RE KA o8 H b 5 R
e 3 5 AR

AR K ST b4y @



EPN

1. Fmoc/tBu BIHE&ERKZE ------- 3 5. RIGEDBHI D 9
2. BRI EHER T D - 4 5-1. 7= JBEDBARDES
2-1. — SR 5-2. Kaiser =X
2-2. IR 5-3. 7tFIULE
3. REPOBREFEFET D e 5 6. RTFRZNOHT oo 10
3-1. BIIEDEIR 6-1. MBEE(C K DRiAERE - BifReE
3-2. HSLADEIR 6-2. FHEIC KDIFRERTF RD

Riistie
7. 55K 7 = DO D-12
7-1. Fmoc-Lys(ivDde)-OH
7-2. Fmoc-Cys(Acm)-OH
7-3. Fmoc-Cys(tButhio)-OH
7-4. Fmoc-Cys(Mmt)-OH

3-3. fatEDiHE
3-4. Fmoc77 =/ B4
3-5. hy U TREDORR
3-6. Kaiser>- X NREEDRIE

4, RIFRZMBRIT D -ooeeeev 7
4-1. Fmoc fReERIIEN\DEA

4-2. DCC/DMAPA(C LB E RO 8. 154 4
FARENDEA 9. HNHDI(C 17
4-3. 7&ME MU FILEREANDEA 9-1. ZEXGA
4-4, RTF REEHDEE 9-2. AEDHE(CEHLT
4-5. RIF RDMBRDET
NI FEDEARFE

A RT3 AR EIRET D
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Fmoc/tBu EB&ERE

1-1. &It

OFE2MR77=> (EXRUZY) (CKBBEFMockt

QOHEERIC KD T =/ BOMRKRIG

AF—A. BiFmocKIG® EHERIGQ

0 Ry Q Ry Fmoc-AA-OH ;Q
O& OJ\H)ﬁg/O —H> HZNJ\([)I/O O \"/ W)J\ )\n/o

AF—LA. @ (TFA) ([CKDARE & Ritas

J< (o] OH
o OH
o 4 0 o 4 ©
N TFA N OH
H,N N — > H,N N
H H
O H o O H o

% TFAIC K BRBHRETIE. FmocE (IR0,
1-2. DFi%E

CRimflloE#RE (Y) (JEREDBIAEIC I D> TEND. TFAICKDitRER. R
TF RADILRFH = ROIFBELY = -NH,. RTF REEY = -OHIZ/RB,
NARIGRIOERE (X) (& BiFmoci&. 7=>(Z72D (H-) . 77EFIUE (X
= CH;CO-) Y™HILRFZILE (X = HOOC-(CH,),-CO-) DEEHNTESD.,

M. RTFRoBEiEN

%Lf\ o% w* Ao o

N>R Cx

BERGOIEE (R,R,, - R,)
1-3. B

BAESRHRERRD ., ERERK(E. MERATYI T, BN DAECEND
RITIFREZEHRTED. FEXATYIDRBILZITRE, HEOEVWRIF R
ZISDIENTED (I8 WEHIRRE)

BEH#RTZ JBIZIITRL BRI VB, ARERE TS JBOakRETSE

2. RAIEEHERAIRBRE(CDVWT(E, 7ERSWNCERERM/ \> R w I EN
ULV,



Gkl iER g D

pyridine
hydrazine monohydrate
2-mercaptoethanol

2-1. —figstER

+x=. BEOEKT A UL THERT DHE

A FREC FHAR
dichloromethane DCM #&Efe D
N, N -dimethylformamide DMF RIGAIR
N -methylpyrrolidone NMP RIBE. BElEDFRF
methanol MeOH #atRsDUXHaE
piperidine PPD FmocEDAtRHE
2-(1H-Benzotriazole-1-yl)-
1,1,3,3-tetramethyluronium HBTU 77=_BDiES (HESH)
hexafluorophosphate
1-Hydroxy-1H-benzotriazole, \h5y - = moma cErcm)
monohydrate
diisopropylethylamine DIEA BHieER
phenol Kaiser =X bk
ninhydrin Kaiser =X bk
ethanol EtOH Kaiser =X
0.0013%KCN/pyridine Kaiser =X b (BEELF)
acetic anhydride Ac,0 KRRIEmRDI77TFIUL
trifluoroacetic acid TFA {RIZHODORRES XU AEAE
triisopropylsilane TIS {AIEHORRED AN v —
ethanedithiol EDT IEHDRAREDA AN T —
diethyl ether Et, O I—7/)Litks
=, FRREHTERT DEE

