11 %202

RERFEA-BEPE R FOFL UF - BEFORES
B pE 10 5] 15 £ enph > 2 Jo R b denid o B BE AT
EPATEG ARSI IT A EHLBEFTERY &L FFDY
,%’—%ﬁﬁ’—u%“khﬁwdwﬂﬁ IR ¥ @ A P SRR
TR EPEFER o ITEF L F B GE PN (high-throughput
screening » HTS) R-i# # B » BEH it E2 RV EX T g B > 4p ¥
BHEFE S L B B ER R TN T AR Ak
AR e B AT ERE B FETES GE R LB
Y 2SR

FFEFE Rt R LB REH 4 > ¥ 490 &

EEAEEE

1-2 & - &
g B E - fERE Y AP v P R R R A M-

E RN SRy S

-~

Ik

ik R 5GBS R
Ed S HPIFE R PR fom Bient 4 S - F AHITHRF 0

10T, REFpdit s (P tEFRFp LN F g RitEP o



LIRS e R LR R O PR3 VoS (NI A2

S PG AR B AR LB SRS A g E

AAR L EFERF R L MITESE L BE LA o

b F ik A LR 200 - oo B ffcore structure) & A A
£d e iEe himd ST AP e o R ApR a0k RiE
o gt b LR e aE i~ 0 (building blocks) 0 dept B Pk A 4
- EEF AR BEgE S o e i g U2 S £
P & (compound library) @ Al W= L8 4 B e 2w E rg) Tl
EVE jo Hieiv > N4o B 1977 > BBy ~By 2 Bya Ba B304 2 A
APEREI A £ ABL - ABxZ2 ABso S BT £ E £ A B4
» Cp~Cp2 Codfp~ B APREIL A &4 ABICy~ ABICo
AB;C;3; ~ AB,C; ~ AB,C;, ~ AB,C3 ~ AB3C; ~ AB3C;, ~ AB3Cs 0 12 gt 58

AR PR T SR G ST g F g e



A

///El JBz \\\\ﬁs

AB; AB, ABj
Cl! C2, C3 Cl; C21 C3 Cl’ C21 C3
AB,C; AB,C; AB3Cq
AB]_CZ ABZCZ AB3C2
ABCg AB,Cs AB3C3

Bl 1es 82 s H

13 Afpf e sig

LI ED &I FEESATE (Solid Phase Organic
Synthesis » SPOS) 5 A K 4c P& 2 ehid B o FApF 154 L H s B
A - g 4 B Pk & 2 (peptide synthesis) 0 F]§ BFATH T
BRAOF R L i A s XS] ks e f R LKk
o B fRR S RIF BB I @A PN A 5T SRR
FF) A LR ATRE Sk 0§ EY  Merrifield & 1963 & § =
ARG WL S BT BT A s S @ (2 Schemel)
EDT70E RS wpreng ARG WE S BTN Ban

4L AR



Scheme 1

S
CIHZC@PonStyrene

§ RO =
CbZO*N*S*C*O*HZC@PonStyrene

i HBr-HOACc

1
O H

ROy A
HZN*S*C*O*C@POIyStwene

i Diimide

2
ﬁ{OHR

19 NO;
H I o Ho ==
Cbzo—N (|_2| C—N lC_|I CcC-0-C \ Polystyrene

i NaOH

JTABERFIFPF P E SR R TP DT < £ e

WAoo it BAE N TRF

3;

P L E B feh

BLAT BB ST

dONEARG WA A AL S ik B @ E AR M ST A 4

g

Gig s Rk R B o B R (1) K BE N Z BABPN R

AB G b » BB S BRI TR (2) KB IHEF 0BG Bt -

F

FRSM; (3) F RiAA » BEOEM > BHNARDF o ¥

B FIRB TR A 27 LR g3 pkenE g B i S enpE



B @2 adeid k B s o
A F A - BRENEIG LS F R EER S e
T F4p 448 (solid support) » — AP A P RER T LG L aE
A B AR S A PR R PET D6
o BB A @ R G 2 AT 2 s B (core
structure) & i > ¥ RARGC AMa S P SR R - 2
Wit (Linker) » 2 a3t Bt 1P i Al > SR e

£ 3§ § 7 23 2 (Cleavage methods) T it & {F ke 4 o

1-4 A4p {8 (Solid support)
EEAPG W E P W DEAAIAE SR F ¢ % (polystyrene) -
“,/TT g2 ek s B it polyethylene-glyeol ~ polyacrylamide ~ polyacrylate
A A KR DHEAPTH
ek A BARBEEARGWE S M E T E LR (swell)
SR B ¥ jPg eh % 0] (bead size) 0 @ i K LSRR ALRE (hR Fl e 35
(1) HH*5 2 Benfe R 8 3B ¢ % 7 i3 % 2481 (apolar)
VAR Ae® F D F TREw gk o AP P E S L E TR
R F LA & oo ¢ A (divinylbenzene, DVB, 1~5
%) &7 RBE % H A AN R (apolar) GNA AP 0@ 22 1% DVB

AWR T L G F T %Y VORI S R % 514~6 22 2%DVB



LEERF G TR O RIFREL RAN2M4 B B

o a B PEE R B & 1o

THF 5.5 Et,O 3.2
Toluene 53 MeCN 4.7
CH,(Cl, 5.2 EtOH 5.0
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Scheme 2
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S N
O Yj CH20I2 RY \f
CO,Et

o .
Bu,CuLi/THF
Qs o

R

CO,Et

1-6 *» 3] ¥ ¢ (Cleavage Srategies)

EEAEG B E ST AP AP SRS RN E
B EEFF o RSP @I TRPAS 0 7 2] K¢ (Cleavage
Strategy) ®_{x & & > ATF N PALE S B AR-F RS2 AP d B
BT R jE o
(1)3 p&*7 2];% (Strong Acid Cleavage)

Merrifield #c#2 i€ * 5.1t 2 & 7 & pa#-D- 1k7—r,FID2(28)(51

Scheme3) -
Scheme 3
o} R HBI/TFA o R
H or HF H 2
O)K/NT(LNHBOC e HOJYNT(LNHZ
Ry O R, O
D-1 D-2

(2) 33 pk*r &2 (Mild Acid Cleavage)
*+ 1970 &# Wang i * 33 (4pf>td 4 fh) ¥ #ad 2% p-alkoxy

benzyl alcohol linker + 0% f i+ =) (4 Schemed) -
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Scheme 4
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(3) &R 22

Ruhland®”## > £ 4 & * AIBN 2 BusSnH *+ 90°C = » £ Ji 12
| PF#-F-1 8 % 18 5] F-2> @ Nicolaou® %21 * it £ 1 AIBN £2
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F-6 (£ Schemeb5) -

SewoR AIBN, BuzSnH PN
- »
Me OR
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Scheme5

F-1 F-2
Ogsef AIBN, BU3SnH -
toluene, 110 0C R
F-4
Se_"“R  AIBN, BusSnH .
-  Me R
toluene, 110 °C
F-5 F-6

OFENEEE
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Z4c ﬁi#&ﬂ”ﬁﬁé%‘ RoOfEEE o 2R miEy CicEmET &P
32
G-4°? (4. Scheme®6) -
Scheme 6
OR  DDQ, CH,Cly/H,0
o) ~——————————— > HOR
O \AO rt, 2 h
G-1 G-2
MeMe
O’k 1) TFA
ON o — = CHO
\ 2) NalO, (6eq), )vNHZR
O 57~ NHR 1, 0/AcOH (2:1) o =
- R
Ry !
G-3 G-4

17 B f 8 S e

APF D et A2 B IAL LR REBFES L
MR E T E o 0T 5 BB LS LEF RSB ¢ Joseph M.
Salvino™ ¥ % % 41 * Wang resin % A24pd 5 5 B H (R

Scheme 7) & =31 2 % 23 it & % 7 N-Monosubstituted piperazine

/@AOH 4-Nitrophenyl choroformate,
Qo i

NMM, THF, 0to 25 °C, 1 h.

Q-
@_\O« @ plperazme

DMF, 25 OC 12 h.
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9 \o©j o Acid chloride, NMM,
oJ{ DMF, 25 °C, 4h or _

N > carboxylic acid, DIC, HOBt,
& DMF, 3.5 h, 25 °C.

BH3-THF, THF,

N
O 010 25 °C, 24 h.

Ry
OT i:; 50 % TFA in DCM,
(@] (@] 0 :
0to 25 °C, 45 min, S\ R1

HCl* H-N

N then 20 % 6 N HCI
w in MeOH, 25 °C, 1h.

Mark R. Player® 4 % % *+ 2003 & 4 * 1 * directed sorting it
% gplit-and-pool w12 Fmoc Rink amide. resin 5 424547 & = 7 - B
Z 7 4500 i i & 47 i tyrphostin ™ &4~ B> H £ & 93 Bt d4e Scheme

80

Scheme 8

HN—Fmoc 20 % piperidine/DMF, OJNHZ

’

rt, 1 h.

(1) 0.25 M aldehyde,
2 %HOACc/1,2-dichloroethane,
HN—/

rt, 2 h, filter. OJ

(2) 0.25 M NaBH(OACc)3/1,2-dichloroethane,
rt, 12h, MeOH quench.

