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olelst Bted RETHM=E AJIMA AI2E SHE2(9)2 R HE X2ZRH A2 HEeHE +
gr22 2, OLNE, L= OMELIEE, 2222E, SstHEd, SS0Ed, HEZIIERZ
2 OHMIEIOIE, NN-CIHEXS00IE, Hield L= gsSol <Ze&S 0IXA E= 22 JIEet

SO0IAM ==lstCt. T8, Sd2 Slis 2= 288 Sg=UHUHA AISE = AT
SEE(9)2 BrSUHNIA Sl & SE = 012 & HEHZ2 AEZH0, Be2 sS4 =AM, o
N'-CIAIZ2Z2 a2 E00I01E: N-AIZ2-N'-22Z2/-HEIN2LE00I0IE S2 ETGt0l

X

E5H, &I BS2 2RI E= 2RI I, oA, el =5 SEHME, ECl(M3)LZote,
N-(M3)LZ2E2E8, NN-CH(H=S)LPUA0IR S EMatol AAIE = ALt B89 2&=
HeH, gtee Sa d2r WX JtEotol &A=,
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3, 4-HERtoIE2-5-II2SAHSAl-2-LIZE ) HIE ]-6-CIH L K £-3(2H) -1l 2| Ct Xl =

]
228 NJXUAM THES AE WS pH 7.420 3.8% FHMUEE 1/10 =20I%
ot €= 150 x gOlA 10 22t FHE2IAIIILL, 8480 SRE 8
. =Y 0 x gUlA 1022 Fitz 4 =2LAH 8480 22 8%
OO, 0IE g4l STEE EFE SZEZ AME0IRUL. S8 H7E GIOLEYI0IA 801(NBS,
e SHIIE ASotH =dotALCH. 25 w2 AlE W 225 42| PRPE E&fotd, 1000 rpm,
=

)

%), = = (=}
37COIA 2 22t MESIACH. ADP 20 26 S S5 2.5 uMOA 2SS ST AIZIC
[Z 1]
(III) H&E H3}
HAE 313E A& (%)
(1) 1.0 x10'M 97 + 1.2
(2) 1.0 x10™°M 100 £ 0.4
He + BF o
i) S1Al0] QU= MEN UHA BR SW ool 0IXs Y&
[1] HAE 3ate2
[5-(JIZ22AIHEA)-2-0|EE2AI-1,2,3,4-HECISIEZ2-2-LIZE [HEN,N-CIH LI 2800l EQ
LHEES
[11] HAE g
MS 89 AOpl-S2| =8O 431 HEZ WHE2Z OIFAIZC. dIIe 2¥oz =X e Zp|
NE HS2HE HES e S| MU6IH BZ S =XGIQUM. R oS o sig)z =3
5t1, Z2lJeHZ AN JI26HYUCH. NIErE, Z2iogd 2212 ¢ S22(1:1:1)0 2= HAE &2
S HE Moo AlE Zjed Hsats Sl 1 M/kg EROZ SE0GIULH. HAE sigte2c Mo
L 8225l SN2 EO 2AS(Rw)2 ZJISIUCH 2H26IH, Rms HIAE 31812 €0 Mo BR &
oHOll CHEH ZOH BiStE(%)2 EII6HUL
Iz 2]
(1I1) HAE A
HAE 33E Rmax(%)
10 mg/ke 27.5

(2R)-[5-(Ft2ZAIHISAl)-2-0l =5 AI-1,2,3, 4-HIEXSI E2-2-LIZE M E N, N-CIHEIt28tH0
0IES LIEEZ

(1] HAE ¥

A2 1P =82 cONAE Z2=2< A2, 0l &1 28[J. Bio/. Chem., Vol. 269, No. 16,
12173-12178 HIOIXI(1994) : Circulation, Vol. 90, No. 4, 1643-1647 WIOIXI(1994) : FEBS Letters
344(1994) 74-78]101 JITHE 240t SASH HHO=Z pCOM8 HEIE Ar2ot0 C0S7Z A LS AL

NZE HAANZ =, AHE IP =EXHE SELESANZ MEE NZE =ZIIZ 4TCOHAN = =,

-80CHAM MESHALH
FAE WO M2 20 mM MES(pH 6.0), 10 mM MgCl,, 1 mM EDTA 2 0.1 mM PMSFOICH. WS
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3 HEZ SHEATID, 2H(4.5x10° A

— _ - -6
Al IZ)2 60 & s WEstHl HAE s&E2(1x10 M =M
T TS0 10 Ml [H-L2T2AES TEGts 100 ¢ 2 SEM0| E 0T S2AAE S250)
N 2280 2FAIZACE
IS0l4 22 =&otdl R, 10 pM L2EZAES FIIGIALH. 222 2AS 23 AAl
GHAULH. BHS Z& 22 Whatman GF/C |2l HIIXZ GHUAIA BtSS SZAZUL. 5 L2 248 &
SHOZ HUXE MAES =, XIS HAMsS H=otACH. &M Z0A HIS0ld 2ES A SO0
M ZE2 UUC. HAE 320 SUE SO0 [H-LRI2AE 289 ARS®%)E LUEHD

10
1
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= ox
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rir
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bR 0y 2
o

I
to

_|

=40
UFOJ
I

c—
0
2
>

12
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X
Mo
o
S

2E ]I = 2RI 8M =2E= EgotH, 0l S& «48H
, . X BHLIOIE, AZHIE, HERA, 2=
s S), 2N, BEZA, HE dERRA,

ZcZ=TISels, e, otetdiord, Zclogd=seE2, M, dE=2
12 AEZA, JIIZEANHE LER2A9 2EY, SIESANEZZE M
tEE, oldzs, Foazts &), M (0. AHOt24 DHOUS, €
SEMI(Ol. ey, BE, Seld, QX 2L S), LRM(M. HIMUE
, Digmetdl, =22 met 8), SAESH(M. AL, RHAULES, OtMER
. HEREz2A, ECHIZIISlE, AHOEM 2R0Is S), =4, =4 A
A 2A(0. 219t HE, Selogd 22, UM HEESeE S)0IC.

12 0.01~50 mg/kg2l &2l S0HE2=Z 1 WA 458 FOHE = JACH. DL, 4D
C

. BAS AE, = R0 LE et S22 = U

o 40 I
> I o
- W gy

= "

I e
Al =2 g0
wkormrfEJ
= >z

il
0ge
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o
e
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2 2™s 20 &AMSI HAISH] 18 SH2=2 )| M0 & AAINSS MAISHALH

In
i
T
C
IEl

U
=1
=
jual
=)
Im
o
N

me)LHel ole (5-HISAl-1,2,3,4-HERCS =

.20 g)2 SEMs 0THAM 2.5AI2& WBHGIACH. SHs M22 IN g¢
FOIEO OIBtAI21L], OIE OLMIHIOIEZ F=E6IRULH. FE2S 42 N
12 1,2,3 e

NMR (CDCl3, &) : 1.66-2.07 (7H, m), 2.49-2.76 (2H,
m), 2 92-2 99 (1H, m), 3.77 (2H, t, J=6.8Hz),
3.81 (3H, s), 6.67 (1H, d, J=6.0Hz), 6.81 (1H,
d, J=7.7Hz), 7.11 (lH, dd, J=8.0, 7.7Hz)

(+) APCI MS m/z : 207 (MT+1)

Hz=0l 2

2IE(180 mg)Lhel (1,2,3,4-BIERIGIS2-5-HISAI-2-LIZE)HEFS(192 ng) L NN-CIHIE3
SHI2Y 222H0/E(348 mg)Sl EBSS 100CHA 2 A2t SO MPHADID, ASO=2 Wast 3, oL
OLMIEIOIE & IN AN SHAIRCH || 52 %4, SHNUES 48% U H40 SMZ A=
2 MEGD, BAOIOUSANAM AEAZ =, WBoH SLARAC. HR2S CHLY WEHZE 2HA
3 A 220l (1,2,3,4-HESISR-5-HSA-2-LIZE)HE N N-—CIHLI2BHH0IE (218 ng) S &

ALCH.

mp : 143.5-146°C

IR (¥%) : 1710, 1260 cn~?!

