Study No. SBL861-006
Experiment No. PBC861-006-01

REHRARE (DB) 1230vol%7 & b= b Y VEK S0 uL M2 5.

BUTEFE*S0 uL 12 30 vol% 7 & k= bk U LI 50 uL VIS 50 L 0% 5.

YL HOPLORBROFEEAEY EE A Z EBRFRISHAREHIOWTIE, 752 M
THRL T LHEET 3.

2) 1) OFBHIBHIA IS0 UL 22T, BT 5.

3) BEMHHA—FYoPTEM=MNIA I mL 27754 LEKRTS. KIZ 0.1
VOI%TFABK 1mL 27 774 L, @ikt+5 (EEk) .

4)  FHELLEBEBEEY— R o2 2) oREBET IS5 4135,

5 O0IVvol%TFABK I mL 27754 L, @KT5 @) .

6) BHMAKImLEZ77SAL, BKTD (HE) .

7Y HEROEMBBEI— Y v P20 vol% T E F= R ABIKImLE T 54 L, @ik
T35 (@K .

8) 7 OBEHBAERIMTCEETS @0°CLLT) .

9)  FREIZ02vol%EEBVAIE 0.4 mL ZEML, +4IBERT2 (FEmR) .

100 9) THEMEODWEE HPLC AD/SA TAIZHBL, LOMSMS BIERREILT5. 2,
LC/MS/MS RIFE RIFUELR AcPepA DA — b4 7T —th (4°C) TOREMEL 82 BEEIRE
BEhTwna b,

10.9  BESH

10.9.1 HPLC %&ft

DD T A Inertsil ODS-3 (2.1 mm LD. x 50 mm, 5 pm, GL Science,

Inc.)

BEIR A - 0.2 vol% & BRI K

BEEB : : 02 VOI%EBMEAT & b= b ) VIBIK

Tk - 0.1 vol%ZBEEH 50 vol% 7 & b= b U VISR

i 0.2 mL/min

AT LERERERE 40°C

A— b T I—RERE 4°C

EAE 20 uL

S HTERER 9 min

V=S A LTS T 5 (LLFOFEBWTITY) .

' i) BEHE A BEIAB
(53) (%) (%)
Initial 90 10
5.00 90—10 10—90
5.00—6.00 10 90
6.00—9.00 % 10
12
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10.9.2 MS/MS &1t
FEHT OBEBOREBICI VY RELREHICRELYLTET A,

Ion source : ESI
Scan type : MRM
Polarity : Positive
Source temperature : 400°C
FE=F—AF
ILEW Qt (m/z) Q3 (m/z)
AcPepA 819 655
NIZEDE
822 656
(Labeled [*Ng]-AcPepA)

FFEEH : £0.5 N

10.10 A5 AEAM

(SOP : CALC/102)

FREAN Yy FORERMZSI ZREL, Bohlru< b ADR—2F5 4 1, C— 2 JHIR,
FRFEFRRUE—7 B2 R EEICRERDERICHEL TS 2 L 2R T 5.

BIERH S1, r=l
REE% 1[E

10.11  RIEFE KRR ORIE R O E B H

(SOP : CALC/102)

RIERABZRET D & %13, QCRBILATEHARMICERB L TRIEL, REEOEEIELER
5.

QC &%l : Q1~Q3, &FRE n=2

BIENEFE - LEQCEABZREAREOMIIZIEHEICRBT 3.

HIEEYE

RE. 6 AEF D2 & b 4 RWBID£15.0% LN, HOR—EBED S & 1 50
+15.0%LAN

1012 BEOCEH

(SOP : CALC/102, CALC/105)

TROEBY, BENyFILIIRERARBZSIMECLVRETS. 28, DB R SO
AEHZ LY, HEC— I B2 LR ERT 5.

QCEBRCHIERB#REL, ThoDr—/EELARERIZY TIIOTRIEELEHT
5. REIZ10.16 ICFEROHERNLOEHT 3.