1
(1) 1 M DIEA/DMF, R
0.5 M cyanoacetic acid, < o DMF/MeOH (10 : 1),
0.5MDIC, 11, 5 h. NJ& 0.5 M aldehyde,
» < ’—/ CN
(2) filter recouple with 0.25 M piperidine,
fresh reagent, rt, 12 h. rt, 12 h.
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R1
( o 0.25 M PhgP/THF, ( o
N 0.5 M alcohol, N
Q" e -0 e

0.25 M DIAD, 1t, 12 h.

OH O
R3

30 % TFA/DCM, rt, 1 h
- (0] NN

RL__NH

2003 & 11 * Mark J. Kurth® 9 2% % 41% 5 pEahid & =~ 2 2 #;
(2-(4-formyl-3-methoxyphenoxy)ethyl polystyrene HL resin) 5 d 4 B &
= & (L Scheme9) & =1 24 i & 3 isoxazolinopyrrole # 7 2 f*
o

Scheme 9

1) HC(OEt)3, R{NH>, :DCE. R1
Qcto =N
2) 1.0 M NaBH4CN in THF, H

1 % AcOH in DMF.
3) repeat step 1)& 2)

N-O Me
I
\
1) HO R»

R, \
o ‘ SO,Ph
> OVN R2

HOBt, DIC, DMF, 0°C to rt.

SO,Ph N-O Me

2) repeat step 1)

cN—/

R1
1 M KO'Bu, inTHF, Ou‘l
THF,0°Ctort.
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1) 10 % TFAin CH,CI rt, 1 h

2) repeat step 1)

Yong-Chul Kim®® @ 2% %2004 & 1 7 &7 42 @i & b
Tetrahydro-1,4-benzodiazepine-2-one i* & = & » =« L A% 4p? & =
Tetrahydro-1,4-benzodiazepine-2-one £ 4= p* i & F» @t & 7] PL-FDMP

resin & {7 B~ % AL % 3 ind {E o BB A o 3% 4e Scheme 10

Scheme 10

Q- =&
OT NaBH(OAc)g, N~S;
(0]
chhloroethane N
H
Pv\O

Dloxane DMSO NMP

O\\ R1
5 % NaOH 5% NaOH aq. {F sz DBU, NKF
o)
N,
H

Ry

O\ Ry H R1
1) LiOBu, THF, N# 50 % TFA, “gﬁo
_— O —

2) RgX, DMSO N CH,Cly N.
~ Rs
2 9 (0]
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1-8 MARA R REARAPF BESTY

AR G RBA R R EAR G A A F a2 bl

Mark J. Kurth #3247 %+ 2002 & 2 * # * sulfinate functionalized
resin 1% 5 Azdode » 54 BH A (1) MAZ =7 K (2) %%‘é
MRELHEIF B L 3z2 2 F g e B> (3) &7 1,3-B &k it

b B R 52Tk 0 2 (4)sulfinate A BWm 3 2 27 3 [k & 2 )

Isoxazolocyclobutanones §r Isoxazolinocyclobutenones % # ji7# $ (5L
Scheme1l) -
Scheme 11
— T Q o n-BuLi, THF;
) — P S” —_—
\ Jsoym*  THFIDMF J o a
step (1)
step (2)

NaOCl (aq.),

0@9\5/0 CH,CI,/THF (1:1)
i B —
4)<>OH Cl

C=NOH
H

Cl
step (3)
Cl
Swern Oxidation
_
N
step (4) o N o

Mark J. Kurth ?%%(38)* %2002 & 8 * i# * 3p k& sulfinate

functionalized resin > H (536 5 B4 3% (1) FRAZ it =2 =it F g
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(2) FRAZMTHELEET 2 o,p-7 FfofEz 12-4c 2 F > (3) B-

B3 F > (4)regioselsctive 1,3-1 #&Tk it 4v 2 F i (5) p4rR TR A5 =
2 3] ¥k (R Schemel2) - "gq] & =
3-(4,5-Dihydroisoxazol-5-yl)pyrrole 2-Carboxylates % H jiz4 4= o

Scheme 12

QD =psoDvB

RZ

RICH,I o] %\
Qs/f ’ O#*CHZRl cHo
o)

OLi THF or DME,
reflux, 24 h

(1) n-BuLi (1.2 equiva),
THF, -78 °C
(2) -78 °C to rt, 12 h.

1 1 2
R R DBU (6.8quiv), AczO (4.equiv), R R
Q N
N\ THE, 11, 1day. S\\
O OH O
: Rl R2 0-
Aqueots NaOCI (5 equiV), o N
+ R3C=NOH - 5N N g
H CH,Cl,, 0°Ctort, 12 h 5 R

CN~ “CO,R*

Y

NaH (2.2 equiv), HMDS (2.2 equiv),
DMSO (15 equiv), THF, rt, 1 day

L

%3 Bg®) # £ 5 0 ¥ 4| sulfinate functionalized resin

-

i

doge o SE 3 BAHM (1) HOF R () falF & (3) 2 Sml

)

B :& ) g 4] & = 41 1-phenyl-2-(4-vinylphenyl)ethanone 2 H ji74 4 (&

tp

Y

0

Scheme 13) -
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Scheme 13

S

\ /—@—\ Nal, DMF:MeOH = 4:1
SOsLi + N\ reflux 60~80 °C, 12h

(1) alkylation

: Sh;
QL ) o
O]

N
dry THF, -78 °C -78 °C

Q o)
o O Smly, MeOH
Q)¢ S
o}

dry THF,

O -78°Ctort8h

19 g B2 &

NP EURA R RR A EE AW ES 2 A2 0 E R R
RF R I 6 T R O GREREREE  E AT R BRI
W4 RRAGREAEE A 24 RS 0 (1) Yulin Lam™”
%41 * polymer-bound sodinm benzene culminate z A24-47 5iE 5 B
#H 3 (1) %gg! FRAZZF 5253 a-kk v 4 0 (2) fr 2-9REk e
rf F &5+ imidazo[1,2-a]pyridine ¥ > (3) ARIEHF %2 TR 3 (L 2 4%
CERE 2 4 F V2 F R aEE 2 A (L Scheme

14) > & =+ 41z 5 12 B i & $ e imidazo[1,2-a]pyridine ©* & 3 & o

Scheme 14
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ca. J__c
NBuyl, KI, DMF %
X

HoN X
le ))O
N__~

Rs
O pson .
DME, reflux \—le o)
N~ . I
LiCH,SCH3
O@SOZ N
R N\ N /7R1 Jones reagent,
2 _ >
OH acetone, 0 °C
Ra
(@]

10%NaOH, g R
Q)50 N PR R
T/iRl CH,Cl3.
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A i 12 sulfinate functionalized resin ¥ 5 1@ % ~ 2 enp| 3+ > 7@ &

b

** % B > sulfinate functionalized resin e7#7 ¥ % 5 > @ 5 7 i¢
B3 L 5enfp* > A7 P a4 4a B3 ik 7R3
- F 2 Frarr y R

AR 7 ek R ki 2 sulfinate functionalized
resin €577 % = i o i[4e » Mistake Netsuke %z Y arF R
? o A7 BEE % (sulfonamide) By T o % = 7 H4r

(Al(CH3);) = # ¢d indole =% %8 + #-sulphone 2 B*7*% (4o
T

Scheme15) -

Scheme 15

Al(CH3)3

FIpt o AR R L e 2 PR AEAR G S S e (A
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SRR F LS AL LS R
ey 1%z 25 T (B 9) iR EL F Fril Sa-reductase %

acyl coenzyme A : cholesterol acyltransferase (ACAT) =4 3% o

(0]

g S

WO At | 2 it Sl 2 B 4p 5

B2 7R e 5 So-reductase Frap|@fea I 0 e H X F A HmEm A H T
Ao d SERBE AN Lo P FIAPE Y - f A2t
BERSE 27 il Sareductase hit £ 4 e

Tt 0 AT 2 ¥V - £ & P o B - b R * 2444 sulfinate

Py

functionalized resin #72& > 2 &> 2 FH EL L3 &2t £ 45 | foll
RMEE R 203 TEADHRFEZFHRZTEFTL FHEPIE
gHitm b R T2 A B & 4 S > AP0 sulfinate

functionalized resin % 3 HAp P48 2 e~ 2 > g (1) Rz A2 =

Fle = FR Q) LFAR )RR (5) YA

¥
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YRR RF 0 (6) RS =T AAER M AR AR E T R 2
k

B g ErE - LA S

PR EE SN2 &E 0 4o Scheme

16 -
Scheme 16
) = Ol wou -
alkylation
Q 0
_ -0
Q< }S\OQ ) QL }S O J
alkylation
ky R,
O
I 365
— O@S/ e, —
ozonolysis reductive amination
R1

Q R>
0 :
O@s/ N

sulfonamide formation

R, or urea formation
| _0 R2 R2
S= N*Rg > R4 N7R3
( cleavage ( :

Ry Ry
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31 RipL F % 3
-~ FHpFPIESF BT 5T RERE BPAFET i
HAREL - BRApE o aAnE SinAe RiEH €T HPF
Jeeh3tiy > d 3N Php hAMN LA XA B HY RFZHFNL LS T 2
O %)t ~F %L * benzenesulfinic acid sodium salt 1 1% 5 4=
hode s FIH B A PR A FHARF BT Y ch B A2 (sulfinate
functionalized resin) & F ApfF cnF iv Ak o B AR & F 1 3307 A

v AR

—f\\

4 F & w4 ~ 4-vinylbenzyl chloride ¥# Nal » f4c#ik ji T F

B 18 B[ pFo B I H - (S 4 % 25 & & % 88~92 % (2 Schemel7?) -

Scheme 17
?
V Nal, MeOH ®§
Cl reflux 18 h
1 2 .

yield = 88~92 %

T - L%k & (alkylation) o d ARA S 2 CH, ¥ A4 58 bk
FET SR A4 R AL > F A P4 DMSO £ n-BuLi
£ 78 # M AL (dimsyl anion) 4|k B > HP R EREP A S H
it A 5 g ks DMSO £33 e &k P > A-78 C T 4r »

n-BuLi > #& {$ # “f MR kL pRRTEF BI04 LEEIT-T8C

/
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AW g rhmmenit A4 20K i 1 o] FFE{S 3T IR T 4o ~ benzyl

