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A
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tolm e Folrtol= g wErs gRow FXE 77t 3 A AT o|F teo|ExFolutolE &
(1.5 ml)ol Fmoc-L-2.2ZYElI(Alloc)-OH (105.9 mg, 0.3 mmol), Tlolo]lAXZI7l= W t}ololn|=(DIC, 47 u
1, 0.1 mmol) ¥ 3Jlo]=ZEA|MZEE}o]o}£(HOBt, 40 mg, 0.3 mmol)S H7Fsta, wg] 15 3+ A A7 o}
=, tolmexFolute]=(1.5 mDol]l FAE ¥ & 7] vhgES HUFstar, oF 4 A7 Ft wHkAZATH
, WHEEAE st g FAE vo|mExFoluto| st WErE R FateE AFHste] RASEES

a2 r d

32 oo -

TQ ot

A 2: 4-(5-gEEANFtER ol )-]-olu| e -1-S A E-2-d IR ) | d B 24 melw sl Eoldl
Ao Az

4-(4,4,5,5-H E&WE-1,3, 2-t}o] A g-2-A )Ml 24H(74.5 mg, 0,3 mmol)& &3jA17) tho|E X Folnjo]=
oo tjojo] A 2FIt2H }ololu]|=(DIC, 47 pl, 0.1 mmol) H 3Jlo|=FA|MIZEZo|o}Z(HOBt, 40 mg,
0.3 mmol)& FH7FstaL 15 #7F AT, 2&l v, 7] @A 1oA Ax® Ao 20% Fod/veo]m e
EFotutol= &3k &oN(3 ml)E FH7bete] 156 w1F wwkstal oW 7] wike] Fmoc H.E7]E AAS F, Fmoc
HE717F AlAR A6 7] RRgES H7bste] oF 4 AIRF aRkAIZT. o] %

E tolWExFolnfo| =9} gtz Fatd AlFste] E43lgES AUt

b7 3: d-(1=ohv]i=1-§ 2:-5-(2=(}o] 3-4-9)) o M Eobu] ) M gt-p-9l b o) s £ 4k e el 2 Lo] =2
o) =x] o] A%

R4

O

71 GA 3ol A" Al 1.1 B HESIA(Edoldd 2 Au)EeE(Pd(PPhy),) R HEA S
(phenylsilane)& A &3}e], ofHle] &Z(Alloc) HZ7]E AASFETE. 2 o}, dto]dlo}l M EAHT78 mg, 0.3
mmol)& Q1 volHd L Fotutol = gofjol] tholo] a2 d7tE W rpo]olu =(DIC, 47 1, 0.1 mmol) % slo]=5
Al HlzEgto]obE(HOBt, 40 mg, 0.3 mmol)S 7Pkl 15% <t BAAIZIAL, FA&el go] o 443 ik
AR, aRte] FREW wbE-golS ofFsta ojvbE FxE yoldixFotrto|me} wigke® Ak Al st
o] HA3gES AU

A 4: 4-(-olr]=-1-8 A -5-(2-(Fo] el -4-¢) ol M Eolu] =)

rﬂ

—2-7htr o) dd B EAke] Al

swe] RN 8BS LPF Eeto]TEo oM EA o 1
Bob WHLAIYL The, WERRVE £AE
b o %, deldgeHzg W B A4
Ak, olw, 1A% ARAZRpEIY 2D OGS

2 7] @A 304 AEE A Frhske] 6417
2% FQ)ete] Edfo| BT ROAES ARG
RS

s AAARrEIHIHPLOE ol &3te] A

I 2. 94 145 dAZ2uE2 I (HPLC, C-18 Z4
delta pak C18-300A, 1.930 cm)S o] &3}5lor, &5 &ule Tl 0.1% Egto]EF Q2 2ol EAHTFA) ©]
23E THRF/OMHEYUEL=1:1(v/v)E 3.0 nL/29] FHFo= Seulon, e x7o = AAste] %43}

