kR % (2020)

8. TDh
8.1 ASIVRUZTOEEME
8.1.a ARYORNSTEESHTE
(1) W=

ZORBRIEIIIEEHZE H 5, ZORERIED /3 FIL Type D THY, ZDFE 5% 81.a2017 XL Mel.al &
T5,

HEEW & OB B % 5 T RE R D AT R O OBEWE (LL T, TAZIV5 LW, ) &Y =T LTIy
— K =T Bh=RUL (1+4+5) THitH L, BSTRA —TMCS(99+1) THEERML LI Ay~ T 7 E B3
FHEHWTHIEL, OB O AT %2R D, 7ok, ZORBRIEOVEREILEE 8 1T,

BE 1. AT K OFOEEMEOREERIZX 1 0LBYTHD, AFILDOENERFRICHB VT Ri~R3 -
NH2 23-OH |28 b > - RIPEM D ETHZ L0 05,

R4 R R R MW

)\ AT NH: NHz NH:  126.12

N~ >N FLA)  OH NHz NH;  127.10
)|\ /)\ T AYR OH OH NH. 12809
R5 N R3 TV OH OH OH 12907

BI1 AT K OO BEEY B DR

(2) HEFE HEROKIL, KiIZED,

a) K: JSKO0557 ([ZHET D A3 DK,

b) FHb=RJJL: JSK 8039 |ZHLE T D5 3 - PCB 35k FH (JR#fE 300 LA ) XA i E O,

¢) DIFITIY: FROUIRIZEDME ORI,

d) EUDERK) D B 99.5% (B &5y ) LL K OVUKSY 0.05 mg/imL BL T DA HE A B UL RS D 5
'H ORI,

e) BEMHRERE?: e RA(NAF LTI N TAFaTERTIR— R AF Lraas T (99+1),

f) ASSUEFEER (0.5 mg/mL) : AT [CaHeNe] @, 7 AU [CsHsNsO] @ | 72 AU R [CaHaN4O2] @ K
V7 V[ CaHaN303] @%9 0.05 g # L) B ILICEY, ZOE &4 0.1 mg OHiETHIET %, D EDY
TF LTI — K (1+4) THEPL, TN TN ERET T 22 100 mL (IZBL AN, HEE CRVARZ N2 5,

g) EAIEER(50ug/mL) ¥ K ATIEAEAERL (0.5 mg/mL) 5mL 47T A2 50 mL &9, R ET
VxFNT I — K —TEh=RL (1+4+5) Z N2 5,

EQ) BEEMZIL. MEETRID A (EK) BEA N2 TERL TURE 15,
(2) BESNT-FHEARLREKIT BSTFA —TMCS(99+1) D4 R T IRSIL TS,
(3) AT T AU TUAIR KOS T VR L CHE N B IVERES I N T IR S CUND,

&% 2. BSTFA—TMCS(99+1) I% SUPELCO 75 1 mL D7 > 7L CRRFESIL TS, BIE#%IZ. FOHD
IBIFEATA,

614



kR % (2020)

& 3. AT T AU TURAIR RO T RVER OFEAERIK T E L7 AV ATk B s b5 K O
MBI T IV IRGESN TS,

(3) B EEIT. ROEBHETD,
a) HRHYOTMTSTEESHE (GC/MS): JSK 0123 ([ZHET 5 GCIMS TR DEM AT~ 8D,
1) ARZOTRTS5D:
O REPEALR: ATV 2 H R ATRERD D,
@ F¥ETU—HTL: N 0.25 mm~0.32 mm, FX 30 m O U IO T — T4, 5 %7
==L 95 %AF LRY T u A 0.25 um ES TR BT —H 7 AN R I ~MEFERE AL B 'BOWE

HERDOL D,
@ F¥UY—HA: HFE 99.999 % (IKFE /5 R) LA LD EFEA~Y T L
2) HENHE:

O AFAE: BEFEREAA AL ED L
@ A4V BIRAA R (SIM) 15
b) BERELESR: HETHRERSREHNLIENTED,
¢ EEGEIDSEES: 8000 X g~10000X g T Ly BEATREZRL D,
d) RH#ERE: 70°C#2°C Il TEHE LT/ SR —2—
e) JKiB: 70°C#2°C IR C&HLD,