- 7-4‘:)\‘/‘%‘\‘5:1"
¥ 3> &% 50% (&L Scheme

bromide * £ w8 F B 1 ] pF > F3it &

18) -

Scheme 18

i O
i ©—\ S
n-BuLi, DMSO Br o

B . — — e
THF, -78 °C to 1t -78 °C to rt Q

n=0

&

2
yield = 50 %
Bt B B3R F U780 C T M L SN 4
FElC & 49 A % 80 % (R.Schemel19) -

MeZS ﬁ R

o

Scheme 19
W, ? )
O i

(s
Il
o O O3, CHyCl,  Me,S, CH,Cly O
-78 °C -78°C
— -0
3 4
yield = 80 %

» 4v » n-hexylamine £ £ fik 4% &

B
)

#okw g vkey v

o

Bl L d 43

Be in 5oL s o FRIEHEEA L & rawm o LA r PRI 0°CT

der g At 4 (NaBHy) BR > wiEF 1) PRiSiaat F R E

5> &% 75% (5L Scheme20) -
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Scheme 20

(@)

<

NN THF, MgSO4 MeOH
+ NHy —————— "= "= =
reflux 5 h NaBH,4
—0

4

e )

s
"0
NH
5
yield =75 %
Bl L BAN - F 9% 5 40 TSCl 2 =22 02> 2R T F &3
P PEERICES 60 AF L 72% (L Scheme?2l) -

Scheme 21
Fy 3

O TSC|, Eth, O
L e -
O CH,Cly, 1t, 3 h O f
N\

NH

0=0=-0

5
6 yield =72 %

ToHERERS AR AR EH 630§ 7 %00C
ThrZ P AR BRRFFTETERL P or & 4t K

Bplic &5 72 581 % (L Scheme?22) -

£y

AN

4

}‘%7]',!4(3{ = %‘ | Yy =
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Scheme 22

0 W,
®§
9 AI(CH3)3 CH,Cl, O
rt, 1h
N\
6 7 yield = 81 %
I RPEe s antRgpd @I G5 T T B

Rk AR F EERGFEL (T 2T RPIA F MG R ORI 2 R B ERE

P AHGE LS > AP F K e

3-2 Sulfinate functionalized resin %l 2 Hip 5 ¥ 2
7 A% 1%DVB 2 Bl F o Bt gAY 0 4o B0k Sk
¢ %27 TMEDA > »t 0°C e x 22 4on-Buli v £ se e jn ki

L

Bk, % g i’ci{\?gﬂ‘,‘%—;’g

A

—\

foih

RE S BB d 9 d AR o T
Ba 2 = b il it & eke 0 50 A I8°C T - F vEE
- B PEEATREES dfRd RS B FETRLE o MEw R

5.0 R ~F FFF LR Bisbe » RIFFE30 4481 F
Jafg o BPER P w deken/ok (8/2) Rz S~ w vkl o W3
ARz ot 0 B (SN E 7 kST d 24 | pF A 17 sulfinate functionalized

resin (2 Scheme23) » *t iz ¢h k2 ¢ 2 1 1027 2 963 cm™' #74 =

Z kT > FM ¥ g T osulfinate Foar e = o
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Scheme 23

O—@ n-BuLi, TMEDA O_<j>
> /,
\PY

SOZ' THF O_@
-— = )
-789C, 1 h \_so,Li

8

cyclohexane, reflux 12 h

EF#-1v £+ 8 £ 4-vinylbenzyl chloride & 7 & & (Nal f8iv) >
& IR 3¢ 5 #1027 cm™ 2 966 cm™ i % > ¥ #1370 cm™'~1290 cm™

#1170 cm'~1110 cm™ & N 7A B jo Fr 7ot &4 9 4 (4

Scheme 24) -
Scheme 24
O—@ /_@_\ Nal; DME:MeOH = 4:1 _ O—@Z
\ *SOZLi + A\ reflux:60~80.°C, 12 h 8
8
9 -

E#-C &4 933 e & vk 2 DMSO » 2 g * DMSO % A& #
FRAEI e & > Flpt v ERM AL HmA A5 10 1 &
P 9ena ﬁ'ﬁ»#ﬁ“{f SR € EIMFES > P L 4 » 4-cyanobenzyl

bromide ¥ & 1 -] pFr ¥ {F3]i &£ F 10( Scheme25) -

Scheme 25
2 NC i O N
S S
(‘5 DMSO, n-BuLi Br (“)
THF, -78 °C -78 °C Q
o _ .
10
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it £4 109 d 3% cyano Foa AV 2d IRk P N4 F 4
= Akt (alkylation) 995 3% 0 A K E A A S5 R AP E
{ # 7 I 2. benzyl bromide ' 3¢ B H B £+ > %A benzyl bromide } 4-
%&jm?uﬁmﬁ?ﬁﬁﬁﬁ%ﬁiﬁi“ﬁ%{éiﬁ’ﬁf
Bt S LR AR = T AR R FAR R 2t BT T A PR
MEPL0RMZ F 9% FF Thrz2 0 gms FRTRE RS E

@3- &4 11 (2 Scheme26) -

Scheme 26

o o
O@% Al(CH3)s, CH,Cl,
o] B - R
-, -

10 11

d it 12 S5 7 Ao A hAIZG FA > ¥ o BEET
AP FEY AFAART RS RS 0 Td LS NhA FFrz T B4R
H - fErnF 4t BER ¥ 2 0 RARR-A Bod R BT ok 2
HAFTIEY - BF ARSI REAE W E AR

BT RAPRCLEPF OEFmANEFI L 12(8 Scheme?27) -
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Scheme 27

: o e
Q)3 o v @ )3
DMSO, n-BuLi Br o)

THF, -78 °C 78 °C

o=

A

o F TR F Ly AR BEII EF

a5
;\
IS

—\\

5w 2% 125

o
aﬂ

13 (% Scheme?28) - & IR k¥ ¢ § 1704 cm™' &3 g 913> 4 7

BB AL S AT B -

Scheme 28

0 ;A e o ;A e
O@% 03, CH,Cly MepS O@%
o) o)
Q 78 °C 78 °C O

— —0

12

BESL L5 13733 DME £ 40 ~ & ¥ i 55 12 /] BFis 40 »
NaBH,:B R 8 5| it & 14 (2 Scheme?29) > & IR %3 ¥ 1704 cm’
ST & > A AR e 5 d R R= (reductive amination) & &
W = R iR RORiF RS ST g 31T R ARk

Ao b LHha s g o
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08

(H) DMF, 60~80 °C rt, 5h
O reflux 12 h

=0

13
o

Q)
e e

NH
14
BEELCLPF 14332 F 92T 40 TSCl 2 2 205 2 BT R
B8 | pEFEIiE i &5 15(R Scheme30) -
Scheme 30
o e

O 0
i TsCl, EtzN S
(@] A (0]
0 O~
N\

NH

14

A IR k¢ N7 1365ecm'~1315¢em™ 2 1180 cm'~1150 cm™! ez
S S ENE S ER

2 =
NS 2 Y

Jo % 4 7 sulfonamide =75 ° & (& > m JE

/“/\‘"‘ J
N o

rﬂ#?‘?’fﬁi *7 %‘JT jQ ’ 'f;"{{!\;tg_ﬂ @4,;, 15 /,‘Z}%
71 £ 4 16 (2 Scheme3l) -

ﬁiﬂﬁgﬁ:, TETE RS ETTE
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Scheme 31
o
& LA NS
e —
N\

O=wn=0
@

rt, 8 h

15
16

2=

Fobvips 527 B urea f v At & 0 BL &S 1473502 ;4
v &
o

TR 8 R T

? iz ¥ 4v » phenyl isocyanate & = ¢ & FF

y 17 (L Scheme32) -

Scheme 32
O
O Br
Q< )3
oy

e
Phenyl isocyanate, EtsN
O f CH,Cl,, 1t, 8 h

NH

o

Q< )3

@]

14

& IR k3¢ )
17 AP L 2 2T k¥ B £ 4 18(L Scheme33) -
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Scheme 33

2 /e e
Q< )3
@) Q Al(CHs)3, CH,Cl, O
_
rt, 8h /—/—/7
N N
HN HN

O

17 18

ERHP ARG R E ST FIANP R Dt RS AN
CELFFE ST B - RERIT DT LR P EPed hf
* R B R 4 W ASYR R hE S TR G
# e B~ % At benzyl bromide 2 -amine i & - ki it £ SHp

T EARIRRE: U A R 0 i RN A U i E S

B AT LS4 2126-28-31-33-38-41-46% 483(LHE9) -
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N R R N T SR ST
BE R R BG LN AR WL S LR I N R AT URE A

10 # & =1 F g > sulfinate functionalized resin 8 » #* AFq 2 i

Bt 7§ FIPos B R B AT 2 R T A R gt B

BREAE o R ARAEDTRAT RS AL SR

o AFRIFBZTAFARPIPES AT S e HRH D A

FPE2AFEH L - FraFa2gdd (L Scheme3d) - &1

SRR T EATRIERE € EE g R e
o T ko fls S - BEF LB LA ARE (R

Scheme34 2 Scheme35) » A XA PR-AFEP FH P &Pk 8
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Scheme 34

9
Q< s
O@sozu — o)
8 9
Ry
—_—
11 R! = 4-cyano benzyl
Scheme 35

10 R = 4-cyano benzyl
12 R = 4-bromo benzyl,
22 R! = 3-methoxy benzy!
34 R1 = 3-methyl benzyl,

42 R = benzyl
? R
Q< )3
(0]
—
R2
NH

14 R = 4-bromo benzyl, R? = n-hexyl
19 R = 4-bromo benzyl, R? = benzyl
24 R! = 3-methoxy benzyl, RZ = benzyl
29 R! = 3-methoxy benzyl, RZ = n-exyl
36 R! = 4-methyl benzyl, R? = benzyl
39 R! = 3-methyl benzyl, R? = n-hexyl
44 R1 = benzyl, R? = benzyl

