AEER R ERTE (2023)

5.9 FEIHEE
59.a BmEREIOINT ST
(1) #M=E
ZORBIEIIIEENE 35, ZORBRIEDSFEIL Type B THY, TDFL51E 5.9.a-2017 XL NO2.a-1 &
ERAN
IIMTRRENTKRZ N Z TR 2 L, LEISUT pH %KL, mliEikr7 o~/ (HPLC) (ZE A
L. T BB FRE A L = T v a— VR~ — BT WX T AL ERE G LIS U B SV 1T N Thy
BEL . #5210 nm TRIEL , /90413l R O Hi iR 2 R0 5, 703, ZORBIEOMEREI RS 5 1R T,
ZOFEEST, IR L T AL 7 VBT o B=r b (EREY) NFERFEETED (#% 4 1),

(2) BFE HEKXRUUKIL, kiZED,

a) K: JISKO0557 [ZHETD A3 DK,

b) KERIEFHRUDL: NS K 8576 [ZHLET D REfk XULIF %0 i DOFREE,

o) YABKFEZF MY oL - 12KHM: JIS K 9019 \ZHET DR TR O B O K,

d) YABEZKFEF FUDLZKIY: JIS K 9009 (ZHE T 2R L FLSED HE ORI,

e) MBIEREET MY OL—KHW: JIS K 8227 (ZHE T D4 SULIF D TVE DL,

f) FRFHER4RZETR (1000 pg/mL) V: JIS K 8019 (ZHIE T HHAHELAT NI A 0.147 g ZONEH EIIZED , 2D
B &% 0.1 mg ONTETHIET D, D EDOKREIMZ THENL, 100 mL RET7TANIB LA, FEHRETK
MR D,

0) EERHERERSER (100 pg/mL) V' fHFIRC, HHASEAIE R (1000 pug/mL) 10 mL % 100 mL 2877 A2
LD FERRETAREINZ D,

h) REHRAEHEBZEER (1 ng/mL~20 png/mL) : i FRFCHASFEAZ R (100 pg/mL) @ 1 mL~20 mL
% 100 mL 287 7 A BRI ED AR ETKREMZ D,

F Q) FAEFITHY, LEISU- RS,

() MARUEE HEKOEEIL kOEEBVETD,
a) BEREIOTNT ST NSK 0124 \THE T DEEEIAT 0~ 7 F7 CIROEHETT-TH 0D,
1) ASL: NE4mm~6mm, BI 150 mm~250 mm D AT 2L ASHOD 77 LEITRIAES 5 um O T/ Hs
EFREA LTRIE =T v a— 1V I T AL F A LTI VA SN Q2T TALIEL D,
2) ASLHE: HTLERES 30 °C~45°C THEITE5L 0,
3) BRHER: BOLLEMRMMAR TR 210 nm (L THIE TELHH O,
b) RTRFYIRE—F—
o) MDOBER: 1700 X g Tim L BERTRE 2L D,
d) EEEDSEM: 8000 X g~10 000X g TimLorBE iTRER S D,
e) pHRE#E: RS ATE | @RS H 0T, pH 1~pH 11 OFPAZHEIE T, pH 1 FFED
BERDIRFHINTNDHD,

X Q) VUBTNOEGYT )=V IIFAT L DB EE RIETIERHDHD T, TDVT /) — )ik
SLVER L CHEAHER DO E I B LW T 2T 528, MELFHIELC, v Va— 2R ~—DH—
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TR XD U DT IV D SERTTB S 1N D

& 1. 77403 Asahipak NH2P-50 4E, CAPCELL PAK NH2 UG80 D4 i CifiiREh T 5,
&% 2. pH HBHIE UNIV sRBRIREDO AT TSI TV,

