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Bzl {o-F}
Boc—ZN;l-NH(CHz)ZPh
10-(6) -
HCl-H~2Nal-NH(CHi)2Ph
) Me
Boc-2Nal-N
Bzl (p-F)
10-{7)
M=
HC1-H-2Nal-N <
Bzl (p-F)




CRP Y i

HERT

- i
- N

5 M R

10-(3)

P ('cf.'ifa ,0Ac

Boc=-2Nal-h
e BZY

,HCl-H-zrxal-u/ 2°2
Bzl

11-(1)

/,Me

HCl-.H-2ual-N
Bzl

11-(2)

Me

Bzl

11-(3)

HC1l-H-2Nal-NuBzl

Boc-{2S,4R) -Pro(4CH) -2Nal-NHBz1

11-(4)

- Me

HCl-H-2Hal—N\\

(CHz)zPh

—

/,Me

Boc-{2S,4R)-Pro{40H) -2Nal-N
. (CHZ)ZPh

11-(5)

Me
F21-H-2Nal-N |
Bzl {m-F)

/,Me

Boc-(25,4R)-?ro(40H}-2Nal—N‘\
Bzl (m—F)V




Sreres

11-(6)

. Boc-{2S,4R)-Pro{40H) -2Nai-N_"

Me

Bzl {o-F}

11-(7)

HC1+H-2Nal-NH(CH,) ,Ph

Boc~(25,4R)-Pro{40H)-2Na1-NH(CH2)2Ph

11-(8)

Me
HC1.E-2Nal-N

11-(9)

{CH.).OAC
Boc-{2S,4R) -Pro( 404} -2Nal-N = 2 2
Bzl

12-(1)

/,Me

~ Bzl

Boc-{23,4R)-Pro{ 408} -1Nal-N

/,Me
HC1-H-(2S,4R)-Pro(40H)-1Nal-N

\\'le

12-(2) -

Boc-(25,4R) -Pro{4CH)-2Nal-NHBz1

HC1-H-{2S,4R)-Pro(40H) -2Nal-NHBz1

12-(3)

Me
Boc-(2$,4R)—Prc{40H)—2Na1-N‘/
, \*(cuz)zph

/Me

HC1-H-(2S,4R)-Pro{40H)-2Nal-N
L ™ (cH,),Ph

__2 5;_




WEHT 5 B R
: ' /,He
Boc-(?S,AR)-Pro(AOH)-ZNal-N ~
T Bzl (m-F)
12-(4) .
:;::"L o - Me
51 -H-{29, 4R) -Pro(40H) -2Mal-¥ _
B2zl (m-F)
/,Me
Boc~(2s,43)-?r0(40&)—2ﬂa1—ﬂ.\
Bzl (o-F)
12-(5) '
Me
Hcl-H-(ZS,AR)—?ro(doﬂ)*ZNal-N\\
Bzl (o-F)
Boc- (25, 42)-Prol 40K) -2Nal-NH(CH,) ,Ph
12-(6}
HCl-H—(ZS,4R}—Pro{40&)-2Nal-NH(CH2)zPh
Me
Boc- (25,43} -2rol4cH) -28al-d
‘ Bzl (p-F)
12-(7)
/.Me
HCl-H-(25,42)—?:0(40H)—2Na1-N.\
Bzl {(p-F)
(CH2)20AC
Boc—(2S,4R}—Pro(4CH)—2Na1—N.\
. Bzl
12-(8)
HCl-H-(ZS,4R)-Pro(403)-2Na1—N,\
Bzl
/,Me
Boc-(ZS,4R)+Pro(4OH)-2Na1-N\\
Bzl
13
: //.Me
TFA-H—(ZS,4E}~P:O[40H)~2Hal-N
~ Bzl

._,_2 6_._




- Me
HCl-H—(25,4R)-Pro(4OH)-2Na1—N ~
Bzl
1
: - Me
ZN" CcO-{2S,4R) -Pro( 40H) -2Nal*N ~
l
Me
/,Me
HC1l:H-(2S,4R)--Pro(40H)~-1Nal-N ~
’ ' Bzl
2-(1)
o - Me
- . CO-(2S,4R)-Pro(40H)-1Nal-N
- I Nﬂ Bzl
I
Me
HC1+H-(2S,4R)-Pro(4CH) -2Nal-NHBz1l
2-(2)
©jco- (2S,4R)-Pro(40H)-2Nal-NHBzl
N .
| )
Me
' _Me
HC1-H-(2S,4R)~-Pro(40H)-2Nal-N
) ~
(CHZ) zPh.
2-(3)
' /,Me
| CO-(2S,4R)-Pro(40H)~2Nal-N ~
N (cnz)zph
I
Me
/,Me
HC1-H-{2S,4R)-Pro(40H)-2Nal-N __
Bzl (m-F)
2-(4)
( ( ~Me
e CO-{2S,4R)-Pro(40H) -2Nal-N o
~ 'L N]l » Bzl {m-F)

Me




@ #H R

o~Jd

: Me
HC1-H-125,4R)-Pro{ 40H) -2Na1-N 4 ;
‘ - Bzl (o-F)

'/".L _CO-(2S,42) -Prof 4CH}-2Nal-N

/

HC1-E-(2S,4R)~Pro{ 4CH) -2Nal-NH(CH,) B

@Wco— (25,43)-Pro( 40H)-2Nal-NE(CH,) ,2h
NS \

NE

2-{7)

2-{(8)

HC1-H-{2S,4R) -Pro( 40K) -2Nal-N 7
™S Bzl {p-F)

