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6.3.b EERBEIOVN 5T
(1) ;=
ZORBIEIIIEENE 35, ZORBRIED I Type B THY, TDFL51E 6.3.b-2017 % U-N.b-1 &
T2,
IIMNTREHZ K Z M A TRFBEHMH L, EEK K7 a~h~7 57 (HPLC) ([ZE AL, 59ERMEA A4 T AT
SYBEL . 3K 190 nm THIEL , 0ArabEl P 0 R #1EZE #E (UN) 23R 5, ZOHIEOHEREILEE 5 17T,
ZOFEIZEST VLY MEESR (BN) UV T U VT INEZE SR (DA-N) | 77 =V MEE S (GA-N) L O
7 =VIRFEME S (GU-N) BRIFHZHIE CX 5 ([§& 4 1),

(2) BE HEROKIL, ®KIZED,

a) K: JISKO0557 IZHETD A3 DK,

b) YABRZKFEHUDL: JIS K 9007 (ZHET D4 UTFED SWE OB D,

¢) YAEE: JISK 9005 IZRET DF UL FED BB DL D,

d) FREMEFREER(U-N 2000 pg/mL)V: JIS K 8731 [TRETBIRHE 0429 g # O IHRMLICED, ZD
H&% 0.1 mg ODHTETHIET D, D EDOKEZIMATHEDL, 100 mL &7 7AUIE LA, R ETK
MR D,

e) RERARFEERFER(U-N200 pg/mL) : JRFMEZEFREHER (U-N 2000 pg/mL) 10 mL % 100 mL
BETTAAITEY FERRETKEMZ D,

f) BREHAREYEFRIZER(UNS50 ng/mL~100 pg/mL) : JRFE M2 FFEHERE (U-N 200 pg/mL) 25 mL
~50 mL % 100 mL 22 &7 7 A2ZE0 | AR ETKRENZ D,

g) REHAREEERIEAER (UN 1 pg/mL~50 pg/mL) : it FIHF 2 PR 3514 %8 42 %53 (U-N 100
pg/mL) % 1 mL~50 mL % 100 mL 2877 A ZEMEMIZED | FERETKREMNZ D,

FEQ) FARGITHY, LEISCIBERE D,

(3) WERUEE HAKOEEIL, kOEEVETD,
a) EIERAEIOTNFT: JISK 0124 ITHE T Hmisik ik a~ b T 7 CIROBEMHZHT=TH O,
1) HS5L: N 7.5 mm, £& 100 mm DAT L AEHO BT LEITRIEE 5 pm~10 pm OFFFEMAF A8
BatiEZ FE CALIZH D,
2) ASLKE: BT LMEREE 30 °C~45 °C THEITTEDL O,
3) &S WO ER TS TR 190 nm U CHIE TELH O,
b) RTRFYIRE—F—
¢ EEEDSEER: 8000Xg~10 000X g T LA BEFTREZRL D,

%% 1. U7.20% Asahipak ES-502C 7C D4 B T RSAL TS,

(4) BERERME

(4.1) M HHHIE kOLBVITI,

(4.1.1) ¥RoTRAEM

a) OMTRREF 1 g &2 1 mg OHTETIEDDED, 200 mL $:42 =7 T 2212 A,

1
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b) /K 100 mL Zh1x., ~7 3 F w7 A% —F—% T 10 2 EIRE 5,
¢) FHEH., EEAED%E 1.5 mL e mE D IREGE Q12 1.5 mL BRELD,
d) =077 8000 X g~10 000X g THI 5 /rflim Ly Bl @ | LAz R 35,

F Q) REHAR P ORFEMEZER (UN)REDEERD ERZEZ 2B ZN18HL5 613, LEARO—
ERAE K CTHIRT D,
(3) ARV ue’L RSO HAR LIRS TRIE IS LW D0,
(4) [EHE2E 7.2 em~8.9 cm J ONEIHEEL 10 000 rppm Tz L /7 8100 X g~10 000X g FEE L7225,