NMR (CDCl3, &) : 1.22-1.43 (1H, m), 1.8-2 05 (2H,
m), 2.35-2.6 (2H, m), 2.65-2.9 (2H, m), 3.80
(3H, s), 4.06-4.23 (24, wm), 6.65 (1H, d,
J=7.9Hz}, 6.65 (1H, d, J=7.9Hz), 7.11 (1lH, t,
J=7.9Hz), 7.16~7.38 (10H, m)

(+) APCI MS m/z : 388 (M*+1)

HZ0 3
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HZE0 228 SAS 2oz G| SEES LU

2-(5-HISAI-1,2,3,4-HIERto| =E2-1-LIZE) M E N N-CIHEIZEIHO0IE

mp : 97C
IR (F%Z) : 1710 em1
NMR (CDClz, &) : 1.68-2.01 (6H, m), 2.46-2.74 (3H,

m), 3.79 (3H, s), 4.26 (2H, t, J=6.4Hz), 6€.58
(1, d, J=7.7Hz), 6.64 (lH, d, J=8.0Hz), 7.05
(1§, dd, J=8.0, 7.7Hz), 7.16-7.38 (10H, m)

(+) APCI MS m/z : 402 (MY+1)

HzZ=ol 4

OIEtE Z4H(47.9 me)LHel (1,2,3,4-HIERISI=E2-5-0
E(1.93 g) ¥ DL-HEIRE(7.43 g)o &S A2

o
BF/\FEI FUl& &0l A
)

Yol EN2 HAENOZ NEHE 3,
(S2U-0Z OLMIEIOIE )5t ZA

acldt Z240M I Z20tEDHT

EEA-2-LIZE)HE NN-CIHEIHZHIHO0IE(82 mg)E S ALE.

mp : 96~98°C

IR (¥%) : 3330, 1675, 1585 cm~!

MMR (CDCly, &) : 1.25-1.47 (1H, m), 1.85-2.05 (2m,
m), 2.42-2.59 (2H, m), 2.66-2.84 (2K, m), 4.07-
4.23 (2H, m), 5.05 (1H, s), 6.58 (1H, d,
J=7.7Hz), 6.62 (1H, d, J=7.7Hz), 6.96 (1H, ¢t,
J=7.7Hz), 7.15-7.68 (10H, m)

(+) APCI MS m/z : 374 (MY+1)

CoaHaaNOs0Il CHEH B 24

OIEXl : C77.19, H6.21, N 3.75

A=Xl : C77.31, H6.29, N 3.67
HZ=0 5
IEtEZLH(15 me)LHel 2-(5-ISAI-1,2,3,4-H E2GI E2-1-LIZE )M E N N-CIH L It2HH Ol
(0.93 g) EE D1|E|9‘—|(3 50 ¢)< BEtols ASHA 16 AlZFEOH e FAIZ12, O Z3=0
= SE=2 0E OtMIEIOIEZ FEolRUALL. =EESS 5% & & G2 =AZ AKFCOR

=
Ct. L
*&LPE%”OH/\-I AZAMZ &, USOHHM SLAIA 010tE 2-(5-0lE5AI-1,2,3,4-H ECIS
9)E

E%)(m% N.N-CIHI2 3+ 2 B0 01 £ (0.77
AAO 1

N.N-CIBIE ZS0t01=(1.0 m)S2 (1,2,3,4-
JI2HIHI0IE(67 mg), OIE EZZ2O0HMEHI0IE(33 mg)

«Q

[ e Ly e

|

SOt WELAIZILL, OIE OlE OtMIEIOIEZ ==olAT. =E2=S 2 ¥ &=+ 5 P
HIA”OH/\-I AXAZ =, HBSH0A SLARG. &FRSS Aot ZY0M 220LEDHT(SR A0
OMIEIOIE)GHN 2ol [5-(ISAIIIZELNSAI)-1,2,3,4-HEtsIE2-2-LIZE HE N, N-CIHE 3t

HIHIOIE (61 mg)S Y AL,
IR(ZZ): 1755, 1710, 1585, 1200 cm |

(+) APCI MS m/z : 460(M'+1)
AAIGI 2
AAG 1D QAEH 2O

2-[5-(0IEANZEELH etolE2-1-LZE ] E N N-CIHEI28HH0IE

m 1o
z
N
w
|
o
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IR(ZE&) @ 1760-1700 (br) cm

NMR(CDCls, &) - 129(3H, t, J=T71Hz), 157-2.00(6H.m).
2.48-2.76(3H.m), 4 18-4.31(4H.m), 4.60(2H,s), 6 50(1H.d.J=8.0Hz)

6.61(1H,d,J=7.THz), 7.01(1H,dd,J=8.0,7.7Hz), 7.50-7.38(10H,m)

(+) APCI MS m/z : 474(M'+1)
AAIOI 3

HMErS(1.5 m)S2 [5-(HSAIHZELHSAI)-1,2,3,4-HERISIE2-2-LZEHIE NN-CIHE
JtZHIHIOIE(59 mg) ¥ IN SASHLUES SU(0.15 )2 SUS A20M 1 Al2t S WEkA IBID_, 0l
E IN Z4&H0.15 m)2Z =stAlI2l &, 01 HE OIHIHIOIEZ FEoIUL. FE22 E+=Z ML
M0 OUSAUA AXZAIZD =, ABotUA SEAZUL. EFES n-LMZRE ZLSAHA M 2

2ol [5-(GtE=AHSA)-1,2,3,4-HE2dSI EZ-2-LUZEHE NN-CIHEIH=H H]1|O|E(47 mg)
2ACH

mp : 137-141.5°C

IR (&) : 1740, 1705, 1580, 1250 cm~}

NMR (DMSO-dg, &) : 1.2-1.35 (1H, m), 1.75-2.0 (2H,
m), 2.27-2.83 (4H, m), 4.06 (2H, br d, J=5.8Hz),
4.64 (2H, s), 6.59 (1H, d, J=7.8Hz), 6.63 (1H,
d, J=7.8Hz), 7.01 (1H, t, J=7.8Hz), 7.23-7.43
(10H, m), 12.95 (1H, br s)

(+) APCI MS m/z : 432 {M'+1)

A 4
CISat(5 m)E2 2-[5-(0ISAIPI2ZE2L NS AI)-1,2,3,4-HESIE2-1-LZ L JOIE N N-CIHE
JI2HIHI0IE(0.83 g) & IN =MSUEE U (2.1 M) EHS A20AM 30 & S WEAIIILD, OlE

) &
22 HEGIULH. ddE =48 S 10% OE‘/\FOE SHESAIDI D, OIE OIE OHMIEIOIEZ FEotALH. =
=0 o A 3 s

E=S 82 NEotl, SMUESHUAN 2XZARI =, S50 SEAUL. &FSS 2-
H SYSAIH M 22Ul 2-[5-(=2=SAUHSAI)-1,2,3,4- HIEE}OICE -LIZE]0E N N-CIHEt2
HHOIOI £(0.46 g)E & ACH.

mp : 145°C

IR (¥2) : 1730, 1695 cm~l

NMR (DMSO-dg, &) : 1.60-1.91 (6H, m), 2.42-2.60 (3H,
m), 3.57 (1H, broad), 4.15 (2H, t, J=6.2Hz),
4.61 (2H, s), 6.54 (1K, d, J=7.7Hz), 6.57 (1H,
d, J=8.1Hz), 6.99 (lH, dd, J=8.1, 7.7Hz),
7.20-7.41 (10H, m)

(+) APCI MS m/z : 446 (M*+1)

S ]0E N,N- EIIHIL'JFEHHHIOIE
AL 7SS HESZRH =2
g N,

5
|8 259| 2-[5-(GI2ZANSAI-1,2,3,4-BIEt6I S 2-1-LiEL o <
r
. N-CIH = 3} 2 01 O]

g) 2 IN &S E% (=Rl (O 265 m£)9| Mg AUISHH SLAl
4 SAIHSAN-1,

mp : 200-215°C )

IR (&) : 1700, 1610 cm~!

NMR (CD30D, &) : 1.67-2.01 (6H, m), 2.57-2.85 (3H,
m), 4.18-4.26 (2H, m), 4.35 (2H, s), 6.49 (1H,
d, J=7.7Hz), 6.56 (1H, d, J=8.1Hz), 6.94 (1H,

dd, J=8.1, 7.7Hz), 7.20-7.40 (1l0H, m)
FAB MS m/z : 468 (M%)
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<319>
<320>

<322>
<323>

<324>

<325>

<327>

<328>
<329>
<330>
<331>
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A0 6

HEES (20 m)Z2l [5-(HISAIGIZEEEHSEA)-2-61E=AlI-1,2,
N N-CIHZItZ2HI00IE(570 mg) MU0 IN =MBILUEE SA(1.
sob wEAI2l &, SME ZIotol MHGHH [5-(Ft=2=AHS
-UZEHE NN-CIHEI2HIHO0IES LHES E(500 mg)e 2

A-HEeRSIEZ-2-UEE]HE
& A20AM 4 Al
)-2-5| =5 Al-1,2,3,4-HIE2I5IE2-

IR (F%) : 3300-3400, 1700, 1580 cm™?