/Me

2 ——J—CO—(25,4R)—P:OMOH) -2Nal-N S
| .NI Bzl (p-F)

Me

B} ‘/Me
TFA-H-{2S,4R)-Pro(40H} -2Nal-N
Bz ..

| | Me
N J-Co-(25,4R;-Pro{4CH) -2Nal-N
N
| Bzl




=
-

[

5zl

-~
~~

et

=

{0

i

1y
1

Me
Bzl

/Me
™~ Bzl

TFA-H-(25,4R)-P-o{4CH) -2Nal-N

.-

-

4-{2)




EwFl
iy % ﬁ ﬁ
7
_ e
TEA-H-{Z3,4R)-Fro(428)-2N N
™ Bzl
7 - ——
/‘T /,Me
kt/%Cn=CnCC—(ZS,J~ —?roxlc~)-2Nal-N\\
(trans) B.1
M=
TFA-E-{25,42)-2ra(4o8)-2821-0 L
\» .‘
521
8
e
1 - ke
N '-C~=CHSC,-[2§,~5,—Pr:(é“ﬁ)-?hal—rl\\
{trans)” Bzl
(CH, ) 02c
cf\F—~—¢_co-(:s,:: -?f&(43”)"2NaL—hi: 2°2
v\ii)‘ B:L
9 I'.'-':_'
CH.).CH
//\\__ ~eso = - BRI S s { _-\_ﬂj']_\v/( z)zu
-~ i! R Ve, a0 SIDU =) L3 L H\
1 +
K/)\}I/ Bzl
Me

HE 1

BEALEGH (2. 0e ) EETA(30mL ) WHE (30
ml)mfgﬁWW%& EiRAY, ERANTHET WA ZTK
(1. 9401 ), FRERFRANZGBE-HTE(2. 436)
Eﬁﬁ(loml)¢ﬁﬁﬁ, FEFEAEE TR ER 2 e,
BEFETIE2 /0, EROEIANTGE_RTE(0. 48),
%%wﬂé,mkm(so“"),%ﬁﬁm%ﬁmlﬁaﬁﬁﬁ~
b ,ﬁA6N%&ﬁAa CEPH2, FHAGRCEER, %

—_— 3 O —

¥



BOHR LAAOR Rk ARRTR, £XE, RERRARSD
=E6FwﬁAﬁMﬁﬁ#£,ﬁﬁ&%#Tﬁ.ﬁﬂEﬁRA%
( 2. 468 ).

mp-: 91- 93°C

IR ( FAE B ) 3390, 1720, 1690, 1520, 127 4, 1250,

1170 en”t
MR (DMSO-d., 6) : 1.28 (9H, s), 3.00 (lH, d of ABg,
J=13.7Hz f 10.1Hz), 3.20 (1H, &, of ABgq,

J=13.7Hz F 4.7Hz), 4.20 (1H, m), 7.16 (1H, 4,
J=8.5Hz), 7.4-7.6 (3H, m), 7.7-7.9 (1H, m)

& 2 |

 EEMAAEY (1. 348). N-FEFK(0. 4901)
ﬁmmr(o.51g)E:%$ﬁ(30m1)¢m¢¢%ﬁ¢ﬁ
JWSC-HCL (0. 952 ), WiARERFEETHH 1/,
EEE&T&%L& L8 F RERSHACRUEER ANE

FRA BERESAKER. 0. 5 N&G. AR AAAELER,
m%ﬁﬁ%%.%ﬁﬁfﬂﬁﬁww%w(l.74g). |
I (CHCl,) : 3300, 1710, 1840, 1450, 1170 em ™
NMR (DMSO-d., 6) : 1.22 o 1.32 (9K, s), 2.76 £

2.87 (3%, s), 2.9-3.2 (28, m), 4.6-4.8 (3K, m),
6.9-8.0 (13H, m) |

#&3

WFM%A%L1.74g)E~ﬂ$£(17m1)¢w¢4
WA WA 4N-HCl., DOX (17uml ). ﬁﬁmﬁﬁ[’aﬁ%mﬁ'ﬁ
Wik 594, REBEANBFBERAZ BTN, £0hE




Bl AR MAN4N-HCL  DOX( 8. 4ml ), £REE, %EH
FRETE, SRS HEEHESTE, £2E %S Y
(1. 54g)¢
mp : 141-145°C
IR( HifeCH B )3320, 2700, 1660, 1605, 1580, 14y,
1280 et
NMR (DMSO-d., €) : 2.65 £z 2.71 {3H, s), 3.1-3.4
(24, m), 4.09, 4.59 7 4.35, 4.56 (2H, two sets
of ABg, J=16.2Hz #7 14.9Hz respectively),

4.7-4.8 (1H, m), 7.0-7.25 (5H, m), 7.35-7.6 (3K,
m), 7.8-8.0 (43, m), 8.51 (3d, s)

HE4

KRS EH( 1. 52). poe—(28, 4?)—Pro(4oi)—
inQS)?pﬂﬁi(A67Q%ZQ$E(4Om1)ﬁ:$
ZFEK (5 nl ) fIREGEMNPIALGEEEFRANSC(0. 7T
ml),ﬁﬁ%ﬁEﬁPﬁﬁTﬁ%~ds,%Eiﬁ?ﬁ%ﬁﬁ
ERIE, EFOREDA T CHERL BB ROARE 8418 #.
K 0. 5 FHE. ARFAICGERLE, ARRGTE. 5456,
BB (75 e ) Lot AEWRTE(50: 1) BA%
ok, RELEVEEAGENKAE (1. 748),

i
M

'

IR (CHC1,) 3320, 3230, 13?0 (sh), 1680, 1640,
1509, 11eC cm ~
WME® (DMST-¢, 6) ¢ 1.19 F1 1.39 {SH, s}, 1.75-2.03
(25, m), 2.5-2.9 (38, m), 3.0-3.5 (4H, m),
4.1-5.2 (6H, m}, 6.95-7.3 (5%, m), 7.4-7.6 (3H
m}, 7.75-7.95 (4%, m), 8.6-8.7 (1H, m)

-3 D —




W& S5

FEBEEHC 1. 07T e ) 4P (1 1 ml ) ks
WHEMAN 4N-HCL / DOX (8. 2m1l ), HiERKERZEE
TUH 608, FEFTETHIES 6 44, £KLE, BEFEFEY
wly WREE, THREHIHENLE4H (0. 908) .