{§#& 4. v’ 7YV —FFA0% DB-5ms, Rtx-5ms, HP-5ms, SLB-5ms, BPX-5, CP-Sil 8CB low Bleed/MS,
TC-5HT for GCIMS 2D 4 A CTHiI RS T D,

(4) ERERIRME

(4.1) #l HHIEX ROEEBVIT,

a) OHTRE0.50 g 210, e =~ 522 200 mL~300 mL [ AND,

b) VT INLTIL—K—TER=RI/L (1+4+5) 160 mL~200 mL ZH0x . M55 A g4 VTR 30 40

A5 W ALEE T2,

¢ #91.5mL ZIAeE DvbEE @15 mL 120, #0 /) 8000X g~10000X g THJ 5 4yl Doy BEd 5@,

d) EBAEImML 22 ET7T7 A3 5mL~50mL (28D FEME T T LTIV —K—TEh=R/L (1+445)
A ke 3%,

@) RFoe L B CRER I B LN L AR T D,
(5) [Al#R£E 7.2 cm~8.9 cm K ONa#s4% 10000 rpm T[> /7 8100 X g~10000X g FRJE L7225,

f&%& 5. 500 um D55\ a3 HE THL Tt HElE 2 E 92,

B#& 6. DR 05 gZITN0EY, PF LTI —K—TBh=F/L (1+4+5) 200 mL THIH L. d) D
VETB0FIZATIRL = A 1T, TRl E R D AT %0 i Be#iPH I 0.2 % (E B 5y ) ~10 % (& 555 3)
E72%, TDOEBFPARM O ATIVEEMET D561 d) OBEORIRGHEE TiF 5, o, A%
DEH BPENEI 10 % (B &5 3) 2 555130 O EZ O T L E N D5,
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(4.2) FHEHIE FEBRLIL, KROEBVIT,

a) AR 0.2 mL 2 A7V 2 — AT & RS 5 mL~10 mL 1285,

b) FREREZBAEERIIVL, 70 °CH2 °C TRUE ML . S8 RIS 859,

¢) BV (K P03 mL K OFEALRIKP02mL 2RI TRAL, 2 L CTEET5,
d) 70°C#2°C D/KIHTHI 45 43 ML= D% S L, sEHR I S5 9,

SE(6) WRE SIS R B LN TES,
(7) b) DFAETREIIERB LIS A XU o) DRFTHT2REITK DN EENTOE AL d)1
B DFHEMACD SO HEE RN LD DD,
(8) MEZJHEU T, sBHANR A ek LIRS @ 1.5mL 12&Y, 8000 X g~10000 X g THJ 5 4y fiffiz L%y
HEd2©,

(4.3) BE MWEIX, IS K 0123 K ORDEFBVITH, BARBIZRBERIEZL, MEIHEN T2 A7a~ 7
T ESHTEOBIET I LB,
a) HRHYOTRTSOBESHHDAESEY W Aro~ N I7 GBS ORIESEO—FlZ LI TR
T, CHESEIZLCGRET D,
1) ARZOTRTSD:
O HBHEASE: A7V AFEAE (1 min)
© FUBHEAGBIREL: 280°C
@ FXETV—HTL: 5% 7=/l 95 YAT LRI adPh Xy T — A7 ANE R MEFE/BAL
TRV AR DO X TV — 7 5 (NFE 0.25 mm~0.32 mm, X 30 m, B/E 0.25 um)
@ HZIFEIEFE: 100 °C(1 min) — (15 °C /min) —320 °C(3 min)
® GCIMS el AL : 250 °C
® FxUY—HA: ~UULA JiE: 1.5mL/min
2) BESWE:
O AAAE: BEFEREAA AL ED L
@ A4 ALERE: 70V
@ AAPIRE: 230°C
@ AFUmH TR BIRAA R (SIM) 15
® MIEAF: £1DEBY