NMR (D20, &) : 1.2-1.6 (2H, m), 2.1-2.6 (4H, m),
3.72 (1H, d, J=11.0Hz), 3.85 (lH, d, J=11.0Hz},
4.13 (24, s), 6.29 (2H, m), 6.4-7.0 (12H, m)

FAB MS m/z : 470 (M*+1)

HIZ0l 6

== Tele (10 m)S2 (5-HSAl-1
HuYd S=2cl0/E(1.15 g)E 8 42 Y
OIE OHAIHIOIE & =01 ZHHAIZCH. =
otoll SZAIUCH. &elot & 28 AZ0tED
O WA 220l (5-0ISAI-1,2,3,4-H ECts| E2-2-

mp : 8l1-82°C
IR (&) : 1590, 1370, 1260, 1180, 790, 770,
720 cm~!

MASS (+ APCI) : 347 (M*+1)

NMR (CDCly, &) : 1.10-1.50 (1H, m), 1.80-2.20 (2H,
m), 2.20-2.60 (2H, mj, 2.45 (3H,.s), 2.60-2.95
(2H, m), 3.79 (3H, s), 3.99 (2H, d, J=6.6Hz),
6.64 (1H, d, J=7.9Hz), 6.64 (1H, d, J=7.9Hz},
7.07 (1H, dd, J=7.9Hz, 7.%Hz), 7.34 (2H, d,
J=8.2Hz), 7.79 (2H, d, J=8.2Hz)

R0 7

1,2-CIBI S AIOIEH(75 me)S 2| 1,1- EITHI‘—'O}HIE(% g) & Sci=aM d=512(41.6 g)2 BA=S
32 SOt ERAIZUCH. EHUS OEY OLMHOE L 20 SHHAIRCH. |1 52 2(2 8)2 MEHotD, &
2ot0l SLAIRC. HFRES HEOMHOIE L S2LI0F EH(200 m)0l SHAIZID, =4 &= =aldt
[, =430l slSctd =312(22.6 g)S HIiotl), ES2S 2 Al2t S 100COHAM WBHGHACEH. 01
W22l &, IS EEES € OIHHOIEZ FEAML. FEES AMOIOAUSHUM AT ADI1,
ool SLAZICH HF2S OHE OLMIHIOIENM HZESHAIZ A Z20l 6-ClH L I 2-3(2H)-1l 2|
CiXl=(6.26 g)2 LRULL.

mp @ 161-162C

IR(+Z) : 3300-2800, 1660, 1600, 760, 740, 700 om

NMR(CDCls, ) : 5.44(1H,s), 6.88(1H.d,J=9.8Hz),

7.10-7.40(11H,m), 11.29(1H, br s)

MASS (+APCI) : 263(M"+1)
CiHiN001 CHSE &4 24

OIEXl : C77.84, H5.38, N 10.68
| © C77.76, H5.39, N 10.66

== N,N- EIEHI‘%_E._EOH]I‘:U me -CIH ol £-3(2H) -l 2l CHXI = (0.58 g
(60%, 110 mg) EEHS 0CTOHA 30 2 DC&P DLJEFOE'D 22 NN-CIHEEE0 PDIE(
A-1,2,3,4-HIECISIEZ2-2-LIZE)HE p-=2 *_%L_HIOIE(O 77 ) SHE A20M I SEA X
IOl ALE. E=S 6AI2F SoF WEtAI9IL), SES-IN S0l £= =, OE OLMEIOIEZ =Sttt =
E28 =olotl, 2(28]) ¥ S==2 NEHGtLD, St FJHI S0lM HXZAI2I =, 02 &350
ZC &R2S Aeldt & 2E 220t E]EHMI(H AL OIE OHMIEIOIE=S:1~3:1)2 FHMAIH SE8M @
el 2-[(1,2,3,4- EIIEEJOICE S-HISAI-2-LZE )M E ]-6-CIHE M E-3(2H)-12ICHXl=(0.61 g)S &
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<333>
<334>

<336>
<337>

<339>
<340>

1019960704963

Ct.

IR (¥#) : 1660, 1590, 770, 730, 700 cm~l

NMR (CDCl3, &) : 1.35-1.55 (1H, m), 1.80-2.00 (lH,
m), 2.25-3.00 (5K, m), 3.80 (3H, s), 4.05-4.25
(2H, m), 5.45 (1H, s), 6.61 (1H, d, J=6.9Hz),
6.64 (1H, d, J=6.9Hz), 6.87 (1H, d, J=9.5Hz),
7.00-7.35 (12H, m)

MASS (+ APCI) : 437 (M*+1)

RZ0l 9

o HBS2HE( MBSl 2(120 4GS S 0=A 2 LIZE)NE) 6 CHLNE
3(2H)-T2ICH X =(0.60 g (1.5 )2 2S W2t B2
LOIA XOIsict, sstes =9 S N Fa0 22, 0B
HE OHHOIES AEsac FEEE 25D, His HMES B wmzmgww AZAIZI D,
RNDoOM BINUC HaES Sro % 22 A0S 1A%k 0L OIME0IE: )2 SRS
of gaM ol 2-[(1,2,3,4-HE2SI E2-5- 8|':§/\| 2-LIZE
0

\./3
J_
>

@go

um

-CIH 2 0l €-3(2H)-Tl 2| CH Xl =

R (8%) . 3000-3500, 1650, 770, 700 em-l

NMR (CDCl3, &) : 1.35-1.66 (1H, m), 1.80-2.00 (1H,
m), 2.25-2.90 (5H, m), 4.00-4.30 (2H, m), 5.47
(1H, s), 6.55-6.65 (2H, m), 6.90-7.35 (14H, m)

MASS (+ APCI). : 423 (M*+1)

A0 7

OLHIELIEZ (15 m)Sol
H)-TI2ICHXI &= (425 mg), O 22
SAZCH 018 WAAR 2, HH

Alg|ot & Z2E AR0EHT(n-
|ECISIEZ-5-UISAIGIZELHS A

2-[(1,2,3,4-H ECt5| =2-5-5
OFMIEIOIE (184 mg) & EHARZS . 6
IHE HUE2 HHGEL, HUAHES ABotH SEAIZCEH.
At 01|E' OLMIHIOIE=1: 1)% PSIN H =] ,2,3,
UZENHE ]-6-CIHEY HE-3(2H)-12ICHKI=(0.43 g)= ZAULH.

o
X
o0
o
_|>~
0

o
e
n

3(2 =
& =
= el
] -

IR (Wg) : 1750, 1660, 1580, 760, 720, 700 em™1

NMR (CDCly, &) : 1.35-1.60 (1H, m), 1.29 (3H, t,
J=7.1Hz), 1.80-2.00 (1H, m), 2.20-3.20 (5H, m),
4.15-4.20 (2K, m), 4.25 (2H, q, J=7.1Hz), 4.6l
(2H, s), 5.45 (1H, s), 6.51 (1H, d, J=7.8Hz),
6.64 (1H, d, J=7.8Hz), 6.86 (1H, 4, J=9.5Hz),
7.08 (1H, dd, J=7.8Hz, 7.8Hz), 7.10-7.35 (l1lH,
m)

MASS (+ APCI) : 509 (M¥+1)

S AICI 8

1,2-CIBIS Al EH(9.0 me) S 2
2-[(1,2,3,4-HECI EZ-5-HSAIIZESLHSA-2-LZE ) H E ]-6-CIH £ 0l £-3(2H) -1l 2| C+ Xl = (0.43
g) ¥ 1.0 N =MFIUEE +=84(0.85 M) EHS H20M 5 A2t St WEGHAUCH. SHS &S50
S2AIIID, OlE OIMIHIOIE & IN a2 FEGIRL. RII &2 22ldtl, 8 ¢ %—’.‘—E Mgt =,
MO OUSASUA AXADIL, MBot0 SZAIRACH. &FES n-leh, 2 OLMEIOIE & MHEZZR
B Z283AIH A 220l 2—[ 1,2,3,4-HEUSI EZ-5-I2=2ANSAI-2-LIZE ) HE |-6-CIHEZHE-
3(2H)-ml2lCH Xl = (330 mg)E LRACH.
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<342>
<343>

<345>
<346>

<348>
<349>
<350>

<352>
<353>

E(2.22 g) L 10% EtAA Zet

1019960704963

mp : 176-178°C

IR (¥2 2600~2200, 1740, 1640, 770, 700 cm~!