(4.1.2) BRASWAREMH

a) MK g% 1 mg OHTETIEIANVED, 100 mL &7 7 A3 AND,

b) 7KK 50 mL ZMZ T, I;RVIEED,

¢ HEBRETAKEMZYS ., 1.5 mL $kem LIk 91 1.5 mL iR LD,

d) 15077 8000 X g~10 000X g THI 5 Ay D AyEEL @, LA AREHRRET 5,

E(5) RUBHRI T ORFEMEZE SR (UN) IR R ERO EREZBX2BENNH5 613, ER LI
D—EBAKTHRT D,

#E 2. (4.1.1)c) ~d) XL (4.1.2) ¢) ~d) DEAEITRZ T, BAKNE PTFE ®OA TV 7 002 — (L
0.5 um LA F) TAHML | ARAEHAKEL THEV,

(4.2) BIE HIEZ JISK 0124 XKD EFVITH, BARRIZRREBRMEZ, E T 2@l k7 a <k
777 DEAEITIEIZL D,
a) EERBRAIOTNTSTDORESEYE: WERKO—FIEZLL NIRRT, ZNVEBZIZL TRIET D,
1) HASL: 5 AR 77 25 (NEE 4.0 mm~7.5 mm, £ 100 mm~150 mm, $7£% 5 pm~10
pum)
2) WSLIERE: 40°C
3) BHEERDY: VARE_KFEHITL392g KTUVAFE0.12 g Z/KIZEEH LT 1000 mL &5 5, Hi/KME PTFE
FIDA TV T 4N — (FLR 0.5 um LA T) TAila T 5,
4) FHE: 0.6mL/min
5) FEAE: 10uL
6) RHIF: WOCRER M, WIER K 190 nm

BE 3. EEERIT, VAR KFEAIVT L 19.6 g KOV AME 0.584 g Z/KIZEEHLT 500 mL &L, MR ERAT
L. i HEHCZO—E &% 10 52K, BIKYE PTFE O AT L7 00— (L2 0.5 um LA F) T
AL TR L TH LW,

b) REHDIER
1) FHERAEER 10 pL 2 5dRik 7o~ 77123 AL, K 190 nm D/ u~ T LEfdkL, v
— I EEERD D,
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2) HBESIEERORFVEZER (UN)IRE LR 190 nm O —7 &S OB E#REER T 5,

o) HMDAIE
1) FUBHAHE 10 L 22 b) 1) LRIERIZHERIET 2,
2) E—UESibiR BRI IRFBENEEHE (UN) B2 R | el Bl o R FEMEEH (UN) 25 H T2,

% 4. CoORBRIETIIE YL MEEH (B-N) | REMEHR (UN), D70 V7 INEZER (DAN) , 77
=V MEF (GA-N) KOV T = )VIR FEMEE FEEMERR (GU-N) DOIRIRFHIE S ATRE Th D, £ DA 1T,
5.10.a & 5 25O L,

7B BNVLT VT ERIITIRSE (UF) 28 A IEEH O R FMEZEF (UN) O434712 HPLC A7 A
&£L T Asahipak ES-502C 7C #2456, IRFEMEZEFE (UN) OE—2 & UF RO DMK 53 O
— 7DV HESIUT, IRFBMEZEFE (UN) ORENTE2), 2084 HPLC fl7 4% PRP-X200 ([ZZ4 %
HTLICE > TIRFMZESR (UN) OB — 7 LMy DY — 7 DV rBESHL, UF 28 e S IEE P DR 3
PEEE SR (U-N) 20T C& 5, 7272, HPLC H A7 A8 L CPRP-X200 77 2% W 354, IR FMEEE TR (U-
N) LE DLy MEZSE (B-N) LD [FIRFRIE L TERU,

&% 5. HEOFHEDTD, 7N AT ERHEG RFALE ALRACEL, B AR WK S IEEE K 05
BRI 25 A A IR EEE 1 8614 A TR INEIGGREBR 2 S M L 7oA 5L 6 % (&7 3R) | 3 % (H &) KO
0.6 % (B &5 =) DU~V TONYLEENFRIZZZEI 983 %~102.9 %, 98.9 %~105.2 %KL
92.3 %~99.9 % T 7=,

FEEE DRI DT | Bl A AEEE, fLREEE & OZ RER = A G LB V2 B 228 2 CTO TR R
DT, — LR E WA O TRRNTL , D TR R OV PR EE A B I LT A 3% 1IR3, $e,
FRBRIE D Z Y MR D760 D I [FIFRBR D AR Je ORTRE a2 2 1R T,