IR( #i4G ES ) 3330, 2700, 1670 (sh), 1640, 1550 cm -

NMR (DMSO~d6, §) 1.7-1.9 {(1H, m), 2.2-2.4 (1H, m),
2.78 K1 2.85 (3H, s), 3.0-3.4 (44, m),
4.2-4.6 (44, m), 5.0-5.2 (1H, m), 5.55-S.6 (1H,

m), 6.9-8.0 (13, m), 9.24 (1lH, &, J=7.6Hz)
w6

B 5 4 1 AT KGR B s .

. f_g1 e~
ith : $G-5.°C

J

IR ( ¥ 4% &2 ) 3370, 1730, 1660, 1400, 1250, 1165 cm t

cm
NMR (DMSO-d §)

6 1.28 {94, s), 3.20 (1H, dad,
J=z4.edz Foo1c.4Hz), 3.53 (11, &2, J=17.8Hz fu
3.9:z), 4.16-31.27 (MH, m), 7.25 (1H, &,
J=2,452), 7.32-5.15 (7%, my, 12.75 (iH, br sj

Ha T
B4 44 2 0T KU B H it e,

3 31310, 2?§5, 1703, 1640, 1490, 13€%S,
1250 cm °
NME (DMS0-2., &) 1.21 F7 1.34 (35H, s), 2.53 %
2.71 (gn, s), 3.3-2.45 (28, m), 4.2-4.55 (ZH,
my, 4.75-4.95 (1, m), 6.95-8.2 (13H, m)




(2)

(3)

{5)

(¢)

{(7)

mp : 161-1€3°C
IR( H 8 ) 3360, 1850, 1660, 1530, 1305, 1245,
1185 cm”

NIMR (DMSO—dG, ¢) : 1.28 (94, s), 2.99 [1H, dd,
0=13.1Hz ¢ ¢.25z), 3.14 (1H, dd, J=13.1:: Fa
5.5z}, 4.2-4.4 (38, m}, 7.05-7.35 (64, m),
7.4-7.55 (3H, m), 7.7-7.6 (4H, m), 8.45 (12, «
J=5,8Hz2)

Mass : Ml 404

IR (CHCl,y) : 3450, 3310, 1705, 1635, 1605, 1365 cm”l
NMR (DHSO~d6, ¢} + 1.1-1.35 (98, m), 2.55-3.0 (44,
m), 2.77 fo 2.84 (3, s), 3.2-3.7 (2K, m),
4.5-4.7 (1H, m), 7.05-7.55 (13H, m)
IR {CHC1;) = 3320, 1765 -1
NMR (L/P"QO— &) : 1.1
=1

, 1643, 1593 cm
-1.4 (9K, m), 2.75-3.2 (5%,

"6 5
I, m), 6.8-7.6% (84, m),

m), 4.3-4.85 (23
7.7-7.9 (48

, Ty
IR (CHC 3450, 3320, 1710, 1540, 1533, 1365 e b
- (\.f".“,lB) S=Zu, 222U, 11y, °=d, AlDoZ2v, 133G Ch
~ — A
NIMR (DMso-2_, &) 1.1-2.4 (3E, m), 2.79 Ao 2.92

mp : 122-123°C
IR ( FifsF ¥ ) 3350, 1790, 1655, 1525, 1320, 1270 ca =

NMR (DI’ISO~d6, ¢) + 1.206 (8%, s), 2.66 (22, &,
J=7.0Hz), 2.8-3.1 (24, m), 3.2-3.4 (2%, m),
4.15-4.3 (1H, @), 6.92 (1%, 4, J=8.4%Hz),
7.15-7.35 (3%, m), 7.4-7.5 (35, m}, 7.7-7.9 (4x,

IR (CHC1;) : 3470, 3330, 1710, 1645, 1610, 1370 cx™
)

NMR (DNSO—d6, ¢ 1.15-1.4 (9H, m), 2.7-3.2 (3%,
m), 4.35-4.85 (34, m), 6.85-8.0 (12H, m)

_,,.3 4 J—




#l4 8

FRAAYET ZRFR (3511 )b, Hpmmms
RMM( Q. 90m1 ), HREARHE-22C~-20T, ##&
RERTHAPEMET —8FR (20l ) b AP BETH
(1. 04ml), RLEAWEL 5408, ERBEEEEESY
—25C~-20C, BEREAAHE-30C, —RkWABTF
AWR (3ol ) EMy—FATEK( 1. 218), $mams
#2H, ERMEEEEAZ20C, HER, RBR L LES
B MAVBRAAR. BEREHEN. /. 0. 6 vEBIE LSS
B, FEBSETER, B4 5, HEREERE (50 8) Lad,
FTAAGEE, BRARGHTE (1. 5%) 8545 FEM, 23
BEfifta% (2. 69¢),
IR (CETl,) @ 3130, 3300, 1700, 1630 cm