1 BERSBWE DT T T ANAF
WETITANAAY (mlz)

S e e
WENBIH  —g MR e e e
AT 342 344 327 285 213
VoINS 328 345 343 285 214
TUAYR 344 346 329 214 198
T XV 345 347 330 215 188
DACP(1.S.) 288 289 290 273 275
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b) BREBROIEM
1) RAEEAERR (50 pyg/mL)5 mL 2287723 50 mL (280, ERETY=F LTI —K—T'h=FL
(1+4+5) Z NN A 1R G HEAERR (5 pg/mL) &35,
2) IEAHEUERR (Spg/mL) 1mL~20 mL 242 &7 5 22 50 mL (ZEEPEIIC 0 S E T F LTI — K
=7 B =RV (1+4+5) Z N 2., IRAFEHERT (0.1 pug/mL~2 pg/mL) &35,
3) IRAENERR (0.1 pg/mL~2 ug/mL) % (4.2)b) ~d) DEAEZTT-T 0.04 pg/mL~0.8 pg/mL 54 & Dk
R G IRMER LT 2,
4) FRREARAIEMER 1 uL 2 GCIMS IZEAL, JIE X R E O E B AA Y (mlz) e OB A
¥ (mlz) DI~ T NEFRERL  ENENOE — 7 i T EmS 2Rk D,
5) FREXGEDERAAA Y (mlz) EREEBRAT Y (mlz) DY — 7 ERE LI m S AR T2,
6) KR EMRTEAIEEROREX S EIRE L E B A4 (nlz) DY —7 HiE L@ S E DK ER%
TERLT 2,
o HEOBE
1) #EHARIEZ LuL % b)4) ~5) LRIERICERET D9,
2) RREMROEBE R R E B RO | AT OB E S R EE R T 5,

FE9) EEROY — 7 T m S T L T30 %t E O#HIHN ThHZ L2 MR 5, 7ok, B —7
A SUTm SRR IS L > TRRD LD D,

E% 7. AT FOREOEHMPHERINISG AL, RO a) XL b) D FIECIVRIEETTI,

a) (4.3)¢) 1) DEAETHEHAIK A GCIMS IZ—EREIEAL L, (4.3)b)4) ~6) [Z1E> THRAELIR &
EEET D,

b) PUEHEMEEL T 2,6-73/-4-70ut)IV (0.5 ng AH2Y &) 248 B & OSBRI N 2., (4.2)
¢)~d). (43)b)4) ~6) KN e) 1) LIRERDEEA T2, 72721 | FHIE X R E L NAEYEYE O & & A
v (mlz) DY — 27 EifE L E S S AR O AE R K& OV AT 308 o0 -0 5 o G B i P 4 T
SRR

&% 8. REmmd ., Sy, SMFEMINTALEL, RS A HEITEL, BA AR O 1T 2 AT
S DRI ERBR O FIE, 10 % (B &5y 3) O 0.2 % (& &7 2) ORI~V CEH RIS 92.1 %~
102.9 %} T8 90.3 %~102.2 % TH -7,

2B ZOBRBRIEDATIVEOE R FIRIZENZE1 0.01 % (E &%) BRETHD,

S5

1) BIHBIE, KK #i: TA7a~z7 7 G &0HE (GCIMS) IEIZ LD IEEF DATIL o O D B HEY)
B ORIFFE, IEEHITFEHR L, 1, 114~121 (2008)
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(5) ASIVEOREETIO—I—F JEBHHROATIEORBED 70— — RIS T,

| btk 0509 | d:% =475 == 200 mL~300 mL
— VT )NTI—K—=TEr=r)L (1+4+5) 160 mL~200 mL
| AT | R, 304
[
| 330y il | JEHei L UL | 8000xg ~10000xg , 553 ]
[
| i |

K1 AEEHRDOATIL KON ORI EYE O BRiE 7 o— — b (G H EE)

| m%ﬁ |
- 1 mL% 4 &7 7225 mL~50 m)La:kD\ ERETYZF LTI —
K—=7Fr=FI/L (1+445) N2 %
| 0.2 mlLﬁg\Ei( | AH) 2a— e fr &E RS 5 mL~10 mL
| ?J&E%;%fflﬁ- #lE | LR —&— (70 C£2°C)

— BU U (HA) 0.3mL
— FER(LEEE (BSTFA—TMCS(99+1)) 0.2 mL

P LTSS
| AL | 70°C+27C, 45457

| W |

| ﬁﬁ%ﬁ |

| Wi | wrE~ I RS

2 O AT I R O OB T DR 7 — s — R GRS R O R

618



kR % (2020)