AU FRiC FH=®
dicyclohexylcarbodiimide DCC Ek ROFARENDT = JEEDEA
N,N -dimethyl-4-aminopyridine DMAP B#iEE
benzoic anhydride RRERDARIN) 1)UL

Sieber, 2-Chlorotrityl resinh S DRiitEiAE
ivDdeE DA IRE
tButhioBEDRi{RE

iodine I, Acm, TrtEORRE. -SS-Fpk
2-2. E%E
. BEOERD XOERER
T Bi&
ERAENRY N ERY h> BROERN BBHAENRY MI2mMmLRAT —)LHYES
MNILTYV IO =FH— DS LDEHE BHBEMMEOETILARL)
HAT IS LR T /IREIHE BROBRZE  ISHREHAOE+T LA THERTE]
HSRXFa1—T//Rwv T — bk Kaizerm XA hZ IWAKI 9830-1007
T2 - /BERT B> TFILDEZIE
UV EET FmociE=2
pEIIWY ;< BRARERTF RDEIYR
T/)URL—% BIEDE
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BARODEBERSLURAREZT D

3-1. ffEDER

BEOEMTE. DA ITA—TINEL<ESVENEFTESD [Rink

Amide AM resin HL] ZFIET 3. 22U, BEEIHERLIHDETHVWRTF R0

a-helixZEk I DRTF RIAEDEMT(E. BEANARE(CRDCEN DD, T
DHET. BEMEL. PEGHEZE I IHECEEEFEI D L.

BIfBIC KD TIE. 4-1.<BiFmoc>DIRIENE SR\, BIfEDBEZERT B,

x. GIlEDEIE EFIATTEL

i RIGCRZE Bt  ffii8 /g 1stloading HitethAs
RITF REg
Fmoc-AA-Wang resin 1.0 mmol/g PS pre-loaded 6-1.
NovaSyn TGA resin 0.2 mmol/g PEG-PS 9,500 4-2. 6-1.
RIFRAILARFHEZR
Rink amide PEGA resin 0.2 mmol/g PEG-AAm 21,000 4-1 6-1
NovaSyn TGR resin 0.3 mmol/g PEG-PS 15,000 4-1, 6-1
Rink Amide AM resin LL 0.4 mmol/g PS 8,000 4-1. 6-1
Rink Amide AM resin HL 0.6 mmol/g PS 8,000 4-1 6-1
Rink Amide NovaGel 0.7 mmol/g PEG-PS 13,600 4-1 6-1
RERTF REE
2-Chlorotrity! chloride resin 1.3 mmol/g PS 6,400 4-3, 6-2.
NovaSyn TGT alcohol resin 0.2 mmol/g PEG-PS 14,800 4-2. 6-2.
REXTF ROILRFHE R
Sieber Amide resin 0.6 mmol/g PEG-PS 18,100 4-1. 6-2.

3-2. IS LDER

ya AN EEAT—)L A% &
PD-10 Empty Columns ~0.1 mmol 19,800M/504& (A) GE, 17-0435-01
T3 /)\woh5 A ~0.3 mmol 27,000H/504A& (B) BIO RAD, 732-1010

BRAT—IL (BRE) (CEHOHBET. B3 LAZE
RIB. BIENRIGAERICTDRINSTLDKE
(LT D, BFATREIEMN. T ILF—DH T
FrvITORIEREISEEIT B E. FFICTED
Fr v (EHRODBRULDONILTYVIITEERNAD
I, FRtERE - BifRFE CHMESZIRINT DAL,
ARICHR T D& (TEPF+ v J(FPetiSyzer
BoDED (p.16) EBFMATES) . TaILF—H
FULWTWES. Ty hUET,

3-3. il DiEHE

IR UThiiE R A S ACRDED . DMFIC—y2
BB, LDEEREOELDCMTIT> TEE o
W (2-385R9F2E) =720, DCMIZEEEL TS . SphS A
IR LT <. F/=. EEEORIEDEAI(C
(HRE(CEE TV TERT S &

(RSB ZREOICHELTULDDT, 5EHEe])

-5-




V=B, fEaHl. Kaiserm X MAEEZRERIT D

3-4. Fmoc 77 = _ 4

BIREDORIGR(CH U C3FEDT I JEBZEF1—T(CHET D,
MRV BT OERIF I DT ENEF UL

xR, FEHAITDELFMocT7 = J#E (FRF(E-20°CTIREF)