PAYaN

Eﬁﬁ% : (m/e) 443

1

%49

TR 2Ty ﬁﬁﬁﬁﬁﬁb(Z.65&)%w@ﬁ(4.67g)
ETHF( 50wl ) PHIEHT WA TEE( 0. 9288 ), hx
s BRFEZTHHZAEGY 1/ 0. REE, BAR B LES
o AVUERAAA. 0. 5 NE&. BREMNERFE/G BRI
B FABCECETE. REHEMRESLEAY (2. 82¢e),

40 cm_l

- o

IR (CHCLB) + 3330, 1742, 1710, 1

T

.___3 5_,_ '



H%10
HEWE 3 AN FAFEE st

(1) IR( #iff ¥ ) 3495, 1645, 1625, 1510, 1495, 1265 cm t
MR (DMSO-d, §) : 3.2-3.45 (1H, m), 3.36 (3H, s),

3.87 (1H, dd, J=8.6Hz A7 4.3Hz), 4.28 (2H, s),
4.64 (1H, dd, J=7.4Hz F7 4.4Hz), 6.75-8.15
(12H, m), 8.72 (2H, br s)

(2) mp : 183-185°C
IR( W AF B ) 3430, 1675, 1600, 1575, 1545, 1250,
1150, cm
NMR (DMSO-&., &) : 3.26 (24, &, J=7.1Hz}, 4.1-4.25
(2H, m), 4.36 (18, &&, J=15.1Hz F1 6.4Hz),
6.9-7.2 (5H, m), 7.4-7.6 (3%, m), 7.7-7.595 (4%,

(3) IR (CHCI,) : 3300-3330, 1830, 1603, 1300 cm”?
NiR (DHSO-Q_, &) 2.3-2.8 (54, m), 3.05-3.70 (4%,
m), 4.55-4.7 (1, m), 7.1-7.6 &1 7.7-8.0 (12H,
m}, 8.42 {3H, br s)

(£) Ir (CHCl,) : 3120, 1785, 1585%, 1645, 162
MR (DMsO-d., &) : 2.67 A8 2.71 (3dH, s), 3.15-3.4
(24, m), 4.05-4.85 (3K, m), 6.8-8.0 (11K, m),
8.51 (3h, br s)

(5) IR (cHCly) 35050-3350, 1783, 1655-1645, 1600, 1583,
1370 em *
NM= (DM3SO-d,., &)y : 2.71 (35, s}, 3.1-3.4 (28, m),

6
4.1-4.9 (3%, wm), 6.85-8.0 (11¥, m), 8.52 (3H, br
s)




(6) 1R (CHCIB) : 3450- 3152 1€€5, 1600, 1455, 1370
1120 cm
NMR (DMSO—de, §y : 2.45-2.7 (28, mj;, 3.1-3.5 (4¥
m), 4.07 (1H, t, J=6.7Hz), 7.05-7.6 (8H, m),

7.7-7.95 {44, m), 8.38 (3H, br s), 8.7-8.8 (1H.
m)

(7) mp : 145°C {4%%) |
; 1R( F4k7 8% ) 3450, 1650, 1605, 1510, 1285, 1225 cm™>
MR (DMSO-dg, 6) : 2.64 f1 2.69 (3K, s), 3.1-3.4
(24, m), 4.05-4.85 (3H, m), 6.85-7.1 fu
7.35-8.0 (11#, m), €.53 (3H, br s)

(8) IR (CHCL,) : 3430-3370, 1740, 1650, 1600, 1365 et
NMR (DMSO-d., €) @ 1.89 21 1.56 (3H, s), 3.0-3.8
(68, m), 3.9-4.9 {(3#, m), 7.0-7.6 (8H, m),
7.7-8.0 (42, m), 8.55 (2H, br s)

e
v

11
¥ 5644 ke At E ey

-1
(1) IR (%) 3300, 1690, 1640 cm ~
N2 (DMSC-&., &) @ 1.18 (s) F1 1.3% (s)(5d),

1.5-1.8 (1H, m), 1.9-2.3 (1%, m}, 2.7-2.9 (3%,
my, 2.9-3.3 (28, m), 3.3-3.5 (2¥, m), 3.7-3.9
(1#, m), 4.0-5.2 (4E, m), 6.8-7.3 (5%, m},
7.3-7.6 (3H, m), 7.6-7.9 (4%, m), 8.4-3.5 (IH,

m)
(23 IR (e8Cl;) @ 3420, 3320, 1680, 1630, 1520, 1490,
1400 cm
NMZ (DMSO- §) : 1.32 #1 1.41 (94, s), 1.6-1.8

6/
(1H, m), 1.8-2.0 (1®, m), 2.4% fo 2.66 Fu2.74
(38, m), 3.2-3.5 (48, m), 4.15-4.60 Ao 4.9-5.3
(64, m), 6.70-8.60 {13, m'

— 3 7 ——




{3)

(4)

(6)

(7)

mp i 205°C (404F)

IR BEHE B ) 3400, 3350, 3280, 3100, 1680, 1645,

1570, 1540, 1290, 1170 cm~}
MR (DHSO-de, &) : 1.08 #u 1.34 (og, s), 1.5-1.8
{1H, m), 1.8-2.05 (1K, m), 2.95-3.5 (4H, m),
4.05-4.4 f1 4.45-4.8 Fn 4.9-5.0 (6H, m),
7.0-7.25 (5H, m), 7.3529.% (3H, m), 7.7-7.9 (am,

m), 8.1-8.3 (1H, m), 8.5-8.6 (1H, m)
MAsS : mtl 519 ’