NMR (DMSO-dg, 8) 1.20-1.45 (1H, m), 1.70-1.90 (1H,
m), 2.10-2.90 (5H, m), 3.90-4.10 (2H, m), 4.65
(2H, s), 5.57 (1H, s), 6.55-6.65 (2H, m),

6.90-7.05 (2H, m), 7.20-7.35 (11H, m), 12.96
(1H, br s)

MASS (+ APCI) : 481 (M¥*+1)

HZ=01 10
HE=(50 m)S9 (

o
N
wn
|
=
ul
T
ol
n
J
>
i
=
Jm
=
|

2

E =2 MG, NS
g OtAMIEIOIE=4:1)2 FHMIA
OIE(1.66 g)& UL,

M 0l 1o

4 ofn

o

1= OI'HQE
FO = g

40 0p

MR (CDCl,, &) 1.70~1.90 (1H, m), 2.15-2.30 (1H,
m), 2.50-3.00 {5H, m}, 3.74 (3H, s), 3.81 (3H,
s), 6.60-6.75 (2H, m), 7.05-7.15 (1H, m)

MASS (+ APCI) : 221 (M*+1)
HMZ=o0) 11
24 HERSIS2RRHTH)ES 2452152 2015(0.28 g) SE20 7THF(7 m)E2 (S)-HE
[5-BI S Al-1 2.3, 4~EI E 25| C 20—} ZE | T2 00| (1.65 9) BUS -60CHA ZAGN =IISHACH. 1
A2 &, IN Qo 2(5 M) L THR(5 M) BE2S 1S 2820 -60CHAM HIIGIUCH Bre 282
S OlE OIMIEHIOIE & S0 SHAIZCH. S =SS 22150, IN Q& M EHAXALIES 20 L o
a2 NHSID, 26 DIHBANA HEA2 =, MD6i0] SZAIH A 220l (5-HEA-1.2,3, 4
EclolEZ2-2-UZE)HES(1.23 g)E LRULE.
(@130 = -71.98° (C=1.26, CHpCly)
MMR (CDCly, 3) 1.25-2.20 (4H, m), 2.40-2.65 (2H,
m), 2.80-3.00 (2H, m), 3.62 (2H, d, J=6.3Hz),
3.81 (3H, s), 6.66 (1H, d, J=7.9Hz), 6.72 (1H,
d, J=7.9Hz), 7.08 (1H, dd, J=7.9Hz, 7.9Hz)
HZ0 12
R0 61 SAS 2O 50| 518t22 AUCE.
(S)-(5-0I=EAI-1,2,3,4-HEco|IE2-2-LIZE )HE HEEZUOIE
[2]d> = -45.70° (C=1.00, CHyCl,)
IR (98) 1580, 1340, 1170 cm~i
NMR (CDCly, 8) : 1.30-1.60 (1H, m), 1.90-2.30 (2K,
m), 2:45-2.70 (2K, m), 2.80-3.00 (2H, mw), 3.03
(3H, s), 3.81 (3H, s), 4.20 (2H, d, J=6.5Hz),
6.60~6.75 (2H, m), 7.00-7.25 (1lH, m)
MASS (+ APCI) : 271 (M*+1)
HZ0 13
201(10 m)LHS OIE (5-HIEAI-3,4-CI5IE2-2-LHZE)Z2H0IE(0.75 g) MU =230
OI_+_$%'%*§D|§ SHM[EZ20(6.7 M)S2 1.02 N]S 4~6COHAM &EA HIoH =DIotECH gt &8
2SS S92 ZHoIMAM 2.5 AIZHE0H DEEIQICH, BE2S Y95Rs T3 2 21, I =S =l
5 =, 24z MESCH 012 SAOIUBANM AEAIID, MBS SLAH LA 220l 02
(5-BIS AI-3,4-CI5I E2-2-L T E) M EF=2(0.66 9)2 2 AUCH
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<355>
<356>

<357>
<358>

<360>
<361>
<362>

<364>
<365>
<366>
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IR (¥E) : 3700-3100, 1600, 1580 cm~i

NMR (CDCly, &) : 2.28 (2H, t, J=8.5Hz), 2.85 (2H, t,
J=8.5Hz), 3.83 (3H, s), 4.22 (2H, d, J=4.7Hz),
6.42 (1H, t, J=1.5Hz), 6.60-6.80 (2H, m),
7.05-7.15 (1H, m)

MASS (+ APCI) : 173 (M*+1 - HpO)

R0l 14

ANESSEA(1.00 g x 4)E CSZZ20E(40 m)S2 3,4-CISIE2-5-HISA-2-LIZE )N ES
(2.00 g) ¥ ECIHYEZAT(4.14 g) SUN H20M EHCZ LI5S0 FHItoALH. g8 Eg8ss 2¢
SOt wBtAIZ|1], Ol X Botol SZAIZUCH. et 2 CUE OEZE &FS0 Zototl, MM 2LS
Hut=Z HMHotD, OtHsS MIoH0 SZLAIA S 220 0JI3 3-2220E-1,2-UsI=2-8-015
AUz gels fACH

HZ0l 15

CIZ2220E(10 m)=2| 2-(5-HISAl-1,2,3,4-HE2GIE2-1-UHZE )0 E=2(0.20 g) ¥ EcIH
HEAE(0.42 g) SUN HEASZ2HIE(0.90 g)= 5CUHAM EIIGHALH. SHS 5TOHAM 1.5 A2t =
b wetotll, Ol dSotoll SZAZUL. HF=0 6E OLMEHIOIEE Eototll, =84 =&2= iUt=
HAGHICH. OIEOLMHIOIE s XIS SLAZIC. FFSS Aot 240AM I20LEHTI(n-
LG M 2201 2-(5-HISAI-1,2,3,4-HECISIE2-1-UHEZE)0HE EZ0t01=(0.18 g)E L/ULL.

NMR(CDCls, 6): 1.64-1.85 (4H, m), 2.02-2.29 (2H. m),
2.57-2.76 (2H, m), 2.98-3.02 (1H, m), 3.45-3.60 (2H, m), 3.81 (3H, s),
6.68 (1H, d, J=7 9Hz), 6.80 (1H, d, J=7 9Hz), 7.20 (1H, dd, J=7.9, 7.9

Hz)

MASS (APCI) m/z : 269, 271 (M'+1)
HIZE0 16

M0 80t SAE HEHCOZ (
2EH (S)-2-[(1,2,3,
UL,

3.4-HIEets|E2-2-LIZ )
)OI ]-6-CIH L M E-3(2H)-1

(a)¥ = -29.76" (C=0.86, CH:Cly)

NMR(CDCl;, 6): 1.35-1.55 (1H, m), 1.80-2.00 (1H, m),
2.25-3.00 (5H, m). 3.80 (3H, s), 4.05-4.25 (2H, m), 5.45 (1H. s), 6.61
(1H, d. J=6.9H), 6.64 (1H, d, J=6.9Hz), 6.87 (1H, d, J=9.5Hz),

7.00-7.35 (12H, m)

MASS (+APCI) : 437 (M'+1)
HZE0 17

22 NN-CIHEZE0I0IE(4 m)Eo LS
6-CIH < 0l £ -3(2H) -1l 2/ Ct Xl = (0.83 A
HSAILIZERI(0.80 g)2 SN
HOIE 2 1IN g4t 22, |71 ,
E SADIOUSANA HEAIID, AZ5H0 SLAIZACH &
AHOIE OHMIEIOIE=1:1)2 ARMGIH 2-[3,4-Cl5IE2-5-S
CHXI=(0.55 g)2 UL
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<370>
<371>

<373>
<374>

<376>
<377>

<379>

<380>
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R(CH2Cl2) : 1670, 1600 cm™

NMR(CDCls;, &) * 2.22 (2H, t, J=8.0Hz), 2.77 (2H, t, J=8.0Hz),
3.82 (3H, s), 4.84 (2H, s), 5.44 (1H, s), 6.26 (1H, s), 6.22 (1H, d.
J=8.3Hz), 6.73 (1H, d. J=7.5Hz), 6.86 (1H, d., J=9.6Hz), 7.00-7.33
(12H, m)

MASS (+APCI) m/z : 435 (M+1)

HMZE0 18

HZEC 171 SAE S O2 51| Stat2 S ARAC.