=)W RELE DFE =)W FRE DFE 7= KL DF=
Ala A 311.3 Leu L 3534 Lys(biotin) Kb 594.7
Arg(Pbf) R 648.8 Lys(Boc) K 468.6 Lys(ivDde) Ki 574.6
Asn(Trt) N 596.7 Met M  371.5 Lys(Mtt) Km 624.8
Asp(OtBu) D 411.7 Phe F 387.4 Asp(Odmab) Do 497.4
Cys(Trt) C 585.7 Pro P 337.4 Ser(PO(Obzl)OH) pS 666.8
GIn(Trt) Q 610.7 Ser(tBu) S 383.4  Thr(PO(Obzl)OH) pT 511.5
Glu(OtBu) E 425.5 Thr(tBu) T 397.5 Tyr(PO(Obzl)OH) pY 573.5
Gly G 297.3 Trp(Boc) W 526.6 Cys(Acm) Ca 414.5
His(Trt) H 619.7 Tyr(tBu) Y 459.6 Cys(tButhio) Ct 431.6
Ile I 353.4 Val V. 3394 Cys(Mmt) Cm 615.7

3-5. Hy T U THEDRE
BRRAT—ILICEDT CARFRART D, REOBFHEC(E. BERZHAIDIM
KOBAISEFEIT DL, —FHREITD(E. BRARXZ/\TUZTUTEN
ABRFID. —rAEEFBTEDN, R (STEEMETIDZH. —E
DERKTEWWID, DELTH ETYDRMICLDFEEDER T ZERITSND.
xR HyTITEHEDLZE
0.45M #EEHFIDTTIL

HBTU 6.1g 3.05¢
HOBt-H,0 2.5¢g 1.25¢
DMF 32 ml 16 ml
0.1 mmolRX& —)L ThfEEEIER #945[m] #920[E]
0.9M DIEA

DIEA 5.5ml 2.75 ml
NMP 29.5ml 14.25ml

0.1 mmolRT —)L THfEEEIER #945@  #920[@]
(0.1mmol XT—)L THORBRDZNE : 700uL (1E=]) )

3-6. Kaiser7=X MRERDFRAR

1~3 OAELY bEECFHLDBATESD (@E:2590077, Reagents
for Kaiser Test, 9,000/set) . iXF 1, 2 (ILEERNEZELRRDT. B THE
TED, AFE 1 (FEBNESRBOTEESEDET &, I 2 DRAR(IRFRE
M BDT. +EHDC EaEMFAIERIICHERE T D&,

x. Kaiser=X hEDL I E

Kaiser7=X hiE [ B

1. ninhydrin/EtOH 0.5 g ninhydrin 10 ml EtOH
2. phenol/EtOH 8 g phenol 2 ml EtOH
3. KCN/pyridine 0.13 mg KCN 10 ml pyridine

-6 -



RIDT7 = BEEBATD

4-1. Fmoc fRERIFENDEA
4-4, RIF REOMHERE OFIRTEATED,

4-2. DCC/DMAPEIC KD E FOFAREADEA (0.1mmol AT —)L)

BRERHDS I 25ml XIS
0.1 mmol & RO A5 0.5 mmol Fmoc-AA-OH
,,3 { in DCM or DMF 0.5 mmol DCC
N R in DMF (&£, SmIF)
2 s 0°C, 305EH:
B 3
R X DCCH'RITTALEE. DICTHH

< 0.05 mmol DMAP X BRENDVLEIET, FHTERN
RT 6045)1EH: maE. BEDMFZIIX D,

2m| DMF wash %3
2ml| DCM/EtOH (50/50) wash x3
2ml DCM wash x3
2m| DMF wash %3

< 0.5 mmol benzoic anhydride in 2mL 20%pyridine/DMF

RT, 607318

DMF wash x3
! DCM wash x3

4-4. RTF REOMBEN X 5-1. FMocEE (CKDBARZEHINTDII &,

(RAEYDDBRZ &
RRIGRDYRXT)

4-3. &% MU F)LEREADEA (0.1mmol XF—)L)
25ml FRTIS5X0 (GRHISLATER)

0.1 mmol 2-Chlorotrityl chloride #iAg
’/J\\\ in DCM (&=
Q RT, 10318
N 0.15 mmol Fmoc-AA-OH X B LRRWEEI(E. BELED
2 0.5 mmol DIEA (80ul) DMFZENMUTERLY,
8| "inDCM (A=
| RT, 12093#&#
BkANS A
lngg 2ml| DCM/MeOH/DIEA=17/2/1 wash x3
12 2ml DCM wash %3
X 4d 2ml| DMF wash x3
ﬁ EV 2ml DCM wash x3