-

IR (CHC1;) : 3420, 3300, 1690-1670, 1630, 1370 cm™l

NMR (DMSO-d., &) : 1.1-1.25 1 1.3-1.5 (94, m),
1.55-1.75 (1H, m), 1.75-2.0 (1H, m), 2.5-3.1 g
3.2-3.8 (11H, m), 4.0-4.25 (2H, m), 4.9-5.0%
(2H, m), 7.05-7.6 #n 7.6-7.9. (12H, m), 8.2-8.4

(1H, m)
I (CEC1.) @ 3230-3250, 1700-1633, 1€43, 1395 cx -t
NIR (DMmzo-a é) 1.1-1.4 (9}*:, m), 1‘55—1.,'75 (lH,

6"
m), 1.8-2.0 (18, m), 2.7-3.5 (78, m), 4.1-5.3
(83, m), 6.7-7.3 Fu 7.4-7.6 fo 7.7-7.9 (11m,
m), 8.4-3.5 (1H, m)

IR (CHC1,) : 3450-3392, 1699-1630, 1640, 1370,
1160 cm
MR {DMSO-d¢, &) : 1.1-1.45 (9%, m), 1.6-1.8 (1m,
m), 1.R5-2.05 (14, m), 2.7-3.5 (72, m), 4.1-4.7
fro4.9-5.2 (68, m), 6.7-7.9 (114, m), 8.35-8.5
(1H, m) '

mp : 202-203°C -
IR( HEH ) 3360, 3270, 3070, 1665, 1635, 1535,
1420, 1285, 1170 em!

NMR (DMSO-d., &) : 1.07 f1 1.40 (9H, s), 1.5-1.75
(1K, m), 1.8-2.0 (1H, m), 2.55-2.7 (2H, m},
2.9-3.4 (6%, m), 4.0-4.2 f 4.25-4.65 (31, m),
4.93 (1, 44, J9=9.7853z Fu1 6.43Hz), 7.1-7.55 Fo
7.65-8.2 (14H, m)




(8) IR (CHCl,) : 3450-3300, 1690-1670, 1640 1370
1160 cm™!
NMR (DMsO-d., 8) : 1.0-1.5 (9H, m), 1.6-1.8 (1u m),
1.85-2.05 (1H, m), 2.7-2.9 (3H, m), 3.0-3.5 (4H,
m), 4.1-5.2 (6H, m), 6.8-7.05 F1 7.4-7.95 (11H,
m), 8.35-8.5 (1H, m)

() 1R (CHC13) i 3450-3430, 1740, 1695-£680, 1365,
1160 cm™t
NMR (DMSO-ds, §) : 1.1-1.5 (94, m), 1.5-1.75 (1H,
m), 1.8-2.0 (44, m), 2.9-3.9 (8H, m), 3.9-5.2
(6H, m), 6.95-8.0 (12H, m), 8.4-8.5 (1H, m)

#&12
THH%E 5 XU F R HEE sl

(1) I® (CHC1,) : 3350-3200, 3050, 1685, 1645-1630, 1530,
| 1195, 1450 cm t
NMR (DMSO-d, §) : 1.60-1.90 (1E. m), 2.15-2.40 (1%,
m), 2. 39 £ 2.89 (3K, m), 3.0-3.6 (44, m),

4.1-4.5 0 5.1-6.75 (62, m), 6.9-8.35 Fu
9.3-9.4 (12H, m), 8.71 (1H, br s), 10.18 (1, br
s)

(2) mo : 250°C (%)
IR( # A B ) 3300, 2700, 1665, 1650, 1560, 1295,
1255 cm *

NMR (DMSO-d., &) : 1.75-1.95 (1H, m), 2.25-2.4 (1H,
m), 3.0-3.5 (4H, m), 4.15~4.45 (4H, m), 4.65-4.8
(1#, m), 5.52 (1H, br s), 7.0-7.2 (5H, m),
7.45-7.55 (3, m), 7.75-7.9 (4H, m), 8.56 (1,
br s), 8.74 (1H, t, J=5.9Hz), 9.04 (1H, d,
J=8.1Hz), 9.83 (1H, br s)




(3) IR (CHCl,) : 3400-3200, 1680, 1630 cm™*
NMR (DMSO-d¢, 6) : 1.7-1.9 (1H, m), 2.2-2.4 (1H, m), -
2.5-2.75 (28, m), 2.79 f 2.83 (3H, s),

2.95-3.2 M 3.2-4.7 (61, m), 4.2-4.45 Fp
4.9-5.1 (4H, m), 7.05-7.55 Fo 7.65-8.0 (12H,

m), 8.6 {(1H, br s), 9.1-9.25% (1H, m), 9.97 (1H,
br s)

+4) IR (CHC1,;) :  3400-3200, 1680, 1640, 1590 cm™l
NMR (DMSO-d¢, &) : 1.7-1.9 (1H, m), 2.2-2.4 (1H, m),
2.78 Fp 2.88 {3H, m), 3.0-3.4 (4H, m), 4.2-4.75
A1 5.0-5.2 fu 5.5-5.7 (6H, m), 6.8-7.95 (11H,
m), 8.6 (IH, br s), 9.26 (1H, d, J=7.6Hz), 9.95

(14, br s)
(3) IR (cxci,) 3330-32060, 1627, 1640, 1350 c=m b
MR (DSC-d , ¢) : 1.7-1.9 (1#, m}, 2.2-2.4 (1H, m),
2.8 fa 2.92 (3, s), 3.0-3.5 (4%, m), 4.2-4.85
a1 s5.0-5.2 (63, m), 6.7-7.95 (11x, m), 8.6 (1lH,

br s), 9.2%5 (1H, 4, J= 72d4), 10.05 (1H, br s)