BE AT LM EHRIIESERERD GCIMS D2AF L Dra~< 55 (TIC) HilZ IR T,

la lb lc ld

100, 0000

[ 1 TIE TiC TIc

5.0

2.5

3 AT K OZEDOBEHEYE D GCIMS DEA4 D ra~h7Z A (TIC)
GCIMS Dl E S
X7V —H7 A Ritx-bms(PNEE 0.25 mm, & 30 m, F/E 0.25 um)
ZOMDEAIE (4.3) a) TAIa~ N T 7B B3 HTE OWE S OB ROE Y

BRAT L Ia~ NI T EDE— 74,
a VT XLEE b) 7 AR
c) TLAU d A7

GCIMS [ZHA L 7=3oB) K OBELA £
HALTRER: AZ3 RO OBIEW B O MR TR S EER (4 2 ng/mL A4 )
AR 1L (AT RO OB T4 2 ng #1124 )
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8.1.b (X%&)
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8.1.c EERBEEYIATNSTE(ERMESELLIER)
1) ;=

ZORBIBII A E & O IEEHZE T 95, ZORBRIED I FEIL TypeB THY, ZDFE 513 8.1.c-2017
XiE Md.c-1 &5,

Hal (1+15) 20 sl BHI A TATI R OZ OBIEME (LU R, [ATIU 1 EW), ) ZfliH L, mndide
7a~ 777 (HPLOIZE AL ANASEANFEACERE G LI U T VT Tl R 214 nm Tl
EL TR BIHR DOATI EE RO D, 72385, ZOWBRIEOMEREIIES 4 (27T,

(2) BE HERUKIL, ®KIZED,

a) K: JSKO0557 ([ZHET D A3 DK,

b) ZEF=RJJIL: ASK 8032 (ZHIE T D5 ILFEIEDME ORI, 7236, BRIk a~ 777 DY
B ik EEiRiA v~ T 7 RS E .,

o BEE: FERCUIFRIZEOME ORI,

d) YABIERERY: JSK 9020 TR ETDHVAEKFE T LA 0237 g KON JSK 9009 (ZHE T DY
AUBE T IOKFET R L KT 0520 g Z/KICEEN LT 1000 mL &5 @ @miEik ik a~ o7 Ok
AT AA 1T BAKYE PTFE 8o A 7L e 72— (FLEE 05 um BLF) TAl 9%,

e) ATIVHERER (0.5 mg/mL): AT [CiHeNe] @, 72 AU [CsHsNsO] @ | 72 AUR [CaHaN4O2] @ &
O 7 VIR [CaHaN3Os) @5 0.05 g 22 F RO LI RILICEY, ZOE E% 0.1 mg OHTETHIE T 5,
D BEOERE (1+15) THE L, ZTNENEET 722 100 mL IZB LA, ERECRIEREZ A S,

f) EAIEERSO ng/mL) Y FATIUEFEARERL (0.5 mg/mL) 5 mL 2277 A2 50 mL &0 FEHRET
T h=RUJV— 0 A BEYEARENR (4+1) N % 5,

g) REHRAESEER( pg/mL~5pg/mL): FHFRHIRAZERER (50 ug/mL) © 1 mL~5mL 4 &7
T2 50 mL (B PEROIC LY | R E T T B =RV — Y AUBRERE TR (4+1) 2025,

h) BRERAESIEER(0.05 ng/mL~0.5 pg/mL) : i HFRFICE AR (1 pg/mL) D 2.5 mL~25 mL %
7T A3 50 mL 2B ED | B ECT R b=V — O AU BRMTRR R (4+1) N2 5,

FE ) FAEGITHY, LEIIGUT-EEATRRT D,
(2) YABRHEFEER I pH 6.74pH 0.2 2725,
(3) AT T A T AR RO T VR L TN EIUERE KN TH IS TUVA,

BE 1. AT TR TURAIR RO T SOVERORERER IR T E 7 AV LT, B kg, AR
FHE T2 R OV bR T VARSI TUVD,

(3) B HEEIT. kOLBHETD,
a) BIERAIOTNTST: JSK 0124 |[ZHE T DERIRIK a~ N 77 CIROBEAT-TH D,
1) A35L: N 4mm~6 mm, £ 150 mm~250 mm DO AT 2 L AFHD 517 DB T VST A )V FE A
FEALIEYV AT NV EFTETALIZBHD,
2) HWSLFKE: HTLMERES 40°CE1°C THREITEDLOD,
3) B®HER: UCLEREE TR E 214 nm AL TRIE CELH0,
b) EBERFELER: BIEEPEEAVLIENTES,
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¢) FDSBER: 1700X g T LB Al RE/R L D,
d) EEFEDSEER: 8000X g~10000 X g T Loy ATREZ RS D,