4-4. RITF REOMBEREA X% 5-1. FmocEE (CKDBARZENTD &,
X 4-2, 4-307 = JBEORE(F0.1IMEL E(C/3DERZ#EIR (H%(30.3~0.5MI2E)
-7 -



RITF RHZHRTD

4-4. RITF R#EOME (0.1mmol XT—)L)

Fmoc-AAy-- - - -resin
N 2ml 20%PPD/DMF  153fEi7RIL7w O X TEH
5 [ L 2ml 20%PPD/DMF - o . Faponok 1w (A LIt
E| RT, 109D HiEE L <EPT BT,
= 2ml DMF wash x5 RIFEFICFmocE &N I BNH B D,
\ 4
H-AAy-- - --resin
N 0.3 mmol Fmoc-AA,-OH X BHICESUL. TE(SBFHEL
— \ 0.3 mmol #E&HEIFOF )L 7004l ZEDZERNMNT D,
O 0.6 mmol DIEA 700pl
D1 RT, 155FEES
R | 2ml DMF wash x5
.. L Kaiser =X b — .
positive positive* | 3~v4E Yy U LTEY
negative FEFIUL | S BAEASNRNSEE
I KRIGRZ2T7EFILUET B,
=-=§ 2ml DCM wash X3 e——— X {HRRRDRTF RE—Hd
o 2ml DMF wash x3 LEELKEE. ZZTERKRZF
o L. DCME/Z(ZNMP(CE
e _ B CORERFT Do
Fmoc-AA;-- - --resin
l"l oL

X BRAT—IVZEEEITIHE. (hyTU>T) BD mol LA
Fmoc-AA-OH : #E&%I#HD27)L: DIEA : H,N-(Resin) =3:3:6: 1
ERBELDICEET D, F/z (BiFmoc) t°& wash BEDEZ=. BAEDAEIED

1.5BEEERDLDICEET D,
4-5. RIF ROMBROERT
Fmoc-AA,-- - --resin

{ 2ml 20%PPD/DMF
RT, 100#RED
( DMF wash x5

amccc-resin

> (BiFmoc)

I
1

&

7EFIUE

2m| DCM wash x5
2ml MeOH wash x5

oy TR, FIr— TR RS,

-8 -

2ml 20%PPD/DMF  173fE/RILTw O X THE#

NZKif 7 ZFI)ILDORT
FREEKITDESZIE
CCTrEFILET B,



HRNRIGZDTT D

5-1. 7 JBEDBARDES

RRFmMocK e 100%EITI D ERFEI D E. V= JEEOEARK(L (BEFmoc)
BIETBEE I BFMocEOENSREBEEDICENTES,

1EBE

-4-4, (B{Fmoc) BIEDBKEZIANTENL., FEZARXSTYU>SF—THIS
(0.1 mmolRAT —)LTH14ml, FtE(F15mRLEZRBW\THELLY) .
-DMF&# 5>, LT, DMFT10~100f8&IRLI=5>FILad301nmIC
HBITFBDRAEZRET D,

“€301nm = 7,800 M-icm1& U CFmoc BEDEZHIH T D,

Ahs,

$
260~320NmI(CHEE D3I DD
260 280 300 oy RIRE—ONRHEND.

Wavelength (nm)

5-2. Kaiser =X
—2eERUKIGEFMALUT, KRGOV = JBEOBEZERT B,

1BE

-Kaiser =X htE1~3 Z& 20ul ZH5X
Fa—TJICAN3.

-EOEIREZ AN, BEKPRT 1 2RINNE
U. #iEd 3V IEROBE#ERT D,
BIR~5t : positive / B : negative

K. Kaiser =X bD#ER
7t : positive / & : negative

5-3. 7EF)UL

HYTITTERN DT Z ) BDIYRAT, HBDWNINKIHRDT = JEDT
TFIULICERT D, HVEHERSIIKDENEAPHMMELSZDO TS T END
D, WL THEIE SN DBIIEDERKILET I D &

#24E (0.1 mmolXFT—)L)
2ml DCM wash %3
{ 2ml 25%Ac,0/DCM 30FLREIRILT W O X THE#H
(RT, 53iR&ED) <« NXKimV7 = JEBDOV7F)IEDIHE

2ml| DCM wash %3
2ml| DMF wash x5




slEN S0 Y. REEZIHT

6-1. SEER(C K DA S KL UMAEHDRR REE

FmocT =/ BSDRIBEDRER FRIRISED < AN S —Z IR T TFATH
RECES.