(1) 1-1(3,4-CI5| S 2-5-H S Al-2-L T2 ) 0 2 |-5-ClH L H 2 -2( H)-Tl 2| &

IR(CHsCla) : 1650 1600 cm™

NMR(CDCls. &8) © 2.16 (2H, t, J=8.2Hz), 2.75 (2H, t, J=8.2Hz),
3.83 (3H, s), 462 (2H, s), 5.23 (1H, s), 6.15 (1H, s) 6.55-6.60 (2H,
m), 6.70-6.85 (2H, m), 7.05-7.35 (12H, m)

MASS (+APCI) : 434 (M'+1)

(2) 1-1(3,4-CI5| S 2-5-H S Al-2-L I = ) 0l 2 |-3-ClH 2L H 2 -2( H)-Tl 2| &

IR(CH,Cly) : 1650, 1600 cm™
NMR(CDCls, &) : 2.18 (2H, t, J=8.2Hz), 2.79 (2H, t, J=8.2Hz).
3.81 (3H, s), 4.71 (2H, s), 5.82 (1H, s), 6.11 (1H, t, J=6.8Hz), 6.24
(1H. s). 6.60-6.90 (3H. m). 7.05-7 35 (12H, m)
MASS (+APCI) * 434 (M"+1)
HIZE0 19
N.N-CIHIEEZE0I01E(2 m)Z2 6-ClHEYHE-3(2 ) TeltX=(0.22 g) ¥ ZE t-BSAME
(0.10 g) 20l N,N-CIHEXZZE0I0IE(3 m)=2 2-(5-0HIE A 1234%5&@5§5FHE%)%§E§
OIOIE(0.18 g) 2SS AR20 A EIIGHGLH. B2 SESSS 2 A2t S0t S8t 20 WEHAIZ| 1D,
ol 2 ¢ g OHHIEHOIEOH SHHAIZLCH. | 2 2(33) & g2 AHEGID, SAUESANAM A
A2 =, AB6H0 SLAHRC. =2 A2 ZA0A E!EDPE:!EHuI(n SA-0IE OLAIEIOIE) Bt
o Q@alol 2-[2-(5-HIEAlI-1,2,3,4-HERISIE2-1-LHZE ) E ]-6-ClH L 0l £-3(2H)-1| 2| Ct Kl = (0.
g)2 LU
NMR(CDCls;, ¢) 1.65-2.05 (4H, m), 2.10-2.28 (1H, m),

2.50-2.85 (3H, m), 3.80 (3H, s),

(1H, d, J=8.5Hz),
7.02-7.36 (12H. m)

6.69 (1H, d, J=9.4Hz),

MASS (APCI) (m/z) : 451 (M'+1)
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4.07-4.33 (3H, m), 5.46 (1H, s),

6.64

6.84 (1H, d, J=9.4Hz),
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<381>
<382>
<383>

<385>
<386>

<388>
<389>
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HIZ0 20
HZE0 928 FAE o=z G| SEES LU
(1) (8)-2-[(1,2,3,4-HIE2ASI E2-5-5| ESAlI-2-Lt =2 )0l € |-6-CIH & Bl £-3(2H)- Tl 2| CH Kl =

(a)® = -30.28° (C=1.04, CHzClo)

IR(¥E) * 3500-3000, 1650, 770, 700 ecm™

NMR(CDCls, &) - 1,35-1.60 (1H, m), 1.80-2.00 (1H m)
2.25-2.90 (5H, m). 4.00-4.30 (2H, m), 5.47 (1H, s), 6.55-6.65 (2H, m),

6.90-7.35 (14H, m)

MASS (+APCI) : 423 (M'+1)
(2) 2-[(3,4-CI5| S 2-5-5| S = Al-2-L} = ) (1 2 ]-6-CI Hl = 0l 2-3(2H) -1 2/ CH K| =

mp * 174-176C

IR(}*Z) : 3200, 1650 cm™

NMR(DMSO-ds. 8) - 2.09 (2H, t, J=8.2Hz), 2.62 (2H, t, J=8.2
Hz). 4.72 (2H, s), 5.56 (1H, s), 6.09 (1H, s), 6.45 (1H, d., J=7.2H),

6.65 (1H, d, J=7.2Hz), 6.85-6.95 (2H, m), 7 15-7.40 (11H, m), 9.23

(1H, s)

MASS (+APCI) @ 421 (M'+1)
(3) 1-1(3,4-CI3| S 2-5-5| S = Al-2-Lt Z &) (I 2 ]-5-C/ Bl < Bl 2—2( 1H)-T| 2| =

mp : 178-1807C
IR(¥Z) . 3150, 1650 c¢cm™*

NMR(CDCls, &) : 2.15 (2H, t, J=8.2Hz), 2.70 (2H, t, J=8 2Hz),
4.62 (2H, s). 5.26 (1H, s), 6.11 (1H, s), 6.54 (1H.,d, J=7.3Hz),
6.65-6.75 (2H, m). 6.85 (1H, d, J=2.5Hz), 6.95-7.33 (13H, m)

MASS (+APCI) : 420 (M"+1)
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<393>
<394>

<396>
<397>
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(4) 1-[(3,4-ClolE2-5-0lEE2A-2-UHZE)HE |-3-CIHEHE-2(1H)-1l 2l =
mp - 196-1977TC

IR(}Z) : 3250, 1640 cm™

NMR(DMSO-ds, &) @ 2.10 (2H, t, J=8.3Hz), 264 (2H, t, J=8.3
Hz), 4.63 (2H, s), 5.65 (1H, s), 5.96 (1H, s), 6.24 (1H, t, J=6.8Hz),
6.42 (1H, d, J=T7.2Hz), 664 (1H, d, J=7.5Hz), 6.85-7.35 (12H, m),
7.55-7 60 (1H, m) 9.24 (1H, s)

MASS (+APCI) m/z @ 420 (M"+1)

M=o 21

1,4-Cl=24H1.5 M) =9 (1,2,3,4-HECISIE2-5-6|EE2Al-2-LIZ
OIE(100 mg) L N-E2Z22=410|01=(35.8 mg) EE=SS 100CHAM 5 A2t S
AM21 =, lE OFMIHIOIE & =0l 2HHAIZCH || S5 942 M=ol
A2 =, Eg—é}oﬂ "“*M?‘EP &%%% Al ZANM 220LEHT
M DHR (6- E= 8-E2=2=2-1,2,3,4-HE251E2-5-56|=E= AM-2-LIZE
(62 mg) S 2291E+.

mp - 138-1447T

= ﬂJHﬂ
‘|ﬂJ
rg
zo
un
O
-
T
9
im
E
Sk

IR(}Z) : 3320, 1675, 1575, 1220 cm™

NMR(CDCls, &) : 1.20-1.41 (1H, m), 1.85-21 (2H, m),
2.18-2.32 (1H, m), 242-2.56 (1H, m), 2.74-2 94 (2H, m), 4 07-4.28
(2H, m), 4.91 (1H, s), 6.54 (1H, d, J=8 5Hz), 7.05 (1H, d, J=8.5Hz),
7 16-7.39 (10H, m)

(+) APCI MS m/z : 408 (M"+1)

HZEo 22

HIERISIS2TRH(4 m)Z2 CIE OFECIIS=LYO0IE(871 ng) BUS EHIERISISRZH10
m)Zol (1,2,3,4-HIERS SR-5-HSEA-2-LIZL)HES (961 mg), Z0/0IS(736 mg) L ERIHYEA
E(1.31 g)O WEHE (| AS0IA 2 HIIGD, MAE EH22 SY S2T0M 24 A2 S0t 1
BIBIQICH Ble SEeS AT ZLAIID, HRSS A2 AAA
JROIEIHTN(E2N)SIACH. BESS JZI0A SLAD, HRS2 A0 250 24 2
201 N-[(1,2,3,4-HIERSI E2-5-HSAl-2-LZ =) M2 ] TE0/0/= (888 ng) = L ALH.
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mp : 143-144T