S (8 75%)S DAL}
m.p,: 183-184C;
"H NMR(400 MHz, DMSO,): & 8.35(d, J = 9.2 Hz, 1H), 8.30(d, J = 8.0 Hz, 1H), 8.26(d, J = 7.6 Hz, 1H),

8.23(d, J = 7.6 Hz, 1), 8.19(d, J = 7.2 Hz, 1H), 8.16(d, J = 9.2 Hz, 2H), 8.12 (m, 2H), 8.04(t, J =
8.0 Hz, 1H),7.97(d, J = 7.6 Hz, 1H), 7.84(m, 4H), 7.37(brs, 1H), 7.02(brs, 1H), 4.41(m, 1H),
4.19(brs, 2H), 3.15 (m, 2H), 1.82-1.73(m, 2H), 1.42-1.50(m, 2H) ppm;

PC MMR(100 MHz, DMSO:): & 173.77. 169.93. 166.36, 135.42, 133.83. 131.04, 130.79, 130.33, 129.66.

128.95, 128.59, 127.36, 127.17, 126.77, 126.35, 126.31, 125.03, 124.88, 124.72, 124.07, 123.98,
123.90, 93.96, 52.93, 29.28, 26.13 ppm;

ESI-Mass (m/z):[M+Na'] 544.11(calc. 544.21).
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<AAd 2> 4-(1-0}7| =-5-(UEZA-9-Ft 2 Folv| = )-1-S A -2- A7 A ) H d B E4e] Alx

o ]
g

o
NH
H 2
HO. o
i
OH
71 Al 19] Al 3ol A gholdl ofA|EALS ARSShe tiAlel PEZMI-9-7FESANE AEshE S A9
stals 7] Adafed 19 sdd Wi oR Fdste] R85 E (58 760 S AT

m.p.: 181-182T;

i NMR(400MHz ,DMSOg): & 8.80(t, J = 8.0 Hz, 1H), 8.63(brs, 1H), 8.36(d, J = 8.4 Hz, 1H), 8.10(d, J =

8.8 Hz, 2H), 7.93(d, J = 8.8 Hz, 2H), 7.85(m, 4H), 7.52(d, J = 8.4Hz, 4H), 7.43(brs, 1H), 7.06(brs,
1H) 4.65(m, 1H), 3.45-3.51(m, 2H), 1.83-1.92(m, 2H) 1.70-1.78(m, 2H) ppm;

ESI-Mass (m/z):[M+Na'] 484.09 (calc. 484.20).

AR 1> FF 7L FFAA-5L oy ) EFA A=

- 2 -
shitEe] SN $& ol (g )l AT o L AeE R

Stk HAE Fud lelA AzE 3Y 43 SSHA FEE 100 ple] M, F& ol&e 200 pl
of HES FRae MBS, v/vol J4ste] HaE g8 Axaladry. 4] AZE HAE S8 ESI-
WSE SAstel HoH 12 mAHE SRR £ oleg)e B 84 ore aAegon, 1 AnE
1% X 29 YeRAT

WA, = 1o YEeRd wpe} Fo] B wto] upE Arjo] 104 AxH FFE ESI-NS AFEH A=
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ole(Hg )3 AT AEe] ghol:, 775.17 mle= AAld 1614 Ax® FEEo] WEL B £ o] (Hg)
AgE e gholuh. X3, 1355.32 m/e 3H7] 8heha] 119 uERA BRe} o], AAd] 194 AzH 8

B
2RAPE e o) &(Hg ), HMIRAIE(CI) 2 FAAE)Y} AFE Fule grolvh. o|ZRE, B Wyl uf
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WA, S ole(Hg ) HNZRYE(CI,) RS R LHAA 1 mie] JFE LA Ax5}

EHo] 10 mM HEPES =& d-tlojmlddZALo|=(DMSO, 2:98(v/v), pH 7.4, 1 m)E ¥ T A7 2dd
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