13
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RERHIE DB KT} S0~S7, FBE n=1

(e 47 2 i B 50~5000 ng/mL

REREH FE v—7 miEtt (FEWE NEEDE) 2 BWER/NTRE
REROFER Y=aX+b (—REUFEHRRX) , Y: ¥~ @EHEL, X BE
BEAAMT 1/X?

RERSA  FOBRARNE : RERREICREVESV MHY, TRO&MEFTRCHE-
THE, TORA LV FERALTCHEHELEDOERREBRL L
TEAT 3.
(1) ZOXRA > FBEREBRORED 5 WVIIRKSEE TR
(2) ZORA Y MERNTH SHOBEKELED 75%LLF A
ORI 6 ROBE CTHREBRIMm TE 3

BHE

BRERAZRE : 1, HREOYERER S RE.

QC &} - HHEOREMKR O RE.

HIE R ERE ORI EMR, SHEHENOERA L MCBITZREED

Mean TN S.D.

RERDOHERLE

BEC—7 D LLOQ AL DIZIEME v*— 7 mfED 20.0%LL T

v— 7 miE LLOQ Bl PNIEHEME 7 @mFED 5.00%LLF

r 0.9900 L4+

R.E. LLOQ T+20.0%LAPN, ZDOMODBE T+15.0%LLH

10.13  WATRFFA QC &kt

(SOP : CALC/102)

ERERBERB £ T, WTHRER QCREZRBEFHT CRN L (BETHEAIAK &
FEH : —70°CLLT) CTRETS], FSAT7A RAEET CRERERICEMN L, BlERE L &
bIZRFTS.

ARG, BIEREE & bICRRE SN WITRER QC B ESEL, MEREL L bR
F9 5. BWERBHRFEPORE DR H 5\ 3wk RIS GREUEAT CRIE SIS SRS o
RRECHBMAROBIAR C2HER) BAE LRSS, WTHEER QC BB (£ 1=3) &5k
WEVAESTSD (BVOEn=313FHKELT3) .

2B, HEEETZWITRFER QC RBDRIEMD Mean 1255 RE. AT 0D+15.0%LLN
&T5.

QC ##} : : Q1 RU*Q3, &HEEE n=

BIENEFF HlEREEICIIEHECREBT

14
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HIERLE .
R.E. 6 REHFA72< &b 4 BBII£15.0%LIAN, D ORI—BED S & 2 ABAs
£15.0%LLH

10.14 FEMERENT A —FEHHE

(SOP : CALC/102, CPUC/014)

TROLBY, FMERE T A —FFEN TS5, NDitOngmL L A2 LCEHTE. 228,
SREIZOWVWTERNTA—FR2EH L.

BHIZAWATF—# . BEBIO M HE 5 AcPepA B E

BHT 2D AT A—F THRZR

Y 7 b WinNonlin version 5.2.1 (Pharsight Corporation)

EATET L SAUNRANWVEETFN c FAT TV =D ) arR—p R
»ZVEEHT (NCA, NCA setting : Linear Trapezoidal)

BHT 3 EAKHE K BEMELER D HE K T8 S.D. (Microsoft Excel % 3)

EMBENRT A —~ WinNonlin TD R

Crnax Cmax

Trmax Tmax

AUCq4, AUC (4 R ADEEFARLSD)

10.15 BRIERUT—F ORBEYE

BRIEZ, ROBEHESTIT.

(SOP : CALC/102, DGAC/015)

(HIEERBLRRVES)

1) BIERECI ZABECEES

2) FEREBCNIIABEULEES

3) BE/v~v T AREREDMOREI L HBLT, BONCRE LRI EE

4)  FFHCRIE LIRERXIT QC RBIPHIEEEL BT S 2o B8

50 BHINIAEEISBREROLRZ LE-7-BE (Z0BSIXHERE 75 7 Mg
THRLTHHEAETS)

6) MERERICEBEFRLEGAT, ATRESRESOTREY TH- -84 (0%
BRAERBORFREEEFEE L TAIET )

(REEIBLNLES)

7)  BIEEARFICEEXIIEEER L EEA I RERBICRE RS b BE

8) FEREAEXIRRETELENHAEZOLERDS LEHIFLEES

7) B 8) OoBMTHAEZERTIHESIE, UTOEEE (1) ~ (5) OlEcERAL TS

15
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—Z BT 5.