IR(¥Z) . 1770, 1705, 1580, 1260 cm™

NMR(CDCls, ¢) 1.33-1.55 (1H, m), 1.93-2.03 (1H, m),

2.15-2 25 (1H, m), 2.35-2.63 (2H, m), 2.75-2.97 (2H, m), 3.71 (2H, d,

J=T.1Hz), 379 (8H, s), 6.62-6 69 (2H, m), 7.06 (1H, t, J=7.9Hz),
7.68-7.77 (2H, m), 7.82-7.90 (2H, m)

(+) APCI MS m/z - 322 (M"+1)

M=ol 23

M0 42 SAIsH HHOZ 61D| FEEssS ULt

N-[(1,2,3,4-HIECISIEZ-5-0|EEA-2-UHZE )HE ] ZEQI0E

IR(¥2Z) : 3310, 1765, 1690, 1585 cm’}

NMR(DMSO-ds, &) : 1.38 (1H, m), 1.91 (1H, m), 2.05 (1H, m),
2.34-2.5 (2H, m), 2.69-2.77 (2H, m), 3.58 (2H, d. J=7.0Hz). 6.47 (1H,
d, J=T7.4Hz), 6.56 (1H, d, J=7.4Hz), 6.86 (1H, t, J=7.4Hz), 7.81-7.93

(4H. m), 9.15 (1H, s)

(+) APCI MS m/z : 308 (M"+1)

M=o 24

HES(14 m)=2l N-[(1,
ol=etdl 24312 (309 mg)
SHAICEH.
0:-0e)-5,6,7,8-HECs|I E2-1-LIZE

mp - 183-192TC

2,3 =i
WS 3 Al S EFRADILD, =22 '::”%*/\Iil =, &35t
L20ILIAUHAN 220tE0HTII(E &l £4
(281 mg)E LACH.

IR(*%) . 3350-3100, 2750-2300, 1580 cm™
NMR(DMSO-ds, ¢) : 1.11-1.32 (1H, m), 1.58 (1H, m), 1.91-1.97
(IH, m), 2.23-2.45 (2H, m), 2.68-2.80 (2H, m), 31 (3H, br), 6.49

(1H d, J=7.6Hz), 6 55 (1H, d, J=7.8Hz), 6.85 (1H, t, J=7.THz)

(+) APCI MS m/z ~ 178 (M"+1)

RZ0 25

CI22ZHEH(15 M)F2 4-LIEZNHY SZ2Z2Z2H0/1E(2.02 g) SWUsS IS H2UGHH CIE2=2
EDHEFHS m) S| HIXGIEE(1.84 g) & T2lE(1.19 g)2 WEtE oMo =DIotQUCH. MHEE S22
=g SOA ZA WD, A20M 3 SOt EXAIZLH S S22 9d2-2, 9S-1IN gat &
%%—%#9 =NZ HAENOZ MNEoHD, SMOIOUSAUNAN HAEAZ £, HIB0H0H SEAIRLCH. &=
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£ AZI9F 2AMUA AZ0IEDHLI(EIAH-0E OIHIHIOIE)GIN 4 ZFOl HIXp=EE (4-LIEZH
)22 UI0IE(3.32 g)2 ZRULCH.

mp - 53-59T

R(EZ) : 1770, 1520, 1345, 1260-1180 cm™:

NMR(CDCls, 8) ° 6.81 (1H, s), 7 30-7 47 (12H, m), 8.25 (2H,
d, J=9 2Hz)

(+) APCI-MS m/z : 167

HIZ=0l 26

N N-CIBIEZ ZS0t01=(0.5 m)E2| 6-
EZMHL(HUEFEL)HZ2L2UHI0IE(45 mg) %O”% OCOHA-I
1, g OtMIHIOIEZ F&6IRU. &8
2 MHGID, SM0IOUSHUMN HAEZAIZ
EJNI(SEFA-0E OLMHOIE)SIo 2ol 8
2)HE ]3I 2HIHO0IE(40 mg)S L ACH.

IR(ZE) ' 3350, 1695 c¢cm’!

£(23 mg) & 4-U
0, Aoz LHDI—}\|3|

of ZNE AZHO

2NN 220t
SEEA-2-LIZ

2

v 2

-5-5

NMR(CDCls, é) . 1,35-1.45 (1H, m), 1.94 (2H, m), 2.45-2.6
(2H, m), 2.76-2 86 (2H,m), 8.22 (2H, t. J=6.3Hz), 5.04 (1H, m), 658
(1H, d, J=7.9Hz), 6.64 (1H, d, J=7.6Hz), 6.81 (1H, s), 6.97 (1H, t,
J=T7.8Hz), 7.15-7.35 (11H, m)

(+) APCI MS m/z : 167

Hiz=0l 27
HIZ0l 9%t SAE & o= (6RS)-5,6,7,8-HIERIGIE2-6-[(1S)-1-HEWE )00 = ]-1-LHEZE
S MZEGHALCEH.

IR(Z&) : 3500-3350, 1585 cm™"

NMR(CDCls, é) : 1,38 (3H, d, J=6.6Hz), 1.5-2.2 (3H, m),
2.45-2.65 (2H, m), 2.75-2.85 (2H, m), 4.05 (1H, q, J=6.6Hz), 6.4-7.35
(9H, m)

(+) APCI MS m/z : 268 (M"+1)

HIZ0l 28

CIHEEZAS(3 m)E2 (6RS)-5,6,7,8-HIEetol S2-6-[((1S)-1-HEL N )00l = ]-1-U =S
(267 mg) EUS CIHLEZAIS(0.56 M)=2 60% =ASHIES (44 ng, n-AMCZ HHE)o were &
Erong AES0M HA IIGHH 152 SO MItotl, ES2S 50CHA 102 SO wetst £, Aoz
LI2FAIZICH. CIHEEZAS(1 m)S2 o2 SR I20tAIEI0IE(167 mg)S Ol0 EIotn, MuE 282
S 52 2L0IM 2 Al2h Sot WBGIRCH Btg 2828 Z5-20 K1, g OMHOIEZ F&56t%
Ch. =2 G52 23 MHGL, BMUESYUA AZAZ =, XI5 SLAIRAC. SRS &2
S AN RO0LE 1HII(CI2RZHE-UIEZ)50) 24 20l oE [(6RS)-5,6,7,8-EIEct5l S 2~
6-[(1S)-1-H L0 )00l = |-1-LHZE S Al OLMIEIOI E(243 mg)E L AUACH.
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IR(ZE) . 3320, 1755, 1730(&<&dl), 1585, 1195 cm’’

NMR(CDCls, &) : 1.25 (3H, t, J=7.1Hz), 1.37 (3H, d, J=6.6Hz),
1.48 (3H, br m), 2.09 (IH, br m), 2.48-3.02 (4H, m), 4.04 (1H, q,
J=6.6Hz), 4.25 (2H, q, J=7.1Hz), 4.58 (2H, s), 6.49 (1H, d, J=8.0Hz),

6.67 (1H, d, J=8.0Hz), 7.01 (1H t, J=8.0Hz), 7 20-7.33 (FH m)

(+) APCI MS : 354 (M"+1)

HIZ0l 29

g [(6RS)-5,6,7.8-HIERISI =E2-6-[((1S)-1-HEOE)0t0l = |-1-LIZE S Al ] OtAIEII Ol E (185
mg)2 M OLMIHIOIESS 4N Sst=AE AIE0I0 S4&9 $Hoz JMagoz FHEAZIC. HES(40
me) SOl AD| Fa, 10% EtAA Zets(50% S=, 100 mg) ¥ ESMA2E(330 mg) EEESS SFotl
30 & S WeAIDID, D=9 B3 Eg=ES Wuott. s S50l Zf%*/\lalﬂ a2 O
g OtMIEIOIE & KE“\HJEE +=SH0 ZHIAIZICH. OIE OHMIEHIOIESS &&UE éOHA-I raEYNE)
D_), ZIBSol SLAH 2l ol [(6RS)-6-0t01=-5,6,7,8-HIECISIE2-1-LIZE S Al ] OLHIHIOI £(95
mg)E &ALt

Cl

IR(ZE) * 3600-3150, 1750, 1730(£<tl), 1580, 1195 cm™
NMR(CDCls, 6) : 1.30 (8H, t, J=7.1Hz), 1.46-1.66 (3H, m), 2.01

(1H, m), 2.48-2.78 (2H, m), 2.92-3.16 (3H, m), 4.26 (2H, q, J=7.1Hz),

462 (2H, s), 6.53 (1H, d, J=8.0Hz), 6.74 (1H, d, J=7.6Hz), 7.05 (1H,

t, J=7 8Hz)
HIZ0l 30
OFNIELIEZE (10 M)E29 (5-0l=2Al-1,2,3,4-HECSIE2-1-LIZE)HES(0.20 g), OE &
ZZO0IMIHEHIOIE(0.15 M), QLCIIZE(EEH) L EHMZS(0.20 g) SHEMHS SHFoH0 2.5 A2t S0
WHIGIRLCH. S0HE HIHSILD, &F=2 HHE L IN SAH0 2HHAIZHCH. |1 52 2 € S22 MHA
otl, & LIESAUHA HAEAZ =, SN SEAHC. =2 A2t 240M 220t 1
(n-8!A-0lE2  OIMIHIOIE)SIH 22290l (5-UHIEAII2ELHEAI-1,2,3,4-HERISIEZ2-1-UHEZE )N E=S
(0.29 g)& LAULt.