(6) mp : 259-I61°C
IR( FEAAH B ) 3300, 2700, 1670, 1645, 1555, 1290,
1250 cm™t

PR (DMSO-d, &) : 1.7-1.9 (1d, m), 2.25-2.4 (1,
m), 2.65 (2H, t, J=7.12Hz), 2.9-3.45 (6H, m),
4.2-4.7 (3H, m}, 5.54 (1H, &, J=2.91Hz),
7.1-7.55 %g 7.7-7.9 (125, m), 8.5-8.7 (2H, m)
8.97 (1H, &, J=8.24Hz), 9.9 (1lH, s)

’

(7) IR (CHC1l;) : 3400-3220, 1630, 1640, 1610, 1225 cp
NMR (DMSO-d., §) : 1.75-1.9 (1H, m), 2.2-2.4 (1H,
m), 2.75 ¢ 2.84 (3K, s), 3.0-3.4 (4H, m),
4.2-4.65 A7 5.1-5.7 (61, m), 6.8-7.1 F
7-3-7.95 (11K, m). ® 62 (1H, br s), 9.25 (1H, 4,
J=7.47Hz), 9.93 (1H, br s)

..__4 O___




(8) IR (CHCly) : 3320-3180, 1740, 1685, 1640, 1365 em b
NMR (DMSO-dg, §) : 1.7-2.0 (4H, m), 2.1-2.4 (1K, m),
3.0-3.7 f¢ 4.0-4.2 (8H, m), 4.25-5.7 (6H, m),
7.0-8.0 (124, m), 8.6 {1H, br s), 9.2-9.35 (1H,
m), 9.9%94 (14, br s)

#&13

ERAHT, BREA(10. 0e) E-EWFE( 20
ml)*%ﬁﬁ#ﬁkiﬁaﬁ(Soml) VB RERAEE
THHEY o, HESEE, BANCHE(S50n 1 ) FREsE, o
% FURES FRESHBENNAH (9. 26¢).

mo 157°-13%°C
IR( H faCf 25 ) 3400, 3330, 3150, 1670, 1825, 1553,
1435, 1200 cm ©

MR (DMSG-d., &) : 1.7-1.53 (1#, m), 2.2-2.45 {1H, r),

2.7% 2 2.87 {3E, si, 2.0-3.4 (4H, m), 4.2-4.7
o 5.0-5.13 (6%, m), 6.5-8.0 ¢ 9.15-9.3 (124,

m), 8.65 {1H, br s), 9.71 {1%, br s)

AP 1

W1 —FEFR-3 %8 (0. 33¢8)., Ffsy
(0. 88€)fHOBL (0. 256 8 ) KAk A WsC
(0. 34m1 ), fiz BHEF —BETHE 18, BEzET
AR, ﬁiﬁ,ﬁﬁﬁA%Ea&L%%H,ﬁﬂﬁmkF&
a%m&ﬁ‘L.o.5nmu.ﬂwﬁ%#mm&&§,mﬁ =
THR., R BEduRiE( 508 ) Faf, ik Ry ek
,(50:1)%ﬁu%ﬂ%m,%%%M%%%%%ﬁﬁ#%ﬁ»%
ERURUBEEREL S, ks, TEEEIESLeY

J— 4 1 —




(0. 668),

mp :

>115°C (4M2)

1r( H4KF B ) 3430, 3300, 1656, 1640, 1600, 1574,

1535 cm t

NMR (DMSC-d., &) @ 1.7-2.2 (2H, m), 2.71 2 2.80

&

sty
iy

./

—

(2)

=)

(38, s), 3.0-3.25 (2H, m), 3.6-3.7 (1H, m), 3.85
(38, s), 3.8-4.0 (1§, m), 4.2-4.55 (34, m),
4.65-4.8 (1H, m), 5.0-5.2 (2H, m), 6.9-7.3 (7H,
my, 7.4-7.55 (48, m), 7.7-7.9 (54, m), 8.08 (1H,

4, J=7.4Hz), 8.5-8.6 (1H, m)

. == * M *—T :11‘ - b ) '.'.-. .
JC F: éj\ i’i— T%‘ F C kT C. nzo

267357474
€ 72.27, H €.31, N 8.23
5. BxfE - € 72.17, B €.42, K 9.04

2

SRR AW E Ha 4,

IR {CHCl,) : 3420-3300, 3003, 1645, 1630, 1595,
1530, 1470, 1370 cm
Ni® (DMSC-&., &) : 1.6-1.9 (1H, m), 1.9-2.15 (1H,
m), 2.42 0 2.63 (3H, s), 3.35-4.0 (4E, m),

3
3.87 (3H, s), 4.2-4.4 (3H, m), 4.6-5.3 (3H, m),
6.7-8.15 (17H, m), 8.%4 (1H, br s)

mp : 213-215°C |
IR ( FifRF B ) 3280, 1660, 1635, 1590, 1570, 1533,
1340, 1250, 1225 cm™>

NMR (DMSO-&, 6) : 1.65-1.85 (1, m), 1.85-2.05 (1,
m), 3.0-3.4 (2¥, m), 3.6-4.4 (5H, m), 3.86 (3H,
s), 4.5-4.7 (24, m), 5.04 (1H, &, J=3.3Hz),
7.0-7.3 (7H, m), 7.3-7.6 (4K, m), 7.7-8.0 (SH,
m), 8.09 (1H, &, J=7.7Hz), 8.2-8.45 (2H, m)

_-~4 2%‘




(3)