(1) BREESYEREEDOL20%LATHLEET, VEREELEETS.

[2) BREESVIEREBOR20%EBL 5541, BARHELERTS.

3) BxREESTEREBEOL20%UNTH 25413, VEREELERETS.

() BExRUEEIFREEDOL20%UATH I EEIL, BREEELERAT 3.

(5) PERERE, BREERVE4REELE LITENICR0%2 B2 2541, RBRIEEN
EDOEZFEATIPEHET 5.

10.16 FtE=X

KOFEXNSCEHT 5.

1) RE.

RE. (%) = (AEME - BiRiE) HEiH{E x 100

10.17 H{EOEH
BEEIUTOLEY, ntl HTEZEEAL, n#ICRETS. £/ LLOQ (50 ng/mL) Kifh
IIND.&RFEL, OngmL & LTHS.

#1E Bfr HTE

B E & % " Mean ng/mL B 3 HT

r - INERLLT 4 7

R.E. % ANEURLLT 1 #7

S.D. - Mean OHTEIZ &b &2
Cuax & (f Mean ng/mL BB 3 M1

Tomax 2 OF Mean h AT 3 4T

AUC KT Mean ng-h/mL BEEF 34T

10.18 HEHERITFIE
EEREIRERLZ.

1. oS
FREDOHEIZONT, UTFORERURZET TK BIEREBER X)) 2RRELE I8
Hi9 5. TK BIEHEE () 1B L% 1 HiRHT 5. TK BESEEIE0, B, 75
RO, #RROERCHERTS.

= MmiE AcPepA BEHD

® Mm4EH AcPepA BER UEWBIE 5 X —%
BREHRORBERFR
QC ABLDRIEH R

16
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{ERRIECRAEBR D &

12, RERUERORE
UTORERUER %, TK MEREBERE 3 » A %8587 % £ T3 SNBL PBC  EEHRTE
RICRIFL, ZORETEOBRICRESEL, 10 FMERET 5. ZhUBOREICH
WTi, RBRE S : SBL861-006 DIRTFRIRICHET 5.

HRBEHEE (BZL)
FREMERUNEEDEICBET 288
BIEICET 2T+ — FRUEE

TK BIEREEER

TK BEREE
RREMLE L OBMER OG0

Z DM, RBRICEAT 534 ~ToEs

RIFZFEHERR -
SNBLDSR F—# &=
T891-1394 EEREBEEIRETEZHET 2438 i

13. HIEHEEDEE
WEHENE CRESE LGSR, RRECEREEERRVCZOBRHLHERIC L, REBE
EHICERT S, £72, TOAREZRBLERBRHEELFEDE LA AFET 3.

14. Uik
1)) R EIE  LOMS/MS 12 & B /LR AcPepA FIBEERIEE Y F—2 3>, SNBL
PBC, RBRE S PBC861-001, HIERER, 20114

17
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RRHBEEEE (No.2)

®x M AcPepA (MPS-390) Oh =72 A ¥zt % 4 BREKIERIRNS 5 EMR
B RO 4 @ EE R
ABREE . SBL861-006
[Z®ER] 2011423 A 238
[(ZFEHNE]
1. BB TKAIEFEE 32— 8 HE
THREZEMT 5.
(ZEan

WATRITFH QCHABREfTFER : 201143 H 248

(EEH)
WATRTFR QCHBRETFER : 201143 H24 R, 2011448 20H

1L AVEB TKAIEHEE 43— 10 HEEOHFE 101 REBERAROE EREH B
THHEHR 10.1.3 BBRRICET 35S
THELXEETS.
(ZE A
BEZEK o

(EEH#)
BERK IR

oL BB TKRAIEFHEE 11— 10, #BIRUEE 107 BB ozEm
THEZERH DV ILBEMT 5.