%5 2. U7A401F TSKgel Amide-80 DA FFCHIRSITUND, ATV TV AU TV AR O T XL
fa % SE RN B CEA LN MERS NI AT LEE AT 5L,

(4) BERERME

(4.1) M X KOLBVITI,

a) HrEER 050 g #1370 ED | ke =M 7722 200 mL IZALD,

b) M (1+15) 100 mL AN R, HE I A TR 30 2 T SR LB %,

o FRER, RESIRE R OILEAE 50 mL 12ED,

d) =05 1700X g THI 5 4y i o BEL @ | BB Az hitiRE 35,

e) K5 mMLO%2ET7T 23 50 mL IZ&D | MEMRETT Eh=hV— 0 A BRI RN (4+1) Z N Z CHATR
ERAN

f) AR A A DR EE © 1.5 mL 12ED,

g) ix[(>/] 8000 X g~10000X g T 5 4y iz LBl 7 Rz sl bR ST 5,

(@) [EERPEER 16,5 em & ONElds%L 3000 rpm Cimilr ) 1700 X g FEE L7105,
(5) FEHRIE T OATI ZORREPRERO EREBZ 58 N0HL551%, EEAIEO B 1
mL~25mL &35,
(6) RVF LMD e LIS CHIEICEELROD O,
(7) [Al#52 A28 7.2 cm~8.9 cm K (NE#4% 10000 rpm T[> /7 8100 X g~10000X g FRJE L7025,

&£ 3. 4.1 ~g) DERIEITZ T, BUKYE PTFE DA 7L 7 42— (FLAE 05 um LU F) TAIL .
AR FEHRIREL TH LU,

(4.2) BIE MIEZ, ASK 0124 K ORDEFRVITH, BARRIZRME BRI, IE A Dm s ik a<k
777 DEAEFIEIZLD,
a) EEREGIOTNSODRTESEE: &Rk a~ N I7OMESRED % FIoRT, Zhiaes
BIZLUTHET D,
1) A5 INAREANVEERLEREE LTV U B V7 5 (N 4 mm~6 mm, & 150 mm~250 mm,
KifE 5 pm)
2) ASLIERE: 40°Ct1°C
3) BEEK: T ER=NIL DA RREREENR (4+1)
4) FE: 1mlL/min
5) RHHER: WO R, WIER K 214 nm
b) BREBROIEM
1) FHREHRARAEEMER 10 L 2 @diRikr o~ 2 712F AL, E 214 nm O7a~ T L5 Glek
L, =7 IR S ERD D,
2) HHEMTE O DOWEE LI F 214 nm O — VRS T m SO B A 1ER 5,
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o) AFEDAE
1) RENRIEZ 10 UL % b) 1) EIRIEEICEIET S,
2) BEROOLEATIVEDEL R, T R O/ ATIV LR E T 5,

{#%E 4. OIKZESH 38, TIKER ALK 1 86, HIKEF 2 & 2 LEIRE 2 861, Az 1
I R OVRSE 1 8812 - TG A R E L 7R R, ATV HELT 4 %(BEESHE) KO 0.1 %(E
BR) OREEL L TORILERT 90.5 %~106.3 %% O 92.2 %~107.0 % TH-7=,

F7o RERIED Z Y HERETR DT80 O L [FFRER O Bk i OFRNTRE R AR LITRT

728, ZORBRIEDE B FRIZATI, 7 XLEET 0.02 (&5 FRE, 7oAV TV AYRT
0.01 %(E B R)FRETHLN, TV AR KL OY T ZIVERIZOWTIE, 7 AURT 0.188 % (E E45K)
~1.10 % (& &%) O#H T, 7 XVERT 0.105 % (B F573) ~1.15 % (& &503) O T+o7
EMHFBIEELAL T,