L G

10 R! = 4-cyano benzyl
12 R = 4-bromo benzyl,
22 R! = 3-methoxy benzyl
34 R! = 3-methyl benzyl,
42 R1 = benzyl

=0
13 R =4-bromo benzyl,

23 RE=3-methoxy benzyl
35 R! = 3méthyl benzyl,
43R ='benzyl

Ry
—_—
R
N\
Rs3

15 R1 = 4-bromo benzyl, R2 = n-hexyl, R® = tosyl

17 R1 = 4-bromo benzyl, R2 = n-hexyl, R = N-phenyl amide
20 R = 4-bromo benzyl, R? = benzyl, R® = tosy!

25 R = 3-methoxy benzyl, R? = benzyl, R® = tosyl

27 R! = 3-methoxy benzyl, R? = benzyl, R® = N-phenyl amide
30 R1 = 3-methoxy benzyl, RZ = n-hexyl, R® = tosyl

32 R! = 3-methoxy benzyl, R? = n-hexyl, R3 = N-phenyl amide
37 R! = 4-methyl benzyl, R? = benzyl, R® = N-phenyl amide
40 R! = 4-methyl benzyl, R? = n-hexyl, R® = N-phenyl amide
45 R! = benzyl, R? = benzyl, R® = tosy!

47 R = benzyl, R? = benzyl, R® = N-phenyl amide
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15 R! = 4-bromo benzyl, R? = n-hexyl, R® = tosyl

17 R = 4-bromo benzyl, R? = n-hexyl, R® = N-phenyl amide
20 R = 4-bromo benzyl, RZ = benzyl, R® = tosyl

25 R1 = 3-methoxy benzyl, RZ = benzyl, R3 = tosyl

27 R1 = 3-methoxy benzyl, RZ = benzyl, R = N-phenyl amide
30 R = 3-methoxy benzyl, R? = n-hexyl, R® = tosyl

32 R = 3-methoxy benzyl, R? = n-hexyl, R® = N-phenyl amide
37 R! = 4-methyl benzyl, R? = benzyl, R® = N-phenyl amide
40 R! = 4-methyl benzyl, R? = n-hexyl, R® = N-phenyl amide
45 R! = benzyl, R? = benzyl, R® = tosyl

47 R! = benzyl, R? = benzyl, R3 = N-phenyl amide

16 R = 4-bromo benzy!, RZ =n-hexyl, R =tosyl

18 R = 4-bromo henzylR%=-n-hexyl, R = N-phenyl amide
21 R! = 4-bromo benzyl, R? = benzyl, R3 = tosy!

26 R! = 3-methoxy bénzyl;:R? = benzyl; R3 = tosyl

28 R1 = 3-methoxy benzyl, RZ ='benzyl, R3 = N-phenyl amide
31 R! = 3-methoxy benzyl, R? = n-hexyl, R3 = tosyl

33 R1 = 3-methoxy benzyl, R? = n-hexyl, R3 = N-phenyl amide
38 R! = 4-methyl benzyl, R? = benzyl, R® = N-phenyl amide
41 R = 4-methyl benzyl, R? = n-hexyl, R® = N-phenyl amide
46 R1 = benzyl, RZ = benzyl, R® = tosyl

48 R! = benzyl, R? = benzyl, R® = N-phenyl amide
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¥
iy
A
mf
A

5-1 - kit

1.

4,
5,

bk e ki@ * SHIMAZDZU FTIR8201PC 7] %= ¢t 2 & 3%
o R L AR L B Y K & TR R e R E -5
cm!y A F R E oAt Zh B 9g BT o

P s R A RS JRR 2 BT %@ * Varian Unity-300
AP+ J= K 3 ik 2 Bruker DRX-300 A {72 & Jr -k 3 ik 5 #7% #
14 B 2 &% % -d (CDCL) » i+ & =8 e 7 A p iz
(Tetramethylsilane © TMS) 0.00 ppm 2 p 2R4EE > (L 2 =B H + 5
ppm- % & ¥ B (J) H = a2 Hzeo84% 7 H4% (singlet) ~d %71 =
# % (doublet) >t % 1 = €4 ((triplet) s q % 7= £ (quartet) -
m %51 5 £% ~brs % 7 %% (broad peak) ~ ABq % 77 - k- €%
(AB quartet) ° “C NMR/{t.& i+ 4% 4 CDCl; 77.00 ppm 3 P 354
# > DEPT k3d +m T o u&r%trd & (pulse angle) 90°

135°2 — 45 ¥ 22 PC NMR k3% o

fRAEYE AR ALY (base peak) eh3g B F AV BITIEELRN o k3
Hrimz g3+t TR 12eV & 70eV o

/B k471 ¢ * Buchi Rotavapor R-100 3] i )k 451 -

5 K Ak

(a) /& & » 47 (TLC) % @& * Merck Art. 13793 PSC-Fertigplatten

Kieselgel 60 Fysq #7 B} 5 o
(b) £4 8 F4d g A471% i@ * Merck Art. 9358 Kiesegel 60
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(230-400 mesh ASTM) % Merck Art. 7734 Kieselgel 60 (60-230
mesh ASTM) | # % % v 'q 3 o

. & 2 Z et L Merck ~ Aldrich ~ Lancaster ~ Acros & TCI = @ !
o

. ®H ik (eluent) ~ B B g (developing solvent) % & p 1 ¥ 53 &
LA

ke &vked (THF) i * Merck 228 s de » 4h & o e faie J5
ok EAE DR -

. YA BRI T a1 * Laboratory Devies 3|3 BEip| T3+ 0 BB AR D o

40



EF 22 b

P~ benzenesulphinic acid sodium salt 1 (1.81 5. > 11.0 mmol > 1.10
equivalents) ;3> 15 £ 2 7 A& » 4 » 4-vinyl benzylchloride (1.53 5. °
10.0 mmol - 1.00 equivalent) % Nal (ig.i* ) 1% ;= 18 /] FF » 4¢ » fn
REiER iR F o2 T RS TR B REE o el A
fads 2 ok B F B R RIESGEEY 4 B U B F PR R
ERBFr»Te=o 0 d BN EiR - g EFAF 2 A5 50
§ FEE > M3 BL 133 C~135C > A4 &£ 23250 A5 88~92 % » Ry =

03(Fe*%:vEefhy =4:1) o

g 22k

ob ik (KBr) 1230 1144 cm™ -
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i Pt dRkE 300 MHz» CDCl; > & ppm)

7.67~7.27 (m » TH) » 7.04(d » 8.2 Hz » 2H) » 6.68 (dd > J = 10.9 Hz »
J = 17.6Hz> 1H)»5.75(dd>J = 17.6Hz>J = 0.7Hz 1H)» 5.28
(dd>J = 109Hz+J = 0.7Hz» 1H) » 430 (s » 2H) -
i X (75MHz CDCl; > 8 » ppm)

138.0 (C)» 137.8 (C) > 136.0 (CH) > 133.7 (CH) » 130.9 (CH) » 128.9 (CH) -
128.6 (CH) » 127.4 (C) » 126.3 (CH) » 114.8 (CH) » 62.6 (CH,) *

§2% (B> 70 eV) » m/z : 258 (M" > 4) » 117(100) »

B 1247 13 (BD) CisH0,S 348 1 258.0715 » 4 5% i 258.0712 -

M AR 32 LN
B -k DMSO (2.75 5. » 35.3 mmol:75.00 equivalents) ;3 >t 150 = =
T & vkem o "E0R 3 -78°C B 4 » 2.5M n-BuLi (8.50 £ & » 21.2
mmol > 3.00 equivalents ) > R # B ki & & 30 ~ 48 > "5 3 -78
Coroar»A>10F 2w g rdrgz (v £4 2(1.82 5 » 7.05 mmol > 1.00
equivalent) » F3F M8 F & 60 4 45{s > 4 » benzyl bromide (1.33 5. >
7.76 mmol > 1.10 equivalents) > # s w4 T B~ B 1] FF » k%

Jﬁ};}'@. ’ yz,};;{ - % ’%f‘_“gx ’ 1'{%4}3 ﬁﬁ}éi'l'jmﬁﬁi%ﬁﬁ;7'k » 1L e dE

A
o

fee fee fiy (10:1) 2 Rperd ki @6 ¢ AMAL B8
105°C~107°C » A4 F 0.82 % » A% 33 9% >Ry = 0.4 (& & *
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fiefia = 4° 1)

g3 32k

bk (KBr) @ 1447 1306 1145 1084 610 cm’

i Pt dRkE (300 MHz > CDCl; » § » ppm)

7.63~6.97 (m » 14H) » 6.634dd » JI=C109Hz > J = 17.6 Hz » 1H) »
571(dd>J = 17.6Hz+ 3 =,0.7Hz> 1H)> 5.25 (dd» J = 10.9 Hz -
J = 07Hz> 1H) 430 (dd " J3=32Hz>J = 11.7Hz 1H) > 3.83
(dd>J = 32Hz>J = 13.8Hz>1H)>341(dd°J = 13.8Hz>J =
11.7Hz » 1H) »

i s X3 (75MHz > CDCl; > 8 » ppm)

137.8 (C) » 137.2 (C) » 136.7 (C) » 136.0 (CH) » 133.5 (CH) » 131.0 (C) »
130.2 (CH) » 128.9 (CH) » 128.9 (CH) » 128.6 (CH) » 128.4 (CH) » 126.6
(CH) » 126.1 (CH) » 114.6 (CH,) » 72.7 (CH) » 33.6 (CH,) -

f2§ (EL> 70 eV) > m/z © 348 (M" > 1) » 207(49) » 206(100) »