(ZEEa0)
10.7.1 B 10 10.7.2 OREBREIEITIK ETITH

(EFE%)
10.7.1, 10.7.2 BT 10.7.3 ORBREBEEIIK ETITS.
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V. BB TKHIESEZE 12— 10 M EVHE

SBL861-006 FRERFTEIEZEZFEZE (No.2)

10.7 AptOFHH

1072 QC#Bt D&% 110.7.3 WATHRAFHR QC B & LTUTZ@mT 5.

(EER)

10.7.3  WITIRIEA QC Bk
REDEEY, 777 0ifE% &Y, QC FERERIE M4 CHITRER QC RE 2+ AT 5.

FITREFER QC Rkt
W YT,
WATRAER QC Btk Clik il Z5 L r MR | R
R
No. No. (uL) (ng/mL)
(uL)
PQ2 SQ4 120 1380 4000
PQI SQ3 35 1365 100

Boh/-miix, ZREN 200l TOPPvA 7 0F 2 —TTHET 5.

V. BIHBB TKBIEHEE 14— 10. BIEVEE

THREZENT .

© &)
QC &Rkt :

(EER®R)

WAITHRIFA QC Rkt :

Q1 XU Q3, &R

E n=3

PQlI RT*PQ2, &iRE n=3

[EE#h])
I LR DD,
I R O,
L~V FATRFFR QC REFAHEORERh O 9.
AR EEEEEOER
HRELE RS AEARE LMW

Z A

W EE

-2
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AP EELTFE (No.2)

*k E&: AcPepA (MPS-390) DO H =2 A WFNAZEKIT D 4 BRERERIRINIZ S SR
BRR U 4 B EIE AR
HEBRES - SBL861-006
(% H] 201143 A 23 B
(ZEERNE]
I BB TKAIEHEE 34— 8 A&
THRE L BINT 5.
(ZERI

HITHRFR QCHEBREMFER : 201143824 H

(EE#%)
WATRFH QC & EREFTFEHR : 201143 A24 8, 201144 H 20 H

. FIVEB TKREHEE 43— 10 #EERCHE 101 RBRARCEEREHCE
TAHER 1013 REBRRICHET HEH

THREBLEETS.

(Z=%A0)

B 5K &R

(EE®)
REREK EEIRAN

118 BIFRB TKHIEHEE 11— 10. #BEROHE 107 R 0T
THRELEEHDIVILEMT S,

(ZEREA)
10.7.1 11 10.7.2 OREBBIEIIK ETITH

(EE%)
10.7.1, 10.7.2 B0 10.7.3 ORBRBIEITK ETITS
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SBL861-006 FABREBIEZFEZE (No.2)

IV. BB TKBIEHEZE 11— 10, EROE 107 Reloggn
[10.7.2 QC &k DIz 110.7.3 EITHRFH QC &bt & LTUT&BEMT 5.
(ER1%)
10.7.3  EATHRER QC HE
KERDOLBY, 7Ty ifx LY, QC FIEHEER A M2 THATRIER QC RE 2 JiM4 5.

WATRTFA QC 3kt
E? 17 v
TRAER OC B L i T5L s MR | AR
R
No. No. (uL) (ng/mL)
(uL)
PQ2 SQ4 120 1380 4000
PQ1 SQ3 35 1365 100

Bon-miX, TNEFN200uL TOPP A 7 0F 2 —TIZHET S,

V. MW B TKEIEHESE 14— 10. #EECHE 1013 HTEEFEA QC 25

THREBEZEMNTS.
(EFa

QC 3kt : Q1 R Q3, FEE n=3
(EE%)

WITERTER QC & ¥l : PQl RN PQ2, BB n=3
[EERH]

1 ELHEHRN DD,

IL SEHEHB L O,

HL~V. WATHRAFR QC REFAREOTRERIL O D.