(4) HERERM%E

(4.1) #H X KOLBVITH,

(4.1.1) RS ITAEM

a) 7MTEEF 1 g & 1 mg OHTETIEADED, 200 mL 42 =7 T A2 A,
b) /K100 mL Z/Nx, 7 R F v I AE—F—%HTH) 10 3 EEEED,

C) EE%, FEAKE 50 mL ki O IREAE 12 50 mL FREE LD,

d) =0F1K 1700 X g THI 5 oy OBl S | BB AR A mitiRE 35,

E () AR 16.5 cm K OVAIEREL 3000 rppm Tl 7] 1700 X g FRE L7205,

(4.1.2) &RSH AR

a) HTEUEF1 g & 1 mg OHTETITNDED, 100 mL &7 T7AUIAND,
b) K& 50 mL ZA0% | #RVIEE S,

c) BEERRETKEIZ, ks3T5,

(4.2) pHER®E HhiE® pH FHHIE, IRDEFVITH,

a) fhHRO—E (&) 2L pH RERAE VT pH 2l 52,

b) a) TR D pH 2% pH 5 L DA%, Hitikz 1.5 mL ke DILEAE 912 1.5 mL fREED D
PR RN SRR AT T2,

c) a) TR pH 23 pH 4 LL FOA 1T, fHHE 40 mL % 100 mL & —H—(2k5,

d) pH #t& W TKERE T RN D 298 (5 mg/mL) & 12 C pH 5~pH 7 |[ZFH#EL . /KT 50 mL £ ~7 7 A2
IZBLANLD,

e) FEMET/AKEMA, 1.5 mL HAem DILEE 912 1.5 mL LD,

f) 300 7] 8000 X g~10 000 X g THI 5 sy Oy EEL Y| BB ARENAIRE D,

E @ RVTFrrr o fiEo e O EAE THIEITRELRNOG D,
(5) [E#RYEE 7.2 cm~8.9 cm K OMEIHEEL 10 000 rpm Tiz L 77 8100 X g~10 000 X g FEE L7r%,

#@E3.  (4.2)b) L Ve) ~f) OEAEITZ T, BlAM: PTFE ®OA T L7 04— (L2 0.5um LLT)
THML, AREREHEREL THER,

(4.3) BE HEIL, IS K 0124 K URDOEEBVITH, HARMZRIERIEL, BB 2k a~h
777 DEAETEIZL D,

a) BERAIOTNISTORESE: WERMEO—HIEZLTIRT, ZNEBZIZL TRET D,
1) H5L: TIHAFEESLI-E AT Aa— LR ~—BT 5 (R 4 mm~6 mm, £ 150 mm~
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250 mm, BIFE S um) XII T HEACFRES LIz U7 BT A (N 4 mm~6 mm, £ 150 mm~250
mm, FZFE 5 um)

2) ASLIERE: 30°C~40°C

3) FAEEED: VABRKIE FRNITA12 K 1.79 g, VAER “IKFEFNIT LT IKFI 0.78 g M OVl
WREBET N L—KFi) 14.04 g Z/KIZEENLT 1000 mL 35, BlAKM PTFE ®o A 7L o7 44
— (L2 0.5 um LLT) TAIET 5,

4) B|=E: 0.9 mL/min~1.0 mL/min

5) EAE: 10uL

6) BRI/ YOOLERKIEE, WIERKEK 210 nm

b) BREBIROIERK

1) FHERAERER 10 pL 2@ ER iR~ 77(2FEAL, JE 210 nm O~ T A% kL, v
— VTR D,

2) B EAR TSR OB E LI 210 nm OE — V7 HFEE OB EREERR T 5,

o HEOARE
1) FUBHAHE 10 pL % b) 1) LRIERICHERIET 2,
2) E—ZHEBEORER IO HEER E LR | AR O R AEIE A R D,

&% 4. KRBIECTIITATTVBRT E=0 L (HBRY) & OMEASERO [RIRERE A /T iE CTh D, £ D
BT, AR YERL (1000 pg/mL)  FA4 L7 T = AMEAER (1000 pg/ml) O—E&EZRAL.
K TAIRL TREHEHER (100 pg/mL) O 235U | (2) g) O REASFRER HE#K (100 pg/mL) (228 % TRt 9
%o LLF. (4.3)b) LRBRICEAEL , o Hrakkl v oo & I E S S B i 4 L 5,

&% 5. BT E=7 1§40, BB 2 RN0EE 1 85I, BL A IR 2 800N, (LRAEEE 1 804 BeRE G AT
1 SIRICEATRED 12~5 {FHY B0 HEEZIRINUZ508 2 D ClEIGRBR AT o 75 R 1.
0.1 % (E&E575) . 0.04 % (E&E=) . 0.02 % (EE7H) L 0.01 % (B &) OIRIMNL~ LT
AR 2S 99.0 %~100.8 %, 100.4 %~102.0 %, 103.1 %~106.6 %K% X 101.2 %~105.9 %7z,