x. RREDDTILDER

BiiRENDITIL ARELE 0.1 mmol X —)LTD= (ul)
Cys(Trt)PPMetzx S0 iHE
TFA/water/TIS/EDT 94/2.5/1.0/2.5 2350/62.5/25/62.5
Cys(Trt)°MetZ S ERVIEE
TFA/water/TIS 95/2.5/2.5 2375/62.5/62.5

BE1L B in ERHS A
{ BREDDTIL (REE. FHBPY)
RT, 3028 (CE<IRD> TI0NFHE
K2 50m bR E (C[E]UY
{ 1.5ml ATFA x3 »>&iERa50mizELE (C[EIUR

)

(Ritteths
frifRsE

BIE2  AARTF RAR in 50ml =LE

__ | £ 40ml BEL,0
Z| +ocme — %t 3EHE D}
< CNEETIENRDIRYT
| m0EE (4C, 3,500xg, 59) =
R DEsERES
H| 1097 RS NATHE L TELOERIES
Y| FEo-sTommbl g
AT F R

(BE1) RTIF ROIER

HANRTF RZREF L CTHINEZEE I 5. HAINERNE L EWNES(E.
BT = BEDBAZRMEN,
BURFEN R+ THRIBENCRERTF RHVEF L TULD,
oEEMEN DD, RIE(IFMocEEZ. BRE(IRREZLDEIT ZETHET D,

0.1%TFAKIER CT10 mg/ml ZER (CHERTF MERZRAETD. EAED
DAt UTOFETEFEZRHD.

EREMUARTF ROBER>ETS(C1%FETTFAZINZ S,

R ZRUILOKEEBRRICBEH=ED,
J1)LF%Z@UIc#&. MALDI-TOF-MS TEMYIDAERK =R T D,

K/ 77 b= hUJLFRD RP-HPLC THEIZERS D, EhiIlCSephadex G-
10~25THBR U TEERULWN, pHICKDBREDELITER I D &,

T)URL =TT MU ZBELUZDOS., FitEE U TENYIOmRZ
53 (TFAIBE L TEBND. 7E T hUILAER DTS &, BREZTERNS
an'esd).

-10 -



REXRTF RZYIDHT

6-2. HBEEIC K DHRENRTF RORERE (0.1 mmol X —)L)2

BEL REXRTFRonflE in &RHSA

(DCMTEEEcETH L)
+{ 2ml 1%TFA/DCM s o
RILFY IR T 253 EEH CHZz5t 10ERR DIEY

oo & (C SEREN SBR
Z|  2ml 10%pyridine/MeOHA DO fgﬁoé?ﬁ?i%i?f:%g
2| smlmsECEREZEY
" | £ 2ml DCM x3
L 2mlI MeOH X3 | gyesmr 42752 3(CEN
{ 2m| DCM x3 5 _
V{ 2ml MeOH x3 DS TLC_C/‘EQ\‘H:IIOD% T%ﬁ&n CTED

BIE2 REXRTFRBR
T)URL—45 TiEla
{ 40ml /%H,0
EZEIERI U, iBH,0TIEERZRD
T —A TR FEze
IRERTFR

(LR

RENRTF RIFEAN (B TETRVDT, BMERISZEBIER(CITOVNEN D
2. BIZEE (hyTU>T) KD mol tbz.

Fmoc-AA-OH : #E&%I/H127)L: DIEA : H,N-(Resin) =4:4:8: 1
U, RISKEEZ 102 MICiEHE L CRIRICZIIH =S, Kaiser=X b
negative TH > CEHEV7FIUEZITDRE. BEHMEDM LICBHDZ &,
RISHDBRRE (L 6-1. ERFRDBEZITRIEK U,

(&%&2) Head-to-tail BIARTF ROERK

1B4F 6-2.0'5. NKRIGT U —DIREXRTF RBEZRFDIENTED, CORE
RIF Rz, BREETVIRESRICSED L. FHRIERTF RAESNS.