RBREEELEEEDOMER
ARRELE HRASEH EAR Y TeMMERT

7]:?% A E5 Dos/% 3 ADIH

Mrx EE

-2
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RBRFTEELEE (No.4)

*x ®&: AcPepA (MPS-390) D=2 4 F/IIEITD 4 BREIKESRNE S SHER
BEO 4 BHEBEEERER
RRES SBL861-006
[£%ERH] 201144 A 1R
[ZEEHNE]
L 4R—T 6. HBRMERR
THREZEBMT 5.
(%A
EEEEE . wmA F=

e-mail : sukamoto-takayuki@snbl.co.jp

(EE%)
EEEHE . WhiA %= Q0L E3A3IARET)
e-mail : sukamoto-takayuki@snbl.co.jp
KB PERBE (201144 81 B B)
¢-mail . ooshima-yojiro@snbl.co.ip
[ZFE#A]
I. 201144 A 1 BRI CEEERERTETI72D.
HREELFEDER
AREMLE KRSHFBARE TEUWFERT
Wx IEE
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AR

El!!l_\
H
I#

* R AcPepA (MPS-390) (Lot No. 2K08045) 0 b (e 5 M 3B

REREE - SBL861-007

i

BMEEE . LmRE

RS A AN F  REMEFZERT
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i b/
Lo BRI ottt sttt ettt et et r e eee et s e 4
2. BB B oottt ettt n e et eae e e ee s nes 4
30 TBFIHRR oottt e s et s eeer e en e saenn 4
B B B R e ettt ettt s eee s e 4
S BRBBRIEER .ooocveeeeeeet ettt et eee et et ee e e s e e s 4
6. BB BIEBA e et ee et er e 4
T B R et sttt ettt re s eeeene s eeres 4
8o BEBRWIE ...ttt ettt r oo reeeeenn 5
. B ettt et et s e eee e eeeee e er e 5
O, B R et ettt be et e e oo e et ee e et et e e rena 6
TE. BB EIHERR oo ettt et a ettt ettt et ee e s e et e ert e et e eeeeerann s errn 6
TEL IR CIMBL) oot s e 6
TLLT D50 ettt ettt ee e e n s 6
1112 HTEEEYE oot s e ese s oo oo e ee e sesoene 6
112 TI/BMERAE (7 I VBHERERUONTF FEERE) e 6
1121 FRERUBEVHD TR ..ooooeeeeeeeeeeee et as e ee s 6
11.2.2 FEBEZRHEOIFRIL .ocooooeeeeeeee e v s ees e s e se e sse s 7
11.2.3 BB DFARL oottt et ee et ee e er e 7
1124 PTC AT ettt tes st s s s s ssne s 8
T1.2.5 BT oot e st es e vt e et eaee e s s e 8
112.6 7 X VB R ONTF RFEEDFH e 9
T1.2.7 0 BBITEEETE ottt e et ee s e se s ee e aeen 9
113 HEBER (HPLC TE) oottt ttes et set e sessten e sesma e e s s 9
11.3.1  BEHR OFIRIE DT .coooooeeeeee et eeeeeeeeeee s cose s eases e ee s e 9
1132 BBHEME DT ..ot e e tes et e renn 10
11.3.3  BEHEERHROFAI ..ottt enarsa s st 10
11314 BZETR ottt ettt ee e ese e s s seesee e 10
113,55 BIEEOD B ettt stb st et et s et s ee s e e e 11
11.3.6  FUTEEEHE oottt et ee e eee s 11
1114 BFEREE (HPLC IE) oottt e sttt s sesen s s eeasseneesenn s 11
140 BBEIHOFERL ..ot ese sttt ettt 11
1142 BRBEBEHRO TR oottt se st ss et osene e s es s er e sesees e 11
1143 FBHEMR DFHEL ..ottt st eeeeee e eee et e e eeeeereeene 12
11.4.4 rﬁuﬁé{i‘: ........................................... 12
1145 EEEEE BDBEH oot stssss et sees s ses e eesset s s eane s 12
2
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F1A.6  HITEZEHE oot bbbt et s s e 13
115 KA (FBRAETETE) oottt ss s sttt s ettt 13
T1.5.0  BRBRITTE oottt e s b s et s e e s bt s ns e r b 13
1152 FRITOBH oottt b et bbb 13
1153 FHITETEBE oottt s s et ettt sttt bt 13
12, BEPE R OVEE TE M ORI . evce et e b et e 13
13, BUTEFE R D EIIEU N oot s s aa s sa s bbb bbb 14
T4, BB I TETE oot e 14
15, BEETBEb oot 14
16, BB A D B ettt as bbbt bbbt en s 14
161 A TR I ettt ettt nae s 14
16,2 B TR oottt e bR R bt e 15
R O VAL 3OO OO 15
18. FRBREFMIEE O ZE T oo tb ettt es e s et 15
19. BRBRFETE D VERL L UTEER oo 16
3
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1. RER
AcPepA (MPS-390) (Lot No. 2K08045) D4 K N2 i P BR