% #4753 (ED) CHy0,S 3+ & & 348.1184 » 4§ 5% (& 348.1193 -
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M a4 b
B-it & 47 3(0.82 5. > 23.6 mmol > 1.00 equivalent) ;3= % 7 '

BI-BC i » 53 1%~ FI 84T Me, S 2 M2
PR RIESGER L & PR e Rfre o fig (21 5 HEIRE
TRtk B9 ¢ FMALY BB 1IIC~113C > A+ £ 0.62 5

AXTS %5 Ry = 02(2ez:cfefy = 4:1)

g4k

0=0=-0

-

b sk (KBr): 1680 1302 1139 523 em

i Pt dRkE (300 MHz > CDCl; > § » ppm)

993 (s> 1H)» 7.70~6.93 (m > 14H) > 440 (dd>J = 32Hz>J = 11.8
Hz 1H)>3.85(dd>J = 32Hz»J = 13.9Hz> 1H)>3.42(dd>J =
139Hz>J = 11.8Hz - IH) -

i X (75MHz > CDCl; > 8 » ppm)

191.5 (CH) » 138.5 (C) » 136.9 (C) » 136.2 (C) » 136.0 (C) » 133.9 (CH)
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130.6 (CH) » 129.4 (CH) » 128.9 (CH) > 128.8 (CH) » 128.8 (CH) » 128.5
(CH) » 126.8 (CH) » 72.7 (CH) » 33.8 (CH,) -
#3 (EL> 70 eV) > m/z : 349 (M-H' > 1) » 225(100)

% #4753 (ED) CnHy0,S 3+ % & 350.0977 » 7 5% & 350.0984 -

SR PN ETT

B-it &4 4(0.62 5. > 17.7 mmol > 1.00 equivalent) ;3 >+ 25 £ = » & v%
v A 4 soRnfedE o £ Ao~ 2 ¥ (0.20 50 19.5 mmol- 1.10 equivalents)
WoLS oI Ak iste » 25 F LT AL 0T Se 2 4 AR 4
(0.09 5 > 27.3 mmol > 1.40:equivalents). = J& 1 -] % > 4 % B g2 ",ﬁEF.‘
fadf o F R PofT R pA8 koI ERpRAE Lok B el B (2:1)
R RRAEREITEIAF Bt 5 F AR AF £ 058

R A% 75% 0 Re = 0.15(& &

A

R =200
it &4 52 kE R
O

NH

t&4# 5
‘o eh &k (KBr) : 2927 1306 1145 612cm’ o
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i Pt dRkE 300 MHz» CDCl; > & ppm)

7.58~6.93 (m+ 14H) > 431(dd*J = 3.1Hz>J = 11.7Hz 1H) - 3.80
(dd>J = 3.1Hz>J = 13.8Hz - 1H)»3.66 (s > 2H) » 3.39(dd » J =
11.7Hz»J = 13.8Hz> 1H)>2.52 (t>J = 7.1 Hz>2H)> 1.48~1.27 (m -
8H) > 0.87 (t>J = 6.5Hz » 3H)

By J=EH (75MHz > CDCl; » 6 » ppm)

140.8 (C) » 136.9 (C) » 136.5 (C) » 133.1 (CH) » 129.7 (C) » 129.7 (CH) »
128.6 (CH) » 128.6 (CH) » 128.2 (CH) » 128.0 (CH) » 127.60 (CH) » 126.2
(CH) » 72.2 (CH) » 53.0 (CH,)3'49.0'(CH,) » 33.4 (CH,) » 31.4 (CH,) »
29.6 (CH,) » 26.6 (CH,) » 222 (CHy) + 137 (CH;) -

73 (BI> 70 eV) > m/z : 435 (M 6)> 364(31) » 295(85) » 294(100) -
97(33) -

% 247 73 (EI) CyHyNO,S 3+ 8 (& 4352232 4 5k (i 435.2242 -

A F 6L f

B-it &£ 5(0.34 5. » 0.78 mmol > 1.00 equivalent) 3>t = % ¥ = » B~
= ¢ 3% (0.08 5. > 0.78 mmol > 1.00 equivalent) % TsCl (0.18 5 » 0.94
mmol > 1.20 equivalent) 33 = & " %= o o+ = ¢ =2 TsCIIR &7 ¥ K

For e BBy o F B3I F REARERL S F TR

M mfed i (3i]) R RREFEREITER S ARREA
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o A E 0335 AFT72 %R =032 :p@ = 3:

)

B 62 kA

L LH 6

bk (KBr) @ 2929 1337 1306 1146 1086 cm’ o

3 P £ Rk (300 M Hzr CDCLz% 6 » ppm)

7.70~6.93 (m » 18H) » 4.32 (Ad53 = 29Hz ) = 11.6 Hz - 1H)» 4.21
(s*2H)>3.80(dd>J = 29Hz>J = 13.8Hz> 1H)>337(dd>J =
116 Hz-J = 13.8Hz > 1H)>299(t>J = 73 Hz>2H)» 2.38 (s>
3H) > 1.06~1.26 (m » 8H) » 0.81 (t> J = 6.9 Hz » 3H) -
B+ X FH(7T5MHz > CDCl; > 8 > ppm)

143.0 (C) » 137.2 (C) » 136.9 (C) » 136.5 (C) » 136.4 (C) » 133.4 (CH) »
130.9 (C) » 129.9 (CH) » 129.4 (CH) » 128.6 (CH) » 128.6 (CH) > 128.4
(CH) » 128.1 (CH) » 127.9 (CH) » 126.8 (CH) » 126.4 (CH) » 72.2 (CH) »

51.3 (CH,) » 48.0 (CH,) > 33.4 (CH,) » 30.8 (CH,) » 27.6 (CH,) » 26.0
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(CH,) » 22.2 (CH,) » 21.2 (CH;) » 13.7 (CH3) ©
%4 (E1> 70 eV) > m/z: 590 (M+17 1) > 448(100) » 292(40) » 291(65) »
193(45) » 91(31)

® #4753 (ED) C3H3oNO4S, 3+ & 12 589.2320 » 7 %% & 589.2331 -

R T
B-it &4 6(0.33 5. > 0.56 mmol > 1.00 equivalent) ;3**= % ? 2 >0 C

TAer 2.0M = 7 f4r (224 2 5 448 mmol 0 8.00 equivalents) >

TARIRETERLPFE Arr F b Aim F R MR E 2 F TRE
B FifikdEd ok B 4 BRI A A E 021 o0 A5 81 % 0 Ry
= 052 A =-3: 1)

‘b sk (KBr) @ 2926 1339 1159 1091 656 549 cm™ o
PR E Rk (300 MHz> CDCl; ¢ 8 > ppm)

7.71(d>J = 8.3 Hz»>2H)»7.02~7.70 (m~ 11H)>4.26 (s> 2H)» 2.75~3.08
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(m > 5H) » 2.40 (s » 3H) » 1.06~1.27 (m » 11H) » 0.80 (t > J = 6.7 Hz -
3H) -

By J=EH (75MHz > CDCl; 0 6 » ppm)

146.3 (C) » 142.9 (C) » 140.5 (C) » 137.1 (C) » 134.0 (C) » 129.5 (CH) -
129.0 (CH) » 128.2 (CH) » 127.9 (CH) » 127.0 (CH) » 127.0 (CH) » 125.7
(CH) » 51.5 (CH,) » 47.9 (CH,) » 44.9 (CH,) » 41.4 (CH) » 31.1 (CH,) »
27.7 (CH,) » 26.1 (CH,) » 22.3 (CH,) » 21.4 (CHs) » 21.0 (CH5) » 13.8
(CH3) -

B (E1> 70 eV) o m/z 1 463(M" > 1)%:372(73) » 308(97) » 278(58) »
216(100) » 208(40) » 118(49)= H17(31) > 91(73) » 43(68) » 41(30) -

% 247 3 (EI) CooHyNORS 355 14632545 » 4 5 (& 435.2554 -

e Bk dh

#- polystyrene : 1 96 DVB copolymer (20.0 5. > 190 mmol > 1.00
equivalent) ¥ ** = $EFIAEFL > 4 » 200 = 2 &K = 30 2
TMEDA (23.3 5. > 200 mmol > 1.00 equivalent) > ** 0 ‘C ™ % % 4v »
2.5M n-BuLi (153 £ 2 » 380 mmol > 2.00 equivalents) > “4c i jix k
B 18 PP apEd d 0 F RArd oI FRB e & mifie
Pz ok arkm (TS AHI-TECTHE » 2 F L )

B BPagpd d frd s o wEER 1.5fJ‘H$’1ﬁﬁ)‘§§?1
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P e ts e » K44 30 AR BB 0 B Y m & kb /k (8/2)
FikZE o w EvkviFkZ R0 LR Z § T RAT R K0 R

FTART R 24 EITELLP 8o

g3 B2k

bk (KBr) 292351634 1600 > 1493 » 1452 > 1131 5 1027 »

966 cm™! -

B 92 8N

B-it &% 8(10.0 5. > 10.0 mmol > 1.00 equivalent) ;% >* DMF % ¥ f&
(4:1) peflz A @370 MEB 45 » 4c > 4-vinyl
benzylchloride (8.47 % » 50.0 mmol > 5.00 equivalents)* Nal (it &) -
WO 12 PEIS B F B T FRE - F VRS R LY
LEE ZF PRI R A TEILES 9

g3 92k

50



Qs
Q.

