 1.3 0.0029 2.8
5 0.009 66  0.000 18 1.8 0.000 49 5.0
1) 280MT oM EFERL T B 5) M TR R 2=
2) FEIE (BE(T) X PHT740(2)) 6) HFIEERE
3) EHESH 7)  HEAE AR R A

4) PHTEEYE R ZE
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BE XM

1) fivAkfed: EHikARsa~r757 (HPLC) IEICLAIER o R EEOWIE, IEBHFZEH %, 11, 86~105
(2018)

(5) HEEIO——F EEPOREERRIEDO 70— — M RITR T,

| stk i) 1g | 1 mgoHFET 200 mMLEF: = 7T ATi3A0 e
— DAFRYEERHE 100 mL
JINEN 60 °C+2 °C. 1053 [ Z LITHRDIE A2 435305 H]

ISR, 1047 1H

AR DR | 1700% g, 1053 [H]

\

| i3 L5y il |

10y Bl e LIL RS . 8000xg ~10 000xg | 547
[
EHA IR AR
[
HE R~ 57

AR DR AR D7 v — —h

BE RO MIERER O 0~ T LM RITRT,

0.50
0.40 |
0.30
o |
L=n
0.20
0.104
0.00 J L
200 400 600 800 1q.'go 12.00 14.00 16.00 18.00 20.00
pal

ZEM RN IRBREEMER (50 pg/mL) © HPLC Zm~ b7 T4

v—2r4 () Rg

HPLC O E 1
#1725 Scherzo SS-C18 (W% 4.6 mm, KX 250 mm, Kifk 3 um)
Z DD Z1% (4.2) a) HPLC HIE SR OBl R DY
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