2. AERED

AcPepA (MPS-390) (Lot No. 2K08045) MOSNE [EIR (WME) , 7IVBEE (73 /84
PR O F RE &) , MERR (HPLC¥E) , EiEESE (HPLCIR) ROy (BERIE
B ] 2oL, BtERULEWR 2 HRT 5.

3. A

AL, LT GLP 2WsFL TEMT 5.

JBEAESE 21 F |[BEELKOLZEMICET 2 IEERRBMOEROEEICETIES)  (FK 9
F3H20H, ~MARE EEFBESE 145 FR2044F6H 13 H)

4. HWBRELHE
EFE AN &b b USSR FERE FE SN 5eRT
T441-8124 5 B BT EHEN T ILP 19-14

TEL : 0532-46-7511 FAX : 0532-46-8940
FABRELTSE - [it] FH 750
5. ABRHEER

RS A AR e
T891-1394 fEVA B IREE R BT E 2 T 2438 &l
TEL : 099-294-2600 FAX : 099-294-3619

6. RBREERAE
HRELE . (L
WRHE B OEEE . E#HOAF

7. REBRHE

AERFLAA - 20114 3 A15H

M ERE AR

it 20114 3 H22 B~20114 3 A25H
EEM 201145 5 H16 A~20114 5 A 20 H
EAHEEREERNA 20114 6 A10RA

EHREEEERD ABRKTH: 20114 6 H248
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8. #EME
(SOP : TSB/002)
B4y i AcPepA (MPS-390)
AL EFHEN S D O U EAR BT E 0 90T
oy bES 2K 08045
G fE 1635.9
ZHEA 20114 3 A1 H
AFR 20114 3 A22H
AF& 3g
(RTF 4t - MR,
RIEHHT WRWERETNINEE FFA#FE : -30~-10°C)
B AU, ¥x v, FREMRERELFHTS.
TRARBRYVE TRCERWEERRTEICBETD.
(SOP : BIO/250)
B3 Eik s
T = b HPLC A FERESE T3k a1
VUBRZKEHD T b AIERER FEHIE T 3ErkUa it
U UBEKRE Y T A PRI FSEAEE T3S
ADFATT UBET =)V (PITC) | 7 2/ BERHISHT A | FobiidR TklEt
FUZFAT I AR FOL A T3¥pkCA 4t
e AT MM TERA ST
7 I BRBEAIEER, R 7 /BEBESTA | IR T ¥R ST
b U 7Aool (TFA) HPLC H FISEHOIE TR S
VB KEFET MY DA AR FYEHiEE T A At
U Eg AR AL TR A
HERE AR TSR TN S
A RTF—ib s KRB - Sigma-Aldrich Laborchemikalien
()1 1) GmbH.
A RTF—nr—ua~vy hAG| — Sigma-Aldrich Laborchemikalien
(BB HRIR) GmbH.
A KT F—pe7—m<wy hCG| — Sigma-Aldrich Laborchemikalien
(FEMRIR) GmbH.
I3 Milli-Q 3 2 F LT THRL L 7= K.
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10. BIEBES