1#B1E RGDRTF R (RGDfX) DIR{ERIG
H-Arg(Pbf)-Gly-Asp(OtBu)-Dphe-Xxx-OH

= | [ DMF (RTF RI&RE < 5mM)
= {5 eq. NaHCO,
40 3 eq. DPPA
& 7 2amsmme
ElANaHCO, & &3
| AWK TTOMFEE
B Ak ThR
5| WBIEBIL. K. T—FILTRBEED
S| Fer-sTommM bg

-Arg(Pbf)-Gly-Asp(OtBu)-Dphe-Xxx~

| |

-11 -



BESRIMRE 7= % HDhD (0.1 mmolx&—)L)

7-1. Fmoc-Lys(ivDde)-OH3
ivDde&(Z. 20%PPD/DMFEUTFAICETET. hydrazine C:EIRII(CATIRET
EBdlH. UD2D e PZ I BZNUERBIRTF RZERTED. FiiRiEs
HTFMocEBIRESNDCEITEFRI DI E, FmocEE EEHR(C290nm
THONEN(CEZH—TED,
BME Ac-AA-- - --Lys(ivDde)-- - - -resin in &3>
2ml 2%hydrazine monohydrate/DMF
193RIV DX TER
+{ 2ml 2%hydrazine monohydrate/DMF
RT, 30> fElERE
2ml| DMF wash x5
Ac-AA-----Lys-----resin in BN S A

| | | 7= ENSOME

) (BtivDde)

7-2. Fmoc-Cys(Acm)-OH
AcmE (L. 20%PPD/DMFRUTFAICETET. LCTERNICHIRETSE. BifRE
ECEFICZRILI 1 RZEFKT D, . BEOFMocEHEM CTFIFAT S
Fmoc-Cys(Trt)-OH . FE#ARICL, CHRESN T RILT « RZEKRT D. M
BDFREWIEE(CHITDIREETH D,

BE Bl LT3 ok L
Fmoc-AA-- - --Cys(Acm)-- - --Cys(Trt)-- - --resin in &5 A
< 1 mmol I, (250mg) in 2ml| DMF
RT, 1KfEE (C1B# U C4RIFRE
2ml| DMF wash x10

2ml| DCM wash x3
2m| DMF wash x3

2ml 20%PPD/DMF  153fEMNILT W DX THE#H

< 2ml 20%PPD/DMF
RT, 159F%E&

2ml DMF wash x5

A-----Cys-----Cys-----resin in G5 A
LSS 1

SRIVT « RS U SEDTZRRER NN 2w —(CHA LTRSS,
RICRDEBEENBMEEE. DFETSRILI « REFHRT D ENGD.
817 BOBALXDRAED DV LEHEIEOERZITS Z &,

(&%&3) RHETOIIREES
Cys(Acm) SBEMHERTF Rz K/ 7 b= hU)L=1/5 (TBREL. EBH UM
S5LIBRZEMIKETTHTFITD. 300FFELIZDE. 7X)LE > EENaZz R
MUTLZII>FID. BEZEEEL. RP-HPLCTIER T 3,
SRIVLT 4 REBRDDFA/ D FRDERKE(E. RTFREETHRHET D,
- 12 -
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BESRIMRE 7= % HDhD (0.1 mmolx&—)L)

7-3. Fmoc-Cys(tButhio)-OH®
tButhioR (&, FA—)LICKDERT TEIRN(CARETE D,

B’IE -+ --Cys(tButhio)-- - - -resin in &S I
4 2ml 20%2-mercaptoethanol/DMF

RT, 45 EEFE
2ml DMF wash x5

(BtButhio)

-Cys--+---resin in %15 A

7-4. Fmoc-Cys(Mmt)-OH® Fmoc-Lys(Mtt)-OHEEHRICIT D,
MmMtE(E, BETREN(CHEET 2. NUFILAFAZZAARD 2+ —DTIS
ZFHAUCEIRIGIAS FRIRETE D, FmocEE ERRIC460nmM THHEFHI(C
EZH—-TED, Mmt. Mth¥SMNICKWEEIE. BEZIRDIRT,

BIE -+ +-Cys(Mmt)-- - --resin in & HS A
o | L 2ml TFA/TIS/DCM=1/5/94
E| RT oomEE THVEET3ERR DR
& 2ml DCM wash x3

++-Cys-----resin in 8NS5 A

(Z%E4) in situ NpysibICKBEHE ETDZRILT + REERKS

2,2'-dithiobis(5-nitropyridine) (DTNP) (CKBiEMEFA—ILDAZEE (Npysit)
E7-3,47ZHAITBDET. BIIELETORIL I 4 ROEKRZBIITE3,

-+ +-Cys(Mmt)-- - --Cys(tButhio)-- - - -resin in &5 A
l $BIE 7-3.
-+ +-Cys(Mmt)-- - --Cys-- - --resin in &% 1> A

2ml| DCM wash x3

4 1.0 mmol DTNP (310mg) in 2ml DCM
RT, 1FFRIEHE
2ml| DCM wash x5

. --Csz(Mmt)-- - +-Cys(Npys)-- - --resin in 81> A

(Npysit)

L 2mI TFA/TIS/DEM=1/5/94 | sgesm DIt E & BITE L.