1 AT R OZ OBIEYERERIED % 4 PERERB DT D O [F R BR R OWEHT b e

kA, BB, - m@«gj’ S'3)7> RS SRS)n RSD”
EI (%) (%) (%) (%) (%)
AT fIKZEFL 9 2.83 0.04 1.4 0.12 4.3
K232 10 0.391 0.003 0.8 0.023 5.8
PENE-E YNIE (A9 xS 9 0.845 0.019 2.2 0.036 4.2
L EAEE 11 0.198 0.005 2.6 0.012 6.2
e =t 10 0.0343  0.0015 45 0.0040 11.6
ZING FIRZEHRL 9 1.60 0.02 1.3 0.06 38
FIKZE 2 10 0.105 0.001 1.3 0.002 2.3
IR 2252 AL ERAEE 9 0.629 0.027 4.3 0.023 37
bR 11 0.195 0.004 2.1 0.009 45
W7 E=7 10 0.0346  0.0013 3.7 0.0024 6.9
TUAR PEVE-E ! 9 1.10 0.02 2.1 0.08 7.6
K232 11 0.361 0.008 2.2 0.023 6.5
KR AVLEEE 9 0.188 0.004 2.2 0.014 75
L EAEE 11 0.718 0.028 3.9 0.052 7.2
WEET E=7 11 0.0345 0.0031 89 0.0056 16.1
ST VR FIRZEH#L 9 1.15 0.06 4.8 0.09 7.7
K232 10 0.390 0.018 45 0.029 7.4
PENE-E YNIE (A9 ar 9 0.105 0.003 2.9 0.014 13.2
bR AR 9 0.788 0.026 3.2 0.054 6.8
WlETE=7 10 0.0365  0.0015 4.2 0.0067 18.3
1) fEFTICHOZRBRE R 5) =W BUR R 22
2) KT (n =3BR == HodR L (2)) 6) S [H]FFBLAR R A 22
3) DHTIEE(RZ 7) BES®E

4) PHTAHHREER 72

623



P

D A, BHIEHIE:

kR % (2020)

DOIRIRFHIE, A2 S, 6, 27~35 (2013)

2) BT, BB

DRIFFHIE — LS —, IREHFEH, 7, 10~21 (2014)

(5) ASIVEOHEEBZEIO——F ERHOATIVEORBRED 0 — L — N RITTR T,

| OWTEE 0509 | k=877 A= 200 mL
— YEmE2 (1+15) 100 mL
| AEWE | RN, 3045
[
| 33 Ly | SRR, 1700X g | 543
[
P 5mLA 47T Aa50 mLIZEY | B ET
T/ =RV — 0 AR REETR (4+1) 2N 2%
[
| 305y e | b L IEREE | 8000xg ~10000xg , 5531
[
| SUBHA |
[
| Wl | mitko a5

JEEFFR D AZ I K OV DR EY)E O ERIE 70— —hk

624

IR 7 v~ Z77 (HPLO) EIZ LD B D AT I K O D BEY)

-
21

B

EHEIA 70~ ~7F7 (HPLC) {EIZ LD IR T D AT e OV O B E W E



ek B TE (2020)

BE AT EORBEREASERER D HPLC 7~ T Ml 2RI T,

mV
7.5+
‘ ) Det A OR
1 (2)
5.0
1 (1)
(4)
25
0.0 - . L tJ k! i . ki
00 25 S0 15 100 125 150
BF e (min)

BEBX] AT K OEOREY)E D HPLC 7~ T A

HE—IDWEL
(D vl (2 TVAIR S (3) AT (b)) TrAYY
HPLC Ol E S
71725 TSKgel Amide-80 (% 4.6 mm, £ 250 mm, Kifk 5 um)
AT K OV O B E O ff i R SR HERR (4% 10 ng A4 & (1 pg/mL, 10 uL))
Z OO AL (4.2) a) HPLC ORI E SO BIRD LR
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8.1.d BEBAKIOTNS7E(ERMESTIER)
(1) BE

ZORBRIEI A IRk OV W & & T IEENCTE 5., ZoiBRIED /3 HHIX Type D THY, Z DL
513 8.1.d-2017 Xi% Mel.d-1 &7 %,

KESHTREHIIM A TAZIVZMH L, @A77 a~ 77 (HPLC) IZE AL, I/ NEA L H Al
FREA LIS VUBT N AT ATHHEL, R 214nm THIE L, 9B O AT %R 5, 70k, 72721,
AFGIVENEME THHY T IR, T AR OT o A ATHINE S B B, 2D EOVERE I
4|27,