IR(EE) : 3400, 1730 cm™

NMR(CDCls, &) * 1.44 (1H, t, J=54Hz), 180-1.95 (4H, m),
2 63-2.98 (3H, m), 3 80 (2H, dd, J=5.4, 5.4Hz), 4.26 (2H, q, J=7.1Hz),
462 (2H. s), 6.56 (1H, d, J=7.9Hz), 6.89 (1H. d, J=7.9Hz), 7.09 (1H,

dd, J=7.9, 7.9Hz)

MASS (APCI) m/z : 265 (M"+1), 247 (M"+1 - H20)

HZ=0 31

S2(300 m)=2 CIMENZEUO0IE(10.3 M) ¥ =ASHUES(4.2 g, 2L 60%) SH0
5-t-REUHZAESA-1-84-1,2,3,4-HESEZLHHZERI(17 g)S 100CUHAM HIIGIAL. ESE=S
4 N2H SOt S 2T 0AM wetsts, H2AIZ2 EHS E3 NaHC0; R S+=2 HIESHACH. AZAI2I S0H
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IAl2I 2

E dUSotUlA SEAIZILD, &FRES A2t 240N AZ20IEDHIZ FHotH S-t-FECHEAES
A-3-OIEANZEL-1-54-1,2,3,

4-HEUSIEZUZEE(20 g)S LRUCH.

—

IR(YE) : 1730, 1680 cm*

NMR(CDCl;, &) - 1.11 (9H, s), 1.25 (3H, t, J=THz), 2 3-2.7
(2H. m). 2 8-3.4 (2H, m), 3.60 (1H, dd, J=5.2, 10.4Hz), 4.28 (2H, «q.

J=THz), 6 4-6.8 (2H, m), 7 2-7.8 (11H, m)

MASS m/z : 473 (M"+1)
Hiz=0l 32

OIEt=(100 m) L HIECUSIEZFE(100 M) EESE2 5-t-FELHEAZSA-2-0S A2
BY-1-24-1,2,3 4-HEAGE2LHZ S (17 g) U0 NaBH, (1.4 g)E O0COHAM EHIIGIACH. ESSS
A20AM 6 A2t SO wptst &, SME M35H0 MASHRCH. &F=2S HE OHMHOIE ¥ 2 S8
SN EoHAIZI2, R8I EUS IN HCI SN, E3 NaHC0; & === AIEGIUL. HAXAIZI E0HE &3
Stoll S A2, &Tar%% Aciot ZA0A AZ0tEJHIIZ MoK 1-3lESAI-2-0SAIII 22 -5-
t-PECUHEAESA-1,2,3,4-HERIGIE2UEEH (7.9 g)S UL,

IR(UE) * 3450, 1730 cm™”
NMR(CDCls, &) : 1.10 (9H, s), 1.26 (3H, t, J=THz), 2.2-2.5
(2H. m), 2.5-3.4 (4H, m), 4.16 (2H, q. J=THz). 5.02 (1H, m), 6.2-6.4

(1H, m), 6.7-7.0 (2H, m), 7.2-7.8 (10H, m)
Hiz=0il 33

EEO“(100 m)E2 1-GlESA-2-USAIIEEL-5-t-LFEUHLE A E=SAI-1,2,3,4-HERFEZ
LIZ (5.9 g) SHU KHS0,(2.0 g)2 EHOISIALH. EEES 1 A2t S SI2oH0l WAL, W2E
=R EiP NaHCO; & Z=+2 MIEGHAL. 7_*_7.5% Z0HE dSctol SEA2IL, &FSS Aot 240
N AZOFEJHIIZ ZHGHH 2-0SAIHEEL-5-t-RELUHLSAZSAI-3,4-CISIEZ2LHEERI(7.4 g)2
AT

IR(UE) : 1700 em™

NMR(CDCls, ¢) - 1.11 (9H, s), 1.35 (8H, t, J=THz), 2.5-2.7
(2H, m), 3.03 (2H, t, J=8.8Hz), 4.27 (2H, q, J=THz), 6.3-6.5 (1H, m),
6.7-6.8 (2H, m), 7.1-7.8 (11H. m)

MASS m/z - 457 (M +1)

HIZ=0l 34

t-22 22(30 M) 2 S(30 M) ESFSS ADmix-a(AHEY, LE2IX)(9.2 g) EUS 1 Al
28 Sot WEHAIZI =, HEEE0t01£(0.62 g) & 2-0ISAISIZE2E-5-t-RECHEAESAI-3,4-CI51E
ZUZEHE(3.0 g)2 &I SH &20M "47}6}0412} 20 A2t SOt S2 2Z0AM wBtAIZI = Ot&Hat
LIEE(9.0 g)2 EJiotn, Eg22 0= =2 wHGUL. Eg=2 0 OHdIEﬂOIE 2 S0 SHHAIRA
Ct. RIISS INHCI 4, EZ3} NaHC0; X === AlEotLl, MgSO, &f0lA XAl =, MZB6HH SZAl
AU, &F[=SE Aeldt ’a“c\Oﬂ/\-l AZOLEDHIIGHH (1S,2R)-1,2-CISI EF Al-2- (HIE/\I?PE_‘?'_L—&t——'?’—%'
CHYEAESAI-1,2,3, 4-HERICIEZLUIZER(3.1 g)S ALY,
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IR(UE) . 3450, 1705 cm™

NMR(CDCls, 6) - 1.09 (9H, s), 125 (3H, t, J=T7.0Hz), 2 1-2.3

(2H, m), 2.50 (1H, d, J=10.8Hz), 2.9-3.2 (2H, m) 3.58 (1H, s), 4.35
(2H, q, J=7.0Hz), 5.03 (1H, d, J=10.8Hz), 6.32 (1H, d, J=8.0Hz), 6.80
(1H, t, J=8.0Hz), 7.14 (1H, d, J=8.0Hz), 7.3-7.8 (10H. m)

MASS m/z : 470 (M"-17)
HPLC @ JHOIZH AD, 5% Ol AT 2TES/3I4, 12.9 m/=
HIZ=0l 35

MZO 342t RASH HEO=Z AD-mix—a A0 AD-mix-g (AEY, LECIX)E ALS6HH ot
stefEs UL

HPLC : JtOIZ 4 AD, 5% OlAZZEZ /a4, 11.0 M/&

HIZ=0l 36

HECSIEZF(50 m)E2 2
(3.9 g) SNl NaH(0.73 g, 2L =2 60%
Ch. 1 AlZE St A20A wEtAIRIZ, N
HCI 2%, X3} NaHCO; & F===2 AIHG

ot
AcIJIAYNA AZ0tEDNIZ X*Hlﬁfoi
C2UEZZE(4.0 g)8 UL,

EE
um >~
P
=
Jm
=
N
I
T
nc
¢
==
Jm
E:
fO
>
N
w
_p
EE

R(LIE) : 1720, 1680 cm |
NMR(CDCls, &) 149 (3H, s), 19-2.1 (1H, m), 2.4-3 0 (3H,

m) 3.66 (3H m), 3.88 (3H, m), 7.01 (1H, d, J=8Hz), 7.26 (1H t
J=8Hz), 7.68 (1H, d, J=8Hz)

MASS m/z - 249 (M +1)

Hiz=0l 37
ECEZERL2Z0tMEAH(20
gal(2.0 g) SN E20E
Oﬁ% =

OHE' Ot HIHIOIE EL

o 2-HIE-2-HSEAMHIZEL-5-HSAI-1-= 1 3,4-HIEctol =
2.0 M)S A20A EILGIAULCH. 6 A2t S SOIM mEHAIZ!