bk (KBr) 29202849 > 1599 > 1492 5 1452 > 1320 5 1302 -

1148 » 1126 » 697 cm’™' o

© &4 102 & = 3¢

B-it &4 9(1.10 5. » 1.10 mmol > 1.00 equivalent) > 4c » & -k DMSO
(2.15 5. > 27.5 mmol » 25.0 equivalents) 2 10 = 2 » & vXvwm > "8 3
=78 C % % 4 » 2.5M n-BuLi(6.60 £ » 16.5 mmol > 15.0
equivalents) > R{EH B ABFI T TECLSET-78C » i » 3>
10 ¥ 2 v 7 v 2. 4-cyanobenzyl bromide (£¢ 4-bromobenzyl

bromide ~ 3-methoxybenzyl bromide - 4-methylbenzyl ~ bromide ~ benzyl
bromide) (1.08 5. » 5.50 mmol > 5.00 equivalents) > w42 T 38 * J& |
JoPES B F o M T EERE ZF T2 T kMR 0 B U A -
F U Rz TE L4 100

& 10 2 %

51



0 o
O@%
" O

&4 10

b L (KBr) 2921222751600 0 1493 > 1452 > 1302 > 1141 »

698 cm™! -

CEEERNETY

B-it £ 4 10(1.10 5. > 1.10 mmol > 1.00 equivalent) 4 » 10 £ = = %
Pz F o TAer 20M = PR (1706 2 > 352 mmol 0 32.0
equivalents) > F 8 T F B8 7 BE 0 EJEfS 45 A R E N B~ Bk in b
FRR >»E M- F P32 REBwIITE EEFE A EES 1L
A £ 0.04 5 -

g 12 kR

O

(A Nt

‘o th Sk (KBr) @ 2926 2927 2226 1700 1606 832 cm’ -

i Pt dRk# (300MHz CDCl; 2 & » ppm)

52



7.48(d>J = 82Hz+2H)»731(d>J = 82 Hz:2H)> 7.13~7.05 (m -
4H)> 6.68(dd>J = 109Hz>J = 17.6 Hz> IH)5.70 (dd>J = 17.6
Hz>J = 0.6Hz> 1H)»520(dd>J = 0.6Hz+J = 10.9 Hz - 1H) »
3.03~2.84 (m » 3H) » 1.26(d » J = 6.6 Hz » 3H) -

i X (75MHz CDCl; > 8 » ppm)

146.2 (C) > 145.3 (C) > 136.4 (CH) > 135.7 (C) » 131.8 (CH) » 129.8 (CH) -
127.1 (CH)» 126.2 (CH)> 119.0 (C) » 113.2 (CH,) » 109.7 (C) » 44.9 (CH,)
41.3 (CH) » 21.3 (CHy) -

2§ (B> 70 eV) » m/z © 247" > 9Y4.131(100) » 130(46) °

B 1247 13 (BI) CsH N3 @ 247413615 3 = & 4247.1357 -

“E 4 122 & =30
e it & 3 101b;w5,3?o

L 12 2 %

o ;4 e
O@ﬁ
" O

&4 12

bk (KBr) 29235 15985 1490 > 1451 > 1300 > 1140 > 1085 -

1072 » 1011 > 698 cm™ -

53



“Ep 132 &

-

B~it & 4+ 13(4.30 5. > 4.30 mmol > 1.00 equivalent) ;3= % ¥ '= >
ICTHE L F THAFI B T Me)S TR 12 B
WP ARE Z F TR R o e @R ZF TR T R,
ZXTEFLES 130

v & 4 132k Hchh

o e
C}@ﬁ
&

=0
&4 13
bk (KBr) 2924 170421606 > 1490 - 1451 » 1301 > 1139 »

1011 » 758 » 698 cm’! o

“E 4 142 & =30

B-it & 13(4.50 7 >4.50 mmol- 1.00 equivalent) ;% ** 30 £ 2 DMF>
F4e ~ 2 %= (2 benzyl amine) (2.28 5. > 22.5 mmol » 5.00
equivalents) i ;& 12 -] pF (60~80 ‘C)>0 C T 4c » & £=i 4 (0.86 5 >
22.5 mmol » 5.00 equivalents) & J& 5/ FF > 1P fRE Z F PR 3k

Bgz X ENMOEE - F PRI Mg X TEICES 14
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s 142 K HCH

O B
Q( )s Ve
NH
v &g 14
fr vk sk (KBr) :3025°2930> 1599 > 1490 - 1451 > 1300 > 1139

1011 » 698 cm™ ©

© &4 152 & =4 3%

B~it & 4= 14 (2.00 5. > 2.00 mmol > 1.00 equivalent) ;3 >+ = & 7 4= > ¢
> = ¢ 32 (1.01 5 0 10.0 mmeol>5.00 equivalents )2 TsCl1 (1.91 5. > 10.0
mmol > 5.00 equivalents) ZE T F & 8 ] FF o ik B RIS T R E =
FOORLI AR AL ML A Z F TR T A S L
&4 15-

£ 15 2 %

0 )
Q< )3

v &4 15
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bk (KBr) 2925528535 1599 > 1491 > 1452 > 1303 > 1155 »

1143 5 1089 » 1011 > 760 » 698 cm™ ©

© &4 162 & =3

Bt &4 15(2.00 5 > 2.00 mmol > 1.00 equivalent) 4c » 20 * = = %
P F A Ter 20M = 7 4R (32.00 2 5 64.0 mmol ¢ 32.0
equivalents) * TR T F B8 [ F R F B RERT > Ak B
FR >EMZ § P %2 REB s up et oo figa it iz (&2
ooy = 1:8) EFHAATEN L4 160 A4 £ 0.024

2
F(_,o

L g 16 2 %

&4 16

feh sk (KBr) @ 2957 2927 1488 1339 1158 1091 1011
656 549 cm™ o

i Pt dRk# (300MHz CDCl; 2 & » ppm)
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770 (d>J = 83 Hz>2H)>7.29(dd>J = 83 Hz»J = 2.0 Hz» 4H) -
7.16 and 7.05 (ABq > J = 8.1 Hz» 4H) » 6.87(d» J = 8.3 Hz » 2H) -
425 (s> 2H)»3.03 (t>J = 7.5 Hz > 2H)» 2.71~2.80 (m » 3H) » 2.41 (s »
3H) > 1.05~1.29 (m > 11H) > 0.78 (t » J = 6.8 Hz » 3H) -
s X (75MHz CDCl; > 8 » ppm)

145.8 (C) » 143.0 (C) » 139.5 (C) » 137.2 (C) » 134.3 (C) » 131.1 (CH) -
130.8 (CH) » 129.6 (CH) » 128.3 (CH) » 127.1 (CH) » 127.1 (CH) » 119.6
(C) > 51.5 (CH,) » 48.0 (CH,) » 44.3 (CH,) » 41.4 (CH) » 31.2 (CH,) » 27.8
(CH,) » 26.2 (CH,) » 22.4 (CH3)*21.5%CH;) » 21.2 (CH) » 13.9 (CH3) -
2§ (B> 70 eV) » m/z : 542 (M 1) » 388(30) > 372(89) » 216(60) -
215(54) » 171(90) » 169(100)::"T17(67) + 91(55) » 90(55) » 65(47) -

B f#47 7 3% (EI) CooH3BINO,S 3 & & 541.1650 » § 5% & 541.1666 -

S RVEWETY
B~it & 47 14(2.30 5. > 2.30 mmol > 1.00 equivalent) ;3 >+ = & 7 4% > 4¢
> = ¢ 3% (1.16 5 > 11.5 mmol > 5.00 equivalents) % phenyl isocyanate
(1.37 5 > 11.5 mmol > 5.00 equivalents) ¥ & TF &~ Jis 8 -] BF > &1k & iy
[BIPEEE - F TR Tk o L MU AR ZF TR R
PR X TEL L LT o

£ e 17 2 %
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v &4 17

bk (KBr) 2922 16650 1596 > 1525 5 1490 > 1442 - 1301 -

1139 » 1010 » 753 » 698 cm! o

© &4 182 & =¥ 3¢
e it & 3 161¢;w5,%o

L g 18 2 %

&4 18

bk (KBr):2923 1339 1158 1093 1011 657 550 cm™ o
i Pt dRk# (300MHz CDCl; 2 & » ppm)

7.33~7.12(m > 11H) > 6.90 (d > J = 83 Hz > 2H) » 6.25 (s » 1H) » 4.52

58



(s*2H)3.38 (t»J = 7.6 Hz»2H)»2.99~2.74 (m» 3H) » 1.38~1.23 (m -
11H) » 0.86~0.91(b » 3H)

By L% (75MHz > CDCl; » 6 » ppm)

155.5(C) » 146.0(C) » 139.5(C) » 139.2(C) » 135.3(C) » 131.2(CH) »
130.9(CH)» 128.9(CH)+ 127.8(CH) » 127.0(CH) » 123.0(CH) » 119.8(CH) »
119.8(C) » 50.7(CH,) » 48.3(CH,) » 44.3(CH,) » 41.5(CH) » 31.6(CH,) -
28.5(CH,) » 26.7(CH,) » 22.6(CH,) » 21.4(CHs) » 14.1(CHj) «

B3 (E1> 70 eV) > m/z 1 506 (M" > 8) » 289(91) » 288(54) » 287(100) »
119(53) » 118(50) » 117(42) ».91(59) +43(34) -

# 1247 13 (EI) CooH3sBEN;OS 3% B f 506:1933 » 4 5k & 506.1946 o

© &4 192 & =43
e it & 3 141b;w5,3?o

£ g 10 2 %l

o ;)
Q< )3
&
)

&4 19

bk (KBr) 3024292351600 > 1491 > 1452 > 1301 > 1141 »

1011 » 758 » 698 » 620 cm™ ©
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&g 202 £ S
s g 152 &

£ g 20 2 %

@

\

SO,

2

&4 20

bk (KBr) 3024 %2921 5 1600 1492 > 1452 > 1304 > 1144 »