(2) RAE HEROKIT, kIZKD,

a) 7K: JISK 0557 [ZHE4% A3 DK,

b) ZHEr=RJJL: IS K 8032 (ZHETHEHE UTFZED MEORIE, 728, @ik ra~hr 770
BRI R R k7~ v T SR A

o) YARBHEEAEY: JSK 020 IZHETIHVAMAKTE K v 0.237 g & OV ISK 9009 (2 E 9
20 /Ul ZKFEF NI LK 0.520 g Z/KICEEDLC 1000 mL &9°2%2, mifikiks o< 770
B A 9285 B 1%, BKYE PTFE 8o A 7L o7 v Z— (L% 0.5 um LLT) TAIE 5,

d) ASSUIEERK (0.5 mg/mL): AT [CsHeNel ¥4 0.05 g # O\ EH HEMLIZEY , ZDE &% 0.1 mg D
HrETHIET 5, D BEDOKTENL, BETZ7T 23 100 mL I LA, B E TR ZINZ 5,

e) ASIVAREK (50 pg/mL) YV ATIAEAERL (0.5 mg/mL) 5 mL 24277 A 50 mL &0 FERRE
TT'R=NIV—0 A FRIEREE K (82+18) N2 %,

) REBRAATIVEER (1 pg/mL~5 pg/mL) : i HKRHCATIUHEAERR (50 pg/mL) @ 1 mL~5 mL
BT TAT 50 mL ICBEPERICED R ETT v h=h L — 0 A BT R i (82+18) 2N 2.5,

o) BREHRAASIVIZEAER(0.05 ng/mL~0.5 pg/mL) : i I AT I HEHER (1 pg/mL) @ 2.5 mL~
25 mL A&7 7 A2 50 mL (ZBEMERICED  FERRETT B R=RV — 0 AR YRR &R (82+18) & iN %
Do

ZE Q) RARpITHY, MEIZSU-EEHET D,
(2) WAREHIFEE T D pH 1% 6.7+0.2 &7,
(3) ATIEL TN T RSN TS,

EE 1. AT OFEERITIE L7 OV LROEMEE, B AL i O TR IV IGES L TD,

(3) EE EEIL. kOLBVETD,
a) EERFEIOINTFT: JSK 0124 ([ZHE T D@k n~ 77 TCIRO B2 7- 35 D,
1) A5L: N 4 mm~6 mm, £ 150 mm~250 mm OAT > L A D 17 DBV STA )N FaE
BFFER LTSV P VBT CALTZL D,
2) ASLIE: HTLFEIREE 40 °Cxl°C THEI TXHHO,
3) BRHE: BOLER M THEE 214 nm L TRIE TE5H0,
b) BERREER: HETHEPHERVDLIENTED,
¢ BDSBEM: 1700X g TEODBEHERL D,
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d) BEEBRDSBEM: 8000Xg~10000X g T LB HE/AR LD,

##& 2. 7203 TSKgel Amide-80 E DA FF CHIIRSAIV TN D, ATV TV A TV AR KR T X
NWEEHSERI B CEDZENHERINI AT L3528,

(4) HABRBH#%

(4.1) #H T KoLBVIT,

a) HTElEE 0.50 g 2130 &Y | e = 475223 200 mL (2 A5,

b) 7K 100 mL ZNz ., #8 & I A g2 TR 10 7 T 3 I AL EE 3 5,

o) WriEth, EEAIEE SRR LIEEE 50 mL 2k 5,

d) 3077 1700X g TH) 10 oy i Doy BEL @ | By A&t iR e 35,

e) fhHIK 5 mLO%Z2E7TA2 50 mL (20 fEHRETT Eh=R /L — 0 A BRIEE E K (82+18) 2/ .
THART 2,

f) ARz ki O EE © 1.5 mL 12kD,

g) %077 8000 X g~10000X g THJ 5 4y flint Loy BEL 7 | B ik & iR IR &35,

E @) m—Z—¥:4% 16.5 cm & OEIHA4 3000 rpm T /) 1700X g FREEL 725,
(5) HEHRE P OATIVEOREDRERO LREBZDBZNOHLEHAE T, EHBERED /B
B 1mL~25mL &35,
(6) ARVFurL %o e m LILEE CHIEICERELR2 WL O
(7) m—&—4£% 7.2 cm~8.9 cm K NEl#54% 10000 rpm T[> /] 8100 X g~10000X g F& & L7z
Do