(4}

(6}

mp : 130-134°C
IR( RifhF 85 ) 3400, 3270, 3070, 1650, 1630, 1600,
1565, 1535, 1320 cm

MR (DusO-dg, &) : 1. 7-1.9 (1H, m), 1.9-2.1 (1H, m),
2.5-9.97 (24, m), 2.72 #n 2.78 (3H, s), 2.9-3.7
(64, m), 3.84 (3H, m), 4.15-4.3 (1§, m), 4.6-4.8
(18, m), 4.95-5.05 (28, m), 7.0-7.55 (11K, m),
2.95-7.9 (54, m), 8.0-8.1 (1¥, m), 8.3-8.5 (1H,

™)

mp : 129°C (44%)

sa( Wik B ) 3520, 3280, 5050, 1235, 1623, 1800,
1567, 1535, 1320 cm *
WR (DMso-d,, &) 1.7-1.9 (1#, m), 1.9-2.1 (1%, m),
2.71 #gp 2.82 (34, s), 3.0°3 4 (2H, m), 3.6-3.7
(13, m), 3.85 (34, s}, 3.8-4.0 (1H, ml, 4.2-3.2
(61, m), 6.2-8.1 (153, =), B.5-8.6 (14, m)

- 7-1.9 (1%, m), 1.9-2.1 (1%, m)

L

2.72 #F1 2.87 (35, s), 3.1-3.45 (24, m),
3.6-3.75 (18, m}, 3.8-4.0 (12, m), 3.83 (3H, s},
4.2-5.2 (8%, m), 6.8-8.2 (“%4, m), 8.53 (1lH, br
s)

mp : 195-197°C
1r ( FRAE B ) 3350, 3270, 3100, 1660, 1830, 1590,
1370, 1535, 1310, 1245 cm~t

NMR (DHSO- d6, §) : 1.65-1.85 (1¥, m), 1.85-2.0 (1H,
m), 2.45-2.6 (2H, m), 3.0-3.35 (4H, m), 3.€3-1.1
(21, m), 5. 88 (3H, s), 4.25-4.6 (3H, m), 5.95
(15, 4, J=3.13Hz), 7.0-7.6 (11H, m), 7.45-8. 05
(6H, m), 8.15—8.23 (2H, m)




(7) IR (CHCl;) : 3450-3320, 1745, 1650-1635, 1375 em™ 1
NMR (DMSO-d., §) : 1.7-1.9 (44, m), 1.9-2.1 (1H, m),
3.0-4.1 (11H, m), 4.2-5.2 (6H, m), 6.9-7.95

(16H, m), 8.0-8.15 (1K, m), 8.5-8.65 (1H, m)

(8) mp : 105°C (HfL)
IR AR 8% ) 3450, 3270, 1665, 1640, 1605, 1575,
1535, 1510, 1245 cm
NMR (DMSO-d_, &) : 1.7-1.9 (1H, m), 1.9-2.1 (1H, m),
2.68 2 2.8C (3#, m), 3.0-3.3 (2H, m), 3.6-4.0

(2’1, lxl‘, 3.
€.65-~E.15 (

ke & +]

T O
A
-
3
~—
-
[0 ]
{
i
[ab)
(8]
—

L3 B 3
EEET, /1 —¥Hiaig-—-2 —

(173meg )EZEFE( 10wl ) #HEZESHF A

WSC.HCL (24 6me ), HZEAERMFEETHE 1
EA—PREER, 5444 (700ms ):»eﬁ‘——%\‘
(10m1)¢,&W@ﬂ?ﬁﬁ%ﬂ*ﬁAym(o.20m1)j

BZEFEERTHEEL 508 HEAPPANEOEL, 2%
B 6 ANeb, BEFWATEACO. 05w 1), Hb#ds, %
Y fas BARMA CRTHEIR AYEAARE FRBENEE. A
0. 5 NEBMPAMMER RS, HARRETER, ®KEE, AH
BEs RS R, 18, AWREYSE, T40CTHETE, B2
WAt (0. 47¢),

— ¥ (225mg )fHOBT

“__‘4 4___



‘mp : 183.0-184.0°C
IR( FfEAE) 3350, 3275, 3110, 1670, 1640, 1577,
1530, 1495, 1465, 1355, 1340, 1318, 813,.735,
603 cmt R
MR (DMSO-d,, &) : 1.65-2.20 (2H, m), '2.730, 2.822
(3E, s), 3.00-3.40 {28, m), 3.50-3.95 (2H, m),
3.756, 3.827 (3H, s), 4.05-5.20 (64, m),
6.05-7.90 (174, m), 8.50-8.65 (14, m)
TG %: ﬁ‘ ﬁ'ﬁ' g 18 C36H35.N404 :
C 73.45, H 6.16, N 9.52
5 gh {f € 73.44, H 6.17, N 9.50

SLH ] 4
yr 5 el 3 R KRG E B LA .