F7o, RBRIED 2 MR 0D 723D D [RIRRER D s M O R A3 1IR3, HAHERIT 0.0255 %
(B85 3#) ~0.291 % (EH &5 %) O CH o= MEEREEL AL T,
728, ZORBRIED E R FRRIZ 0.0003 % (& £y 3) F2 5 LHEE ST,
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#1 HREIREER 1A D 2 G PEHERR 00 72 D DL W] SABR Al DT R

R4 - *fi/’\j{;'? Srz RSODIS) SR@}) RSODR”
HEE (%) (%) (%) (%) (%)

FE R A e 10(1)  0.0502  0.0005 1.1 0.0009 1.7
FREE S A A e 11(0)  0.0255  0.0007 2.6 0.0009 3.5
FEE 2 A IR 10(1) 0.150 0.004 2.9 0.005 3.6
LR AR 10(1) 0.202 0.004 1.9 0.004 2.2
bRk L2 10(1) 0.291 0.004 1.3 0.005 1.7
bR A3 10(1)  0.0498  0.0007 1.4 0.0010 2.0
1) BB (SMVEEZ RS L-RBR=H) 5 TR v R 2
2) EBE (n=A2hilBR = Eo R (2)) 6) = [ PR R A2
3) EHESF 7) S TR R R

4) PHTIR R

SEXW

1) RS, KRR, RAINIER, ARG ®BRE7 e~ 77155 AW JRE o diAEEE 3 X
OF AT EBEORIRIE, B A HEAREFHEEE, 87(2), 120~124 (2016)

2) EWI)INERE, RFEN: ®ERiE7e~h7 77 (HPLC) IBIZ LD EE R O M igle k OF A~ 7 VBT
E=ULFERCY) ORE  —LFEFRERAGE —, IREHMFZEHE, 8, 70~78 (2015)

(5) HEZIO—I—F EETOREEERBRIEDO 70— — M RIR T,

| BrEE )T e | 1 mgdHET 200 mLstE =447 T AT AN ES

« 7K 100 mL

| MEIRAE | < xForaz—F— 105H
|

| 0 B | SeRBLILRE 1700 x g, 553F
|

| s |

E1-1  fEskh o iR ERE 7 e — — b (B #RE (4.1.1)

| SHTRE G Le | 1 mg@HiET 100 mLA R T A= ZIEA0 LS
«— 7K 50 mL~70 mL

| D iR |
— K (B ET)
| P |

1-2 et oOEHERERE 72— —b (iEERE4.1.2))
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| L |
|
[ R | pH et
pH 5L I
pH 450
| SWGomD | 100 mLe—h—icsER

[
| pH #8 (pH5~pH7) | KBTI 7 25 (5 mg/mL)
[

| BLAR | kT 50 mLART T ATCBLANS
— K (R ET)

| BOLAE | SERRELIEEE , 8000%g ~10 000xg , 553 1H
|

| BOBHA I |
[

| I | ks~

X2 AEEHR o R RERE T m——b (pH TR OV E#E)
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BE HHBREOF 4L TUT o E= 50 HPLC Zu~ 'S MMila RIZ 7T,

2.&!3 4.&0 E.EIJ &,

EFEEEE (99)

T T T T
100 10,00 1200 1400

(A) IR GAEYEIR
(e, TA LT UET =y LE LT 100 ng #1124 & (10 ug/mL, 10uL))

1 —

2
!
o ) +fn 500 ) 100 127m 1400
FIEEE ()
(B) #UEHA IR

(MR, TA T TURT BT LAEL THE R HE 0.1 %Y &2 A IEEHTESIN)
HEK WM NF AT UBRT e =T A0 HPLC Zu~ ' J 4
HPLC OWIE S

7172 CAPCELL PAK NH2 UG80 (%% 4.6 mm, & 250 mm, Ki£E 5 pm)
Z DM D ZA1E (4.3) a) HPLC HIE SR DB RDLEFY
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