725 ZORBRIED E R TIRIZ 0.03 % (B 80 3R) FLE LTS,

K1 RFEVEZEFRO A 22 2 7B BGR DT i R

DM TREEE RS R
SR, H iﬂ(l) ilziéﬂgﬁz) 50 RSD,” SI(T)6) RSD I(T)7)

T (%) (%) (%) (%) (%)
LA At 5 6.24 0.03 0.5 0.05 0.8
AR AR 5 3.01 0.03 1.1 0.04 1.4
5 REE 2 A IR 5 0.315 0.003 1.0 0.005 1.7
1) 2807 E3EEL7- Bk 5) OF TR HZE e 2=
2) FHE (BHEU(T) XOHT50(2)) 6) HRIEER
3) HESE 7)  HR R e YA A

4) PHTIR R 2=
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28 R BRIE D 2 S VEMERR D72 D O I [RIFBR AR DT 5 A

B4 AR W"j{;@f s’4)3) RSOD‘S) SRG; RS?R”
EV (%) (%) (%) (%) (%)
99y 8(2) 0.296 0.011 3.6 0.012 4.1
bR AEER2 10(2) 0.589 0.015 2.6 0.024 4.1
bR AEER3 10(2) 3.08 0.04 1.1 0.06 2.0
A AE L4 10(2) 6.03 0.11 1.7 0.20 34
(b AEELS 10(2) 46.5 0.6 1.4 1.3 2.8

1)
2)
3)
4)

SE X
1) BRI, AAHERE, AR

2) IRARACTR, AATHER

AR =R O W Lzl =50
EEIE (n =B hFER B RO (2))

pigi =N %2
(ERE g

D TEEESR 22

5) PHTHXIEEHE(R 2
6) SE WA Y 2=

7) SRS R M 2

HORE —ILEBEREGE —, IEMFZEEE, 10, 86~100 (2017)

(5) REEO—>—bF BB oRFEMESE

X1

| W) g | 1 medHFET 200 mLAEe = 7T A0 S

< 7K 100 mL

SR

e

Ly HE

FRBREO 70— —MAEZRITTR T,

| ~rxFvrrs—5— 1050

|
| SEHRIEL LB | 8000xg~10 000xg . 553 1H]
|
|

AUEHA IR Mnbic Rz N1
I
HE ik a< s>
AR DR FE MR FRBRIEO 71— —b (HERE4.1.1) R OWIE)

A7 0~ 757 (HPLC) JEIC XA IR R DR FMZEHE, B UL
yMEERZEOWE — B —RBREOZ Y MM —, ILEMIFFEHE, 10, 72~85 (2017)
A0~ T7 (HPLC) JEIC LA EE R D R F MR, B UL v ME%RE

e
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| SRR (R 1 g | 1 mgDHTET 100 mLeEET T A I A0 ED
— 7K #J 50 mL

| RO |
Ik (B EC)

| Ty | Sk PR . 8000xg ~10 000xg . 543
[

| AL | EEin
|

| B | itkon~tr5

2 JERthoRFEEERRBRIEO 7o ——h (I ERE(4.1.2) LOYIE)
BE REMEROMEBHMEEROI/ 0~ T L2 RITFT,

! (2)
| (S)

(3)

(4)

ZEX 1 BERHIRESEER (4 10 pg/mL) ® HPLC 7R~k F A
v—74
(D) RFEMZEFE  QETVLyMEEHE Q)T UTIRMESR
Q)7 T=U MR )T T=VIRFAMESR
HPLC O E 514
#1725 Asahipak ES-502C 7C (N£E 7.5 mm, £ & 100 mm, Ki£% 9 pm)
Z DD ST (4.2) a) HPLC HIE SO B RDOLEFY
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HEKX 2 FERARZEMEEFEEEER (20 pg/mL) & OV LT VT ER TR FIEEND
HPLC Za~h/F A
v—r4
(DIRFEMEFE  QrErULyMEESR
HPLC O 7E S
7172 PRP-X200 (N4 4.1 mm, & 150 mm, Ki£E 10 pm)
Z DD S 1% (4.2) a) HPLC HIE SO B RO LR