(1) IR (CHC1,) 3305, 3000, 1630, 1560, 1450, 1420 cm T
N (DESC-2., é) 1.7-1.9 (1, m), 2.2-2.4 (1, mj,
2.6-2.8 (3H, m), 3.0-3.3 (24, m), 3.36 (VH, m;,
3.67 (1H, m), 3.8-5.2 (€

=, m), 6.8-7.9 (17H, mj,
8.65-8.85 (14, m)

(2) mp : 1lli-1i4°C
IR( AR BE ) 3420, 3280, 1653, 1630, 1800, 1530,
25 ca ~

NMR (DMSO-dg, §) : 1:5. (8H, br s), 1.7-2.1 (28, m),
2.7-2.9 (3H, m), 3.0-3.3 (2H, m), 3.6-3.75 (1K,
m), 3.9-4.1 (1H#, m), 4.2-4.55 (3K, m), 4.7-5.2
(4H, m), 6.9-7.3 (74, m), 7.4-7.95 (9K, m) B.07
(1H, m), 8.55 (1H, m) "
JC % ﬁ ﬁ’ i+ ﬁ: fé- C38H40N4O4 :
C 74.00, H 6.54, N 9.08
5 Bh {f :c 73.53, H 6.48, N 8.95




{3) mp : 219-222°C ‘ B
TR( FiBF B ) 3460, 3250, 3100, 1678, 1640, 1570 em L
NMR. (DMSO-d, &) : 1.8-2.1 (28, m), 2.6-2.9 (3H, m)

3.1-3.3 (24, m), 3.7-4.2 (24, m)}, 4.2-4.8 (3H,
m), 5.0-5.4 (3H, m), 6.7-7.9 (15H, m), 8.2 (1H,
m), 8.65 (1H, m), 13.6 (1H, br s)

L Hl 5
ﬁﬂ&%%%Sﬁ%&ﬁl%M%ﬁ&#ﬁamRA%

N, -1
1R ( AU 45 ) 3300, 1635, 1610, 1535 cm

NMR (DMSO-dc, §) : 1.7-2.0 (1H, m), 2.0-2.3 (lH m),

.7 (s) F2o2 slw)hm,zs L3 (2H, @),
.13 (s) f" 3.15 (s} (38), 3.7-4.0 (54, m},

.17 (35, m), 4.9-3.2 (1d, m), 6.8-7.3 (7K,
) 7.3-7.6 (48, m), 7.6-8.0 (5%, m), g§.0-8.1
14, m) 8.4-8.7 (1H, m)

.h W N

m)
(

S HH| 6

GEEAAH (0. 58) EF TR (15m1 ) KA
Hit, WAABSA(O. 68 m 1 ) firf% — 3 —BIELR
(0. 206 ), WRBEHAR—BRETHR LA, ERAFEZ
EREAZH (0. 208, 0. 08 M0, 208 ) WAH%-

BB R, EWABSA( 0. 3ml ), REE WEADET
THF( 10m1 ), FAEKAHTWALINGHR(1nl), ¥
EREE—BETHY 1604, Wi, RRUACBRUEEL,
ANLER KRB Kéﬁ@iﬂﬂﬂimﬂ%%:mﬁ&ﬁ T %,
FHEBRYE, BAra iz TR BN 4. SR TR THE 3
ﬁmgﬁ,@ﬁ%&&l%(4:1:1)%@%ﬁﬂﬁm, E L

-—4 6ﬂ



R EHRGE a4 (0. 286),

IR( F AT ) 3275, 1630, 1530 em” o

NMR (DMSO-d., §) : 1.65-2.00 (2H, m), 2.708, 2809
(3H, s), 3.00-3.25 (2H, m), 3.60-4.00 (2, m),
4.20-5.20 (6H, m), 6.80-8.10 (17H, m), B.40-8.60
(1H, br s), 11.60 (1H, s)

LM T

ERAHNT, HEELEH (1. 08) R FE( 20n1)
PHESREAERIATEA( Q. 51ml ) MAREL (0. 31

) . WZERER—RETH# 3 et, BETETHAED%, &
K RERAYR CH TEER AYER AR BEH A5,

%\0.5Nﬁ@‘$@%%m$%ﬁ%%,mﬁﬁﬁfﬁu%iﬁ,

EAUTEHRE(E0s ) EL4L, ARGHFEH(40: 1) 4853
BEAER, WSS ZAEH MRt E L. %Fm%ﬁw@h%
i, WRKE, THEHREESKEM (0. 668),

IR (CHCl 3400, 3300, 3000, 1640, 1600, 1545,

1495, 1450, 1420 cm +

NIR (DMS_O-dG, §) :+ 1.€-2.3 (2H, m), 2._5-2.9 (3H, m),
2.9-3.3 (2H, m), 3.5-3.9 (2H, m), 4.2-5.2 {6H,
m), 6.65-7.9 (19¥, m), 8.45-8.6 and 8.9-9.05

(1H, m)

3)

SLHL 8
®HSHT Ry RHRE A,

.__4 7.,~




IR (CHC1,) ; -3400, 1635, 1510, 1490, 1450, 1340,
1145 ciL
NMR (DMs0-d., 8) : 1.6-1.8 (1H, m), 1.8-2.0 (1H, m),
~2.77 #0 2.86 (34, s), 3.0-3.35 (3B, m),
'3.45-3.65 (1H, m), 4.1-4.7 1 4.95-5.2 (6H, m),
6.95-7.9 (19H, m), B.4-8.55 (1H, m)

%ﬁﬂg

TR (0. T2e)EFE (1501 ) dtyhbzm
Wﬂklﬂﬁﬁﬂﬁﬁﬁ(lolml) HEBELTZB T3
N W%F,F%maﬁaﬁém,ﬁﬁEﬁ&ﬂﬁﬁﬂﬁﬁ@ﬁ

ﬁtﬁ‘: Pﬂ%@-&‘f‘)ﬁ% ﬁﬁﬁﬁ ,l:l: Eﬁ:ﬁ%%ﬁ] L&La J‘LCI ) &4
ﬁ#%ﬁ,%EE%RA%(o 60¢),
mp : 115°C (ﬁ}ﬁﬁ)

IR( A B ) 3470, 3290, 1665, 1620, 1605, 1575,
1535, 1250 cm
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