S
\U-; RT, 5o iEHE 386nM@MDTNPDIRYNAY
L | 2ml DCM wash x3 BIRBDETRDIET

-+ +-Cys--+--Cys-+ - --resin in &&7I5 A
LSS 1

2L T 4 REMBE B BEDTEBRER AN S v — ([CHALTRSR,
RISADEENBSNESR, DFHM TS LT« REFKT BT EhH 3.

,— —

$£1 7= JBOBARDRED D W FEIRMEIEOERZITD 2L,
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T DI (SR TI N ?

RTIF REMICERT IRAEOKREL, KWOBETHILT D, HAREDEK
SEEICRE DA —ILOREZBA L. RE(CISUTHIHREITINE,
SEOIEEVHSSEE (CERDN. BRZIEUARAZBELZICEVTIZENEL,
TS EWD T, THWLEER MNLEBEDRUL |

REFECERASECERE. PR REF = JHEEDNE - mERaRE T,
ZRICRUTHMSHHEL., #EZh SHENDD. BEL THIELM™ILDIEA
(FEZREBRRENEFT UL,

SMEEIB(JUNRDHE(CBEIDIEER I 70459 — | HIKEUICEERESR |
=) \WDERTD?

RT3 7 BT/ Y—ZRB(COEREFELTE < & BHORIGFSKE
ZEDFATE, NUDOBRERCEREENTCWHATED, Eo2&6. BhHvT
U2 OMREIRFCRRA T, 7/ BORFERNLEERCRUTEINRE,
—75C ~3RBEOSH THNUE,  (BiFmoc) DOFSEREIPRIC, RIF RDIE
R Y G :31L L AN AN 7

103 EWDSIFERRBIDIRR TRE. HIRTCORBAIAILICENDETESZ,

FEFk vs PetiSyzer

PetiSyzerz{E> I AMNERINICS D, 212U, PetiSyzerB 1S ASHHLDT
EATIREIMEIEENFERRAN S LK D PR,

FEBK - ~ 0.3 mmol PetiSyzer : ~100 mg
REESKDBEZIRUNT. PetiSyzerzER T 2DH A XXX,

PetiSyzer&pkiF D/ \ix

HDSLMNZN GREUE?) &G FRZEFA LU TEREREZRIUZHANER
We ELFAT—2—TZANTENTE, BHAERY M EERICHEITRD
KIOICHREICEDZEBIRN,

KaisersX b&FMoCEZE/C 1T TIFARET IR (S,

PEDOHRRBIERMZEIIENSTIDH U TORUTERL,

BREEFDOHS LS, Kaiserm A MMIERITIREDDVDEDL 2> ET WA
SFa—TJCED,. RBEHDITILEFADVEINNR . 30DIEESE LIE.
B HREMETT )LV ZEREE DR T, B<EFZL TKITBEMNU.
MALDI-TOF-MSY>RP-HPLC T3t 9 B,
BRZEAUVTCLZONEETIGESPHEENRWVESRE,. Z5FEHAMH
BETIFRVNL, YDWBRERLTEREDT S,

BEIEME (IR MMCS TN ?

ERINCSURBEEE/ME, DEDRTF REMHEEEER T DB EEE
95, LU, Kaiser A MKRUBAHYITU>O0% UTLNRVDT, fHEN
KL<R2DONE, F(C. BEENMEK AT FOROBWEKEEFIRTD &,
RP-HPLC T BERER /XL NILICIRD CEEH D, #B. BRBEECTE XIS/
zRBENdZEIC,

ZIVOFHEEMNTTE. BEBOFTETNUVVEARTFRZEM L. BROKER &
7 hZ MUILDEIFI % |
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BRI DOMENAMENEE

fiFmocfRRG. B U RO TR ICHEEN DD

fiFmoc {MFRRICHEFRAVERE U T, ORREFNA T, OMERIDE
HEAMMET L TVWD. Q@IFBEEORENWT I /EORSH. RIGLICKWL ”RE
MNERSND. OBFR/T A XOBEDE, IBHORR, BSZzZERD. OfFa
AlZEDEY. OMERIDERZZXD (HBTUXDEEMEIFHATU, COMU
I2&E7) TETHIET D NWINDIZFEEFMoCEE(CKD T, DT - ETD
TENTED. REERICOMRTE. TEED [FRilEDHN NI 288,

Kaiser=X b
RN TDIREE. BROBNER. BREBCRDIGENHDIN. #IEBK
DOENZEDD TULRIFNIZE. negativeTdHhD. 21 UBIIENRED &= (E
negativeDiZENZ L (&M MU F)LEIREDERRIIRE) .