50 B B S SOP
HPLC ¥ AT I B 10A Bt B i T BIO/273
B 20A R B ERT B10/273
L aE B SPD-10A | RStk B iERT B10/273
B SPD-20A | ¥k Stk B EUERT B10/273
T — S ALERAE R LCsolution s B ET BIO/273
EEWME TR —/7 1 vy —  MKC-510N HERE - ¥R AT BI0/233
KoyEt
T — A AR KF-Win/ER FARTE -+ T3 BIO/233

1. SnEHER
(SOP : B10/231)
11 MR (8D
(SOP : BI0/210)
11.1.1 Kk

FRWER 1 gz A EICE Y, BRUOPREBET .

1112 Esys
BEE IRV ABROBHER

112 7 /BEERME (7 I/ BERLEURTS FE&])
1121 SR UBEHEORY
(SOP : BIO/250)
UTO#EE THIT 5.
11.2.1.1 100 mmol/L PITC,/ 7% b= F U LDt
PITC 24 pL IZ7 & b= b Y /L 2000 ul. ZMZ 5.

11212 Imol/lL PV =FATIV /T r=r I AOFHH
FUZFAT I 277uL 278 b= b YV 1723 0L 202 5.

11.2.1.3 6 mol/L tEEL DR
e s mL (ZBMAZMZTI0mL &4 5.

11.2.14 1.2 mol/L XaEeD TR
6 mol/L &% | mL {ZA8HMiAKAEMATSmL £33,
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11.2.1.5  0.02 mol/L Hifie oo i
1.2 mol/L #ai% 1 mL (Z#Efli/AKZ N A2 T 60mL &4 5

11.2.1.6  FHEHE A OFRE

U AKFEDY 7 LK 136 g AFFRE L, HMAKTI000mL &35 (1K) . U riekdE -
UWA%LMg%WiL,%m*Tm%mL&Té(ﬂ@.1@K2ﬁ%%zTMWDC%
W45, ZDEE AT T T 40— (OMNIPORE, 0.45um; HAI VAT KRS <
BE 20 L, BRI L R T D,

11.2.1.7  BEE B O
T h= MU AESIL, EERBEAEICL D RRTS.

11.22  FEAEE IR O i e

73 BEIROEEUER SA (&7 3 BRI ¢ 2.50 umol/mL, BAK H) "R RFICHE, EHEIC
FIRT D, 1124 HOFETINGOKEZ PTC HEMK LT 5. 7k, EHEREII AR L
T 5.

o R PRHN A \ N & R R T T e+
PR | BB ik F i ’ -
(mL) (mL) (umol/mL) | (umol/mL)
SA REHEH 0.2 0.02 mol/L ¥ % 0.3 1 0.4

5 PTC-7 2/ BB EE
# 72 MBIRAEMERAEAL (%7 2/ BRIRAL ¢ 2.50 pmol/mL)

L-Aspartic Acid (Asp) L-Threonine (Thr) L-Serine (Ser)

L-Glutamic Acid (Glu) L-Proline (Pro) Glycine (Gly)

L-Alanine (Ala) L-Cystine (Cys) L-Valine (Val)

L-Methionine (Met) L-Isoleucine (lIle) L-Leucine (Leu)
L—Tyroéine (Tyr) L-Phenylalanine (Phe) L-Lysine (Lys)
L-Histidine (His) L-Arginine (Arg)