1011 » 758 » 698 » 618 cm e

A 202 f A
e it & 3 1614‘1#%5,% » AP F 0.004 5 o

L g 21 2 %

60



i Pt dRkE (300 MHz > CDCl; » § » ppm)

7.74(d»J = 8.2 Hz»2H) 7.35~6.87 (m » 15H) » 4.23~4.33 (m » 4H) »
2.93~2.63 (m » 3H) » 2.46 (s » 3H) » 1.21(d» J = 6.8 Hz » 3H) -
By J=EH (75MHz > CDCl; » 6 » ppm)

145.8 (C)» 143.2 (C) » 139.6 (C) » 137.8 (C) » 135.8 (C) » 133.4 (C) » 131.1
(CH) » 130.8 (CH) » 129.7 (CH) » 128.7 (CH) » 128.5 (CH) » 128.3 (CH) »
127.6 (CH) » 127.3 (CH) » 127.0 (CH) » 50.4 (CH,) » 50.3 (CH,) » 44.3
(CH,) » 41.4 (CH) » 21.5 (CH3) » 21.2 (CHs) =

%3 (1> 70 eV) > m/z : SAT(MITH1)5 378(63) » 223(33) » 222(74) »
91(100) -

% 247 1 3# (EI) C3oH3BrNO,Si-# 4547.1181 » § % (& 547.1158 -

© &4 222 & =30
e it & 3 101¢;w5,3?o

g g 22 2 % HAH

OCHs

o )
Q< )3
D

v &4 22
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bk (KBr) 3024291751600 > 1492 > 1452 > 1259 > 1139 »

1041 » 758 » 697 cm™ -

© &4 232 & =30
e iv & 3 131¢;w5,%o

& 4 23 2 k3

OCHs

W,
O@%
e,

—0

&4 23

ebmEF (KBr) 3025029221701 > 1601 > 1492 > 1452 5 1302 -

1260 > 1140 > 1083 » 1041 » 757 » 697 cm’™" o

A 242 LA A
P s 142 B Ao

V& 3 24 2k Hedh

OCH,

62



i & 4 24

‘b sk (KBr) (3024529215 1601 > 1493 5 1452 5 1302 > 1142 >
759 » 698 » 620 cm’! -

Ly 252 b AN
it L4 152 £ 43 e
g 25 2 k3 Hchh

OCHy

&4 25
bk (KBr) 3026029255 1600 > 1493 » 1452 > 1304 > 1143 »

1087 » 759 » 698 cm™ -

© &4 262 & = 3R
e it & 3 161¢;w5,%o

& 4 26 2 % Hedh
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&4 26

bk (KBr) 2922 1337 1156 1091 1093 657 cm’ o

i Pt dRkE (300 MHz > CDCl; » 8§ ppm)

7.73(dJ = 8.2 Hz»2H)»7.31~6.91 (m » 12H) * 6.72~6.59 (m * 3H) »
434 (s> 2H) » 4.29 (s » 2H) +3.74 (813H) - 2.99~2.66 (m » 3H) » 2.44 (s »
3H) > 120(d > J = 6.8 Hz» 3H)=

BB L X (75 M Hz > CDEls76 ppm)

159.3 (C)-146.4 (C)-143.2(C)> 1423 (C)->137.9(C)-1359(C)>133.2
(C) » 129.7 (CH) » 129.1 (CH) » 128.7 (CH) » 128.7 (CH) > 128.4 (CH) -
127.6 (CH) » 127.3 (CH) » 127.1 (CH) » 121.5 (CH) » 114.9 (CH) » 111.00
(CH) » 55.1 (CHs) » 50.3 (CH,) » 50.2 (CH,) » 44.9 (CH,) » 41.4 (CH) »

21.5 (CH;) » 21.2 (CH3)

%3 (1> 70 eV) > m/z : 499(M » 8) » 222(78) » 105(35) » 91(100) -

% 247 7 3# (EI) CyHyNOsS 34 8 & 499.2181 » 4 % (& 499.2179 -
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B4 2T 2 £
S EVENE T Y- B

£ 27 2 %A

OCH,

v &4 27

bk (KBr) 3025 %2924 5 1671 1600 > 1493 > 1453 » 1302 -

1141 » 1040 » 756 » 698 cniite

i E g 282 f A
e it &4 1614‘1#%5,% » AP F 0.026 5. o

£ g 28 2

65



&4 28

bk (KBr) @ 2925 1646 1598 1531 1444 cm’ o

Z Pt dRk# (300 MHz > CDCl; » § » ppm)

7.37~6.62 (m » 18H) » 6.33 (s » 1H) » 4.61 (s » 2H) » 4.56 (s » 2H) » 3.74
(s » 3H) » 3.04~2.71 (m » 3H) » 1.25(d» J = 6.8 Hz » 3H) «
i X (75MHz CDCl; > 8 » ppm)

159.4 (C) > 155.9 (C) > 146.7 (C) » 142.2 (C) » 138.9 (C) > 137.3 (C) » 134.6
(C) » 129.0 (CH) » 128.9 (CH) » 128.8 (CH) » 127.7 (CH) » 127.7 (CH) »
127.4 (CH) » 127.3 (CH) » 123:0-(CH)#.12L.6 (CH) > 119.8 (CH) -
114.9(CH) » 111.1 (CH) » 55.1 (CHs) » 50.8 (CH,) * 50.5 (CH,) > 44.9
(CH,) » 41.4 (CH) » 21.3 (CH3)®

f2§ (EL> 70 V) miz  464(M” > 22) » 373(48) » 254(100) » 224(32) -
121(43) » 106(52) » 91(84) -

B 247 7 3% (ED) C31H3oN,O0 3 & 18 464.2464 > 7 5% & 464.2473 -

© &4 292 & =430
e it & 3 141b;w5,3?o

£ e 20 2 %
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OCHs
o )
Q( )3
e l=a
NH

&4 29

bk (KBr) 3024292351601 > 1493 > 1452 > 1139 5 1084 -

1040 » 758 » 697 cm™ -

&4 302 £ d
it s g 152 & A

& 4 30 2 k3

OCH,

v &4 30

bk (KBr) 3024292451600 > 1492 > 1452 > 1138 > 1085 »

1028 » 756 cm’™* -

O Y

e it & 3 161¢;w5,%o
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£ g 312 kR

OCH3

&4 31

bk (KBr) 2926 1338 1260 1157 1090 655 549 cm’ o
Z Pt dRk# (300MHz » CDCl; > & ppm)

773 (> J = 82 Hz > 2H) » 733710 » 7H) » 6.74~6.62 (m » 3H) -
428 (s 2H) » 3.76 (s » 3H)3 3:10~2.73(m » SH) » 2.45 (s > 3H) » 1.31~1.08
(m > 11H) » 0.81 (t > J = 6.7 Hz »3H) -

i X (75MHz CDCl; > 8 » ppm)

159.4 (C)+ 146.5 (C) » 143.0 (C) > 142.3 (C) > 137.3 (C) » 134.1 (C) - 129.6
(CH) > 129.0 (CH) » 128.3 (CH) » 127.2 (CH) » 127.1 (CH) » 121.6 (CH) -
114.8 (CH) » 111.1 (CH) » 55.1 (CHs) » 51.5 (CHy) » 47.9 (CH,) » 45.0
(CH,) » 41.4 (CH) » 31.2 (CH,) » 27.8 (CH,) » 26.2 (CH,) » 22.4 (CH,) »
21.5 (CHs) » 21.2 (CH;) » 13.9 (CHs)

§2§ (B> 70 eV) > m/z © 493(M" > 27) » 372(88) » 338(64) » 240(37) -

239(38) » 217(92) » 121(100) » 118(33) » 117(53) » 105(36) » 91(33) -
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% f#47 53 (ED) C30H3oNOsS 3+ & & 493.2651 » 7 % & 493.2662 °

322 b HB
it &4 17 20 & & 4 3 o
& 4 32 2 % ehh

OCH,

Y igW
SN

N>:O

HN

it &4 32
ok k3 (KBr) 3024 5 29221670 - 1600 > 1492 > 1452 > 1302 »
1140 » 1040 » 755 » 697 cm™ o
i Ep 3B L AR

e it & 3 161¢;w5,%o

L3 332 k3

69



&4 33

bk (KBr):2957 2927 1641 1596 1531 1444 1260 cm’ o
i Pt dRk# (300MHz > CDCl; » § » ppm)

7.26~7.09 (m » 10H) » 6.72~6.63(m » 3H) » 6.26 (s » 1H) » 4.52 (s » 2H) »
3.74 (s 3H) » 3.38 (> J = 7.6 HZ%2H)» 3:04~2.73 (m > 3H) » 1.32~1.23
(m > 11H) > 0.89 (t » J = 6.6 Hz > 3H)

BB L X (75 M Hz > CDEls16 ppm)

159.4 (C)» 155.5 (C) » 146.6 (C) » 142.2 (C) » 139.1 (C) » 135.0 (C) » 129.0
(CH) > 128.8 (CH) » 127.7 (CH) > 126.9 (CH) » 122.8 (CH) » 121.6 (CH) -
119.7 (CH) » 114.9 (CH) » 111.1 (CH) » 55.1 (CH3) » 50.7 (CHa) » 48.2
(CH,) » 44.9 (CH,) » 41.4 (CH) » 31.6 (CH,) » 28.4 (CH,) » 26.7 (CH,) »
22.6 (CH,) » 21.3 (CH3) » 14.0 (CHs) -

%3 (EI> 70 eV)> m/z: 458(M" > 13) > 239(100) » 217(92.25) » 121(52) -
117(31) » 91(40) -