BIfEDIRTE
OBHEP., QFZIRIRRETIRTF I B. OTIEIDCM, NMPOEEDBIE TH D, T2
7ZU. DCMIHEBEFULA®T L)\, F/EDMFIEEHMRETIETZ =24/ UFmocE
MINTUEDSDFEDR, QFRIFMEFCEIWVWTWVWAN, EEZBRITD
BI(C. DCMT3021EE. HI2InNENSD D,

BEREDHN N

MEME RBERD—D, BRERIEDIZSH. FiEIEH 07 )L TFAZ ST L

TH< ERW, P BEHCKDTIE, REEMHINIC<W or BFEELT

LEDSEDONSD. BiiE 07 ) L OEIE RICIE B OFRENNEIRNIZEN D

. FIEEILETTFAYSELODENMRIETENLIZTDE. NEMD GO

TULESTENBBIDT, U INEEHERT D, BERETFA/EL,0=1/20 v/v
EHCEDIERD

Fmoc7 = JEELDEL . RIERT—ILICRZF T,

RISRICHUT, 1.2EETRILTEIHE. EAXEORE. B, BEx® LT

BCET. RibZE100%EDH D ENTED, 2L, BEZ LTI TEY

EHNBIH20), BRIERTERVEV S TERENRN D DO TR 2D T &,

BRI D)\
ORBLRIGRAERIRTS | (BE, pHYME, RS, MEORE, BE)
QRIMFOBWEERD | (RIS, o, Bififigetc. TNTNICRBIFF)
OBRDETHRRERSAL | (FMOCER. MSHIT, IREERE)

FIZ(E. FmoCERICLBMIT, BRCOEITOHEDELERETES |

HPLCICDUL\T
S IILCENTARIE. A/BRDESERICTS, BRORAR, J551>
NOMEMEL DES TBT . TIBIBOE, T —OELTHRET
3. A/BRTEIRVBAG. DMSORE TRNT HENB BN, NSLNT
AL LR EZHRT B,

MSI(C DT
RIFRBBET NI OB, 1:1. 1:10. 1:1000FETRES. &
1Rig, BRIELTVBE, AAAELDT, ESUTERERVEAR, <
Ny OB R R BT E IR TS, (CHCA, DHCA. HPARE)
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PetiSyzerC&M I D

EEDfER

FRANS L%ZHiPepCEEFT (COST
E(CFER. FONRY> =T EEARI4 . =+~ =
e AT S, AADT— RO FREEZ ES20) o DSLAKK LB

(CESTEm

Frwd, FTEFvv I HRLICEFTE
BEREEVCER ! 3. [ OREE SRR ESRBOE,

BEEZY—/IHRI—Y b NS L (5AKx%2)

\
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SBREE Eiz%@+_
WSIHE, 51 7 IS5 LR T ICDIRL, 1 LB EOSERE(CSE LIRL N,
YA RODEHEBEICT B EMETD JOv oz Esn TR !
HSLDHEREITES,
Okl

ﬁﬁﬁﬂﬁ‘é R ARIIEZE(IRATH150mgiZE. 100mgiZENEFR UL,

Hw TV D IRIGHFS0CISFHE L. RIGHE T & ~PPDILIR(ZBANIKZR L T
EmlcRY CREGHEIEREN MRV E ST IARKRNRY)
BREERE(E E TFTEADF vV I ZUEAST LT SUL T, 50CICHELDD < DIE
¥, RIREHDOITILZNZDESEINERET . SEUIEEDZINZ B,

AFTFIR
g b, BBRIHNICED,
ERRICBEBAENMIB U D Z A< 1R ETDDEHZDAT |
IRZIBOEEPIBET Y hOFRRERR E (IR (CBEBRMIENENDT,
MHELESISICHRE LD L,

BEREIT D NS LZSTTSRF YV IED (FED I UElEE. sEF D DIREA(C
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9-2. REDHZE(CEL T

BRS¢ PATEER (UMKBET - BE14F)
EEPFA (FLMKBZT - OB)
REmER . ™A B (uNXERT - OB)
iR . & sk JuiXEL - OB)
;. I&H F (UIKBEETI - OB)
SEEE . FEBEl (RBRAKEL - 3UX%)

NREFEE - AILER LNKBEL - BdR)
NRTFE sERECE —IEENRRERMTE -

FRi26F10HEH 6

ARE(F. RTF REMRERK(CE T D0 - FRDERBFENDGRZEN &
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