1123 BHEEOME (n=3)

PERE 240 50 mg ZREEIZEY, 6 mol/LIEEE SmL ZMA THEMALIEMIZ SmL & 5. &
DK 0.5 mL Z/8F 2 — AF 2—7IZB L, BIET 110°C T 20 FFEINET 5. inik, RS
PIERET D, FEEWIZ 0.02mol/LEEE 9 mL # IEMIZMED. ZOHEE ) U7 4
— (zua=< b5 4 A2 13P, 045um ; P—T /LY A 1/7\7f5kit%¥i) TA1E L7k (F1# 1 mL
VIBEHE) % 1124 HOKGIETPTCHEMBILL, #BHAKR (ATI~AT3) &95.
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1124 PTC #HE AL

1) HERBHAR 200 pL 12 100 mmol/L PITC/7 & b=k YL 100 uL ' 1 mol/L kU =5
NT I /T R=RUA100pL #NZ 5.

2)  40°C T 20 rMKiE T 5.

3) 1.2 mol/L Mg 100 uL Mz % (PTC-7 2 JFE) .

11.2.5  #EE

11.2.5.1  HPLC M7E S

HPLC & A7 A
fuithas

AT

AT LR
AR
BaEhite A -
BEhtE B

B EhE A

it
HEANE
o A8 ) S

ESHE 20A

YEONR R (B SPD-20A, HEWE : 254 nm, AUX L2
20AU/N, VAR A 1 0.05sec, I I 7 a&)

Shim-pack XR-ODS (2.2 um, 75 x 3.0 mm i.d. ; ¥R E 0 ERERD)

40°C

5°C

10 mmol/L Y > FeSE#EE W (pH7.0)

TER=Rr)L

BEVE A ROBEIE B OREIALTO X 5 ICEBMICE 2 TRE
S A S

EAED DD BEH A B B
ffi] (57) (%) (%)
0 95 5
0.3 95 5
34 60 40
4 60 40
4.01 95 s
10 95 5
1.2 mL/min
4 ul
453

11252 AT AOFHM:
MR, FEHEVRIE SA % 6 A& L, Ser 2D VT B 7 A OFHXHE #EfR 2= (RSD) 7% 5.0%

UTFThHNTELET5.

11.2.53  HENER

Sys —Sys* —Sys* —-ATI—Sys =AT2—8ys —AT3— Sys
Sys : Y AT LDOEBIME (SA M)
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Sys* : HRUEINI (SA ZfE)

1126 7 2 /BEHAIER OARTF FEEOHH
FEUETA IR SA & RUEHAM (AT1~AT3) ZMIENEF (11.2.5.3 ) (ZEWIES D, Fh7ofs
R ORT 2 JBO Y — 7 kg & R A S LCsolution (2K 0 ER (— sk EfE)
ZERL L, SBHAK ST X JBORELZ RO T, #RHEPOT I 7 BRI AT T
FERERDD.
7 X WEEREL =
AR T 2 BEIREE (umol/mL) RUEHAHH Ser 2 EHE  (wmol/mL)

NTFRERE (%) =

FUEHA W T Ser B (umol/mL) x (9 x 10 x 2.5) x 4y-F-&r (1635.9)

P R E (mg) x 10°

x 100

11.2.7 e R
7R/ BRAERCHE
Ser & 1.00 & L7z & =Dkt (CEEIf#)

Gly :  2.55~345
Ala:  3.40~4.60
Arg . 0.85~1.15
Met : 0.85~1.15
Phe:  0.85~1.15
Leu : 0.85~1.15

Pro : 4.25~5.75
ATF NG BRIER L

11.3 SR (HPLC &)
11.3.1  BEMEE OFRIE OFHHR
(SOP : B10/250)
LLF OEIE TR 5.
113.1.1  FEH A O
FEftiZAK 1000 mL & TFA 1 mL Z{E4 L, &L X KT 5.

11.3.1.2  F#FE B ol
7 F=HFU1000mL & TFA 1 mL ZES L, BERBEABIZLZOBERTS.

11.3.1.3  #&REoHR
HEE2 10 mL (B HiKZ Mz 1000mL &9 5.
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