BE 3. 4.1)f) ~g) OEMEIC AT HAKMEPTFER DAL 7L 7 v 72— (L 0.5 um BL ) TAil
L. AR ZREHA RS L THHu,

(4.2) BIFE HIEIL. IS K 0124 K ORDEFVITH, BARAZLIIESRIEL, WIE IR T2 @ik e~
N7 DEAEFIEICL D,
a) SHEREIOTNISOOAESEE: FmEKEI o~ 77 OWESEO—FIZ L FITRT, 2
EBEIILTHET D,
1) ASL: WU NREANEEEEE LTI A DT A (R 4 mm~6 mm, £& 150 mm~250
mm, KiFE 5 um)
2) ASLERE: 40°CEt1°C
3) BEE®K: T EN=NV— DA E TR (82+18)
4) FRE: 1mL/min
5) R YOLLER NS, HIERK R 214 nm
b) BREHRDER
1) FHREMAATIVEAER 10 uL 2 @ik a~ b I 712 AL, HE 214 nm Or/a~hrT L%
RUERL . B —JERE LR S E R D D,
2) B EARHATI IR O LI R 214 nm O — 7S XTmSEO B EREER T 5,
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o) HHDAIE
1) #EHNATEZ 10 L %2 b) 1) L[RIERICEET S,
2) MEBRNPOLATIVDOEEZRD ., DB R OATIVEE T 5,

{#%E 4. BEOFMOID, Ry, KEHd, AKERAMAVLBRIRE, A LR ARE
B OEBEADBL S AEEE (5 1 8640) 2 W CHRINEI R ER 2 R L7 /5 5, 2 % (B &%) L 04 % (B &
53 3) O} 0.1 % (B & 552) DOIRINL~L TOIWLEJENSRITZFVE HL 94.6 %~99.8 %, 92.4 %~98.5 %
} TR 93.1%~984 % TiH-o7-,

F&EE DR D7D . KEMDT R OHE AL Z VT H A2 2 TORAERBRORBR ARG
DUNT—IJLHLE 5 BT A D CTREATL . TR X OV TS A RN LR R L 2 RITR T,
7B, ZORBRIEO T R FIRIL 0.02 % (8 By BEThHD,

K1 AFZIL0OHEEZ TORIERBREAE O RE S

e ERH Ry s RSD.” sim? RSDim”
W sl N 1 3) 3) o 3) 0
H % (T) (%) (%) (%) (%) (%)

KE 9 5 1.91 0.03 1.7 0.04 2.2
FHHEADL AR, 5 0.100 0.001 1.4 0.002 25
1) 250HTRERZ I 06 L7 5Bk B £ 5) PR THE I Y 2=
2) F¥fE GRER B 5(T) X O TakBR % (2)) 6) HEE (R
3) HEHR 7) AR A (R

4) BHTIE R
SE X

1) KLY @A~ 77 (HPLO) IEIC LA A B IR K Ve A & T Rk O AT OJIE,
AEEHFIEH A, 9, 33~42 (2016)
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(5) ASIVEOFRBEIO—L—F PR OATIVEORBRIEDO T — — N RITTR T,

| Sobratet050g | k=77 2= 200 mL
«— 7Kk 100 mL

| memwmm | EENIES. 3055
| B | SR LR 1700X g | 10557

?ﬁ;ﬁ 5 mLz 45772250 mI:KkE FEHRET ]

TR =RV — 0 AR E R (82+18) 2N %

| ié?zblﬁz\%ﬁ | SEHRELPLRE  8000xg ~10000xg | 543
| ﬁ%@ﬁ |
| Wl | mitkon~ b5

HHEM & IR D AT OlBRiE7 1 —2 —h

BE AT OBBHRAEUERKR D HPLC 7~ 'S A2 RIZRT,

ATV

HEM A0 HPLC Z7u~< kI A4

HPLC DIl S

F17 2 TSKgel Amide-80 (N % 4.6 mm, X 250 mm, FifE 5 um)
A O R YERR (4 10 ng #H% & (1 pg/mL, 10 uL))
Z DD SAt 1 (4.2) a) HPLC DO HIE D FIRD EFY
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