B 1247 13 (BI) CyHysNyO, 3+ 5 & 458.2933 » 4 5k & 458.2940 -
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© &4 342 &=
F“@%lﬂibﬁﬁ%o

L8 34 2 kI

ey 34
bk (KBr) 3023 02921> 1599 1513 5 1492 > 1452 5 1300 -

1138 » 758 » 697 » 619 cm’X»

© &4 352 & =3
F“@%l&ibﬁﬁ%o
it & 4 35 2.k Hcdy

(@]
Qs Y

" O

—0

&4 35
bk (KBr) 3024029211702 1605 > 1493 > 1452 5 1302 »

1139 > 1084 > 1042 > 759 > 698 cm’™' o
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© &4 362 & =3
it &4 142 & =3 -

i & 4 36 2 kB

0§
<O

v &4 36

bk (KBr) 3024292351600 > 1493 » 1452 > 1301 > 1183 »

1139 » 1040 » 759 » 697 cma! o

&g 3T 2L
ST EVER T ) B

it g 37 2 k2

QL )3 Y
N%Q

O

v &4 37

bk (KBr) 3025029211671 1599 5 1493 > 1452 5 1302 »

72



1220 » 1140 > 756 » 699 cm! -

© &4 382 & =3
e it & 3 161b;w5,3?o

g 4 382 % HAH

&4 38

i P s 4Rk E (300 M Hz > "CDCLy+ 8.2-ppm)

7.39~6.95 (m> 18H)» 6.33 (s» 1H) » 4.64 (s 2H) » 4.57 (s » 2H) » 3.02~2.70
(m > 3H) » 2.31(s» 3H)» 1.25(d > J = 6.6 Hz » 3H) -
i s X (75MHz CDCl; > 8 » ppm)

156.0 (C) » 146.9 (C) > 139.0 (C) » 137.5 (C) » 137.4 (C) » 135.4 (C) » 134.7
(C) » 129.0 (CH) » 129.0 (CH) » 128.9 (CH) » 128.9 (CH) » 127.8 (CH) >
127.8 (CH) » 127.5 (CH) » 127.3 (CH) » 123.1 (CH) » 119.8 (CH) » 50.9
(CH,) » 50.6 (CH,) » 44.6 (CH,) » 41.6 (CH) » 21.3 (CHs) » 21.1 (CH;) -

Fa (EL> 70 V) > m/z : 448(M" > 11) » 238(34) > 106(36) » 105(100) -

73



91(60) -

® #4753 (ED) C3H3N,O 3+ & (8 448.2515 > 7 = (2 448.2523 -

L3302 £ AN
fefv &4 142 & 9 38 o

& 4 39 2 k3

(I

NH

&4 39

bk (KBr) 3024 292351600 > 1493 » 1452 > 1301 > 1138 »

1040 » 759 » 697 cm™ -

&g A0 2 £ S
ST EVERET Y B

L& 40 2 k2 Hchh

()1
0

=0

HN
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i &4 40

b (KBr) 3023029210 1668 > 1597 » 1493 > 1444 5 1302 -

1139 » 1041 » 756 » 699 cm! -

ey ALz LA A
s 162 &

L AL 2 R

i &4 41

i Pt dRkE (300 MHz > CDCl; » § » ppm)

7.28~6.97 (m> 13H)+ 6.27 (s » 1H) » 4.54 (s > 2H) » 3.40 (> J = 7.6 Hz -
2H) » 3.02~2.71 (m » 3H) » 2.30 (s » 3H) » 1.33~1.23 (m » 11H) > 0.90 (t »
J = 6.6Hz - 3H) -

i s X (75MHz CDCl; > 8 » ppm)

155.5 (C)» 146.7 (C) » 139.1 (C) » 137.5 (C) » 135.3 (C) » 134.9 (C) » 129.0

(CH) > 128.8 (CH) > 128.8 (CH) » 127.7 (CH) » 126.9 (CH) » 122.9 (CH) -

75



119.7 (CH)» 50.8 (CH.) > 48.3 (CH,) > 44.5 (CH,) > 41.6 (CH)>31.6 (CH,) »

28.4 (CH,) » 26.7 (CH,) » 22.6 (CH,) » 21.2 (CH;) > 21.0 (CH3) » 14.0

(CH3) °
#a (E1> 70eV) > m/z: 442(M" > 29) > 223(73) » 119(36) » 105(100) -

B 247 1 3% (EI) C3H3sN,O 3+ & (8 442.2984 > 7 2 (& 442.2983 -

©E 4422 & = 3R
e it & 3 101¢;w5,%o

iU A2 2 kA

2
Q@%
" O

&g 42

bk (KBr) 3025029211600 > 1493 » 1452 > 1300 > 1138 »

1084 » 749 » 697 cm™ -

ey A3 LA
it s g 132 & A

53 A3 2 R
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o )
O@ﬁ
"

=0
&4 43
bk (KBr) 3025029235 1704 > 1602 > 1493 > 1452 5 1386 »

1302 > 1139 > 1084 > 759 cm™ «

TR EST.
SRR VEREE Y X

g g A4 2

0O
=0

L L 44

bk (KBr) 3025029235 1600 > 1492 > 1452 5 1297 > 1136 »

757 » 696 cm™ ©

g A2 L
Pt s g 152 & A .

V& d 45 2k Bchh
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v &4 45

bk (KBr) 3023029200 1701 > 1636 > 1600 > 1492 » 1451 »

1300 » 1136 > 756 » 696 cm’! o

A 462 b
s 162 £ %A I o

V& g 46 2 kT A

W
e

\
S0,

2

i & 4 46

bk (KBr): 2926 1741 1455 1159 1094 cm™ o
i Pt dRk# (300MHz» CDCl; 2 & » ppm)

775(d>J = 6.6 Hz > 2H) » 7.33~6.94 (m » 16H) » 4.31 (s > 2H) » 4.29

78



(s » 2H) » 3.01~2.71 (m » 3H) » 2.46 (s » 3H) » 1.22(d > J = 6.6 Hz -

3H) -

By J=EH (75MHz > CDCl; » 6 » ppm)

146.4 (C)» 143.2 (C) » 140.6 (C) » 137.7 (C) » 135.8 (C) » 133.1 (C)  129.6
(CH)+ 129.1 (CH) » 128.6 (CH) » 128.5 (CH) » 128.3 (CH) » 128.0 (CH) -
127.5 (CH) » 127.2 (CH) » 127.0 (CH) » 125.8 (CH) » 50.3 (CH,) » 50.2
(CH,) » 44.9 (CH,) » 41.5 (CH) » 21.5 (CH3) » 21.1 (CHj) «

B (EL> 70 eV) > m/z 1 469(M" > 1) » 378(53) » 314(73) » 222(100) »
91(94)

B 247 7 3% (EI) C30H; NO,S 3+ & E469:2075 > 7 % & 469.2079 -

A AT LA
ST EVERET Y B

£ 47 2 kA
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bk (KBr) 3026029255 1671 > 1599 5 1493 > 1452 5 1301 -

1139 > 757 » 697 cm’' -

© &4 4B 2 & = 3
frit &4 162 & = 4 3 -

£ 48 2 % HH

L
@

N
=0

HN
v £+ 48

b sk (KBr): 2927 1742 1456 1163 cm

i Pt dRk¥ (300 MHz > CDCl; » § » ppm)

7.36~6.98 (m> 19H)» 6.34 (s 1H) » 4.61 (s 2H) > 4.54 (s » 2H) » 3.06~2.74
(m > 3H)» 124(d>J = 6.7Hz > 3H) -

i X3 (75MHz CDCl; > 8 » ppm)

155.9 (C) » 146.6 (C)  140.5 (C) > 138.9 (C) » 137.3 (C) » 134.6 (C) » 129.1
(CH) > 128.9 (CH) » 128.8 (CH) » 128.8 (CH) > 128.1 (CH) » 127.7 (CH) »

127.4 (CH) » 127.3 (CH) » 125.9 (CH) » 123.0 (CH) » 119.8 (CH) > 50.8
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(CH,) » 50.5 (CH,) » 44.9 (CH,) » 41.5 (CH) » 21.2 (CH;) »
Fa (EL> 70 eV) > m/z : 434(M" > 12) > 343(35) » 224(49) » 106(36) -
91(100) -

® #4753 (ED) C3oH3oNoO 3+ & 18 434.2358 » 7 5 (& 434.2354 -

TLC } 2 4 &

d 3T A BT ORA S B Lk 4 X A R P i
o Fp AP TLC L2748 @AY i sk
% 0.85~0.85ppm % 1.25ppm 7 F 4 - B Fieé & 3= R 3 & 29.7 ppm F
- - B 50 BREEEMELe TEC Y4 7> 2 iF g™ 2 0 (h TLC
FF® o & 7 omAls Rigd kiR BIE T E PR R 2 P

Xy FR AT SITEC & e 1 -
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AIBN
Boc
Cbzo
DBU
DCE
DCM
DDQ
DIAD
DIC
DIEA
DME
DMF
Fmoc
HMDS
HOBt
NMM
NMP
TFA
THF
TMEDA

2,2'-Azobisisobutyronitrile
tert-butoxycarbonyl
benzyloxycarbonyl
1,8-diazabicyclo[5.4.0]undec-7-ene
dicholoroethane
dichloromethane
2,3-dichloro-5,6-dicyano-1,4-benzoquinone
diisopropylazodicarboxylate
N,N'’-diisopropylcarbodiimide
diisopropylethylamine
1,2-dimethoxyethane
N,N-dimethylformamide
9-fluorenylmethoxycarbonyl
hexamethyldisilazane
1 -hydroxybenzotriazole
N=methylmorpholine
N-methyl-2-pyrrolidinone
trifluoroacetic acid
tetrahydrofuran
N,N,N',N"~tetramethyl ethylenediamine
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