SAC. RII E2 INHCI SN, =3t N HCOa 2 F=Z AMH
SEAMACH. &F=S Aedl 2H0AM Z20tE0HIIZ EAH
3 4-HEUIEZLIEERI(4.0 g)2 /UL,

IR(JE) : 1720 cm™

NMR(CDCls, &) : 1.25 (3H, s), 1.6-2.3 (2H, m), 2.5-2 8 (3H,
m), 3.20 (1H, d, J=16Hz), 3 66 (3H, m), 3.80 (3H, m), 6.64 (1H, d,
J=8Hz), 6.70 (1H, d, J=8Hz), 7.08 (1H, t, J=8Hz)

MASS m/z : 235 (M"+1)
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HIZ0l 38

CIHISAIOIEH(200 m) =2l CIOIEQla OIE HIAHIZ(19 g) SHOHl NaH(3.4 g, 2L LIS 60%)S
OCOIlA N.otOll ZOtotRUCH 302 St wEtAlZI=, 5-t-REOHEAESA-1-84-1,2,3,4-HECSIE2
LIZEE(20 g)2 SE20 EOIGIATH. 12 Al2h S 80TOUHA WBHAIZI &, EHS OlE OLMHIOIE ¥
=2 Eg=0 F/ACL. RII &= IN HCl SH, Z3 NaHC0; X S+== MG MgS04 &0IA A2
=, JBoH0l SLAAC. RSS SRA(100 ) L 1,8-CIOLKHHIAIZZ[5.4.0]-7-2014(17 m) &8
S0l SoHAIDID S22 32 = 100CUHAM wBAIZCH. EHE IN HCI X, E3H NaHC0; & =
A [E=ke AXAZ =, UBo0l SZAIZULH. dF=S Aedt Z240M AZ20tE0HIZ

=2

TN

gt
AN-1-0ISEANHZEELHE-3,4-CIGIS 2 LHZERI(20.3 g)2 LULE.

= o A

NMR(CDCls, ¢) @ 1.10 (9H, m), 125 (3H, t, J=THz), 2.2-2.4
(2H, m), 2.99 (2H. t, J=8.2Hz), 3.40 (2H, s), 4.17 (2H, q, J=THz),
6.00 (1H, m), 6.3-6.5 (1H, m), 6.6-6.8 (2H, m), 7.3-7.8 (10H, m)

MASS m/z @ 471 (M"+1)
HIZ 0 39

=
3
£
0R0

2
=2

-SEelS(67 m, AES 1.6N)E -78CO

THF(210 m) =9 CIOIAZZEOQ HOll n

A NoBHOII EOIGHSCH. 30 2 SO 0COA AJ| SHS WEAIZI £, -78T2 W2AIZCH. &J 20
OIE OHMIEIOIE(12 g)2 EJlstD, S22 02 SO =2 2T 0A WEHAIAH Li-0is=dolE 2Us
HAULCE. THF(50 )= 5-t-RECIHE AR 2A-1-22A0-1,2,3,4-HECISIE2LHZE(10 g) S’-OHQ -78
cz L”D*AIJI AD| Li-0l=dI0IE M(35 m)S HIIEHS, 1 Al2t S0t S22 2Z 0l A mtﬁowu.
ss22 02 OIMEHIOIE ¥ %OI SE20 2QUCH. R8I =2 IN HCl 2, Eir NaHCO; & YH2=2 A=
SH1D, MgS0s AMOIA HZAIZI &, XZ5H0 SELAIZCH HFEESS Ao 2A0A I20IEDHIIZ EAH
5t0d 1-3lEZAl-1- 01|§A|9+§Eé'm|%— ~t-2EHYAL=SAI-1,2,3,4-HEIS SR LI T E2I(8.0g) 2
AL},

IR(UE) : 3400 1705 cm™

NMR(CDCls, &) @ 1.10 (9H, s). 127 (3H, t, J=THz), 1.6-2.2
(4H, m), 2.7-3.0 (4H, m), 4.20 (2H, q, J=THz), 6.30 (1H, d, J=8Hz),
6.77 (1H t, J=8Hz), 7.10 (1H, d J=8Hz), 7 2-7 8 (10H, m)

MASS m/z - 471 (M"-17)
HIZ0l 40

(1) CHClz (20 m)Zel (18,2R)-1,2-CISI S S A-2-0 S A2 2L -5-t-RL O HL AR SAl-
1,2,3,4-EHIEASIS2UT (1.8 g) SAN S2AHLETAT(2.9 g) & CBru(4.9 0)8 A20A HIt5t
Ch 1 AI2t SO metst =, 02 OMEBIOIS(200 m)S &0 X0 FIISHYCH HLE, 242 2 7
5t NaHCO, & 42 MIHGIUCH AEZE SHE BoHH SLAH HR2S SAUC

(2) 22 HBSS M25 ANHA IROIEIHIIZ FRGHACH 22 2US HEAFCRE
2(30 M)l AHAIDIT, LiAIH(420 ng)E OCOIAl EIIGHRACH. SBES 2 A2 S0 52 204

gl
>
3y
N

2 HSs SZA3112, OE OtMHIOIE & =0
2 B2 MESIULH. AXE SME 7‘._|oo+01| SZAIIL, &7
ZHioto (2R)-2-3lEEA-2-5|ESAIHE-5-t-FECIHE

RJ £ =, X2 NaHCOs
ZA0HAM 220 EJEHLLIE
3.4 olE

O|I
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IR(UE) . 3500, 1600 cm™

NMR(CDCls, &) - 1.10 (9H, s), 1.8-2.0 (4H, m), 2 85 (2H, s),
3.00 (2H, t, J=7.0Hz), 3.59 (2H, m), 6.29 (1H, d. J=8.0Hz), 6.6-6.8
(2H. m). 7.3-7.8 (10H, m)

MASS m/z : 397 (M'-35)
HIZ0l 41

HIZ0 400t SAFSH 2HO=2 GH)| StetE2s 2RUCH.
(28)-2-0lESAI-2-3IESANE-5-t-RECHE A Z2A-1,2,3,4-HEL E2 LI ZEHI
=0l 42

MIZ0 110 =AE HE2Z o)

| .
5-t-R LTI HE AL S A-1-(2-5| S = Al OS2t

IR(UE) : 3400-3300 cm™*
NMR(CDCls, &) : 1.06 (9H, s), 2.2-2.4 (2H, m), 2.6-3.0 (4H,
m), 3.76 (2H, t, J=6.4Hz), 5.96 (1H, m), 6.36 (1H, d, J=8Hz), 6.7-6.9

(2H, m), 7.2-7.8 (10H, m)

MASS m/z : 429 (M+1)

HIZ0l 43

HJEHO m)Ue 5-t-RECHEALESA-2-5IESANE-
CIIE Ot (7.2 mé, SHALHOl M %Oﬂ”) 2 OLSEME(1.2 M)S 0CH A NGHOI EIISHRACH. 4AI2E S
et A=0A E*g._ =, 8 =S ALk RII 52 N HCI N, 3
NaHCO; ¥ &=+= MAGHL, MgSO4 élOH/\-I AZAIZ = MBS0 SLARC. 2SS A2I3 2AA
JZ20tEJcHIIZ Moo 5-t-RFEUHYEAE S AI-1 EEANHE-1,2,3,4-HEUIIEZLL
.\_LEJ-a; O‘IO‘IEI»

HIZ=0 44
HIZO 430t SAISH ZHo=2 G| stetE2s 2RUCH.
(

1,2-0lE8l-1-(2-0l EEAIME)-5-t-RELHEAE=AI-1,2,3,4-HE2U E2 U Z L

A-OslE2UEgd (1.0 g) SAl

IR(UE) : 3400-3300, 1700 cm™

NMR(CDCls, &) : 0.7-0.9 (2H, m), 1.08 (9H, s), 1.2-1.5 (2H,
m), 1.7-2.5 (3H m), 2.6-2.9 (1H, m), 3.1-3.3 (1H, m), 3.7-3.9 (2H,
m), 6.27 (1H, d, J=8Hz), 6.72 (1H, t. J=8Hz), 6.99 (1H, d, J=8Hz),
7.2-7.8 (10H, m)

MASS m/z © 443 (M +1)

HIZ0l 45
CHC1,(30 m)Z2 5-t-RELHEALESA-1-(2-3IESAME)-3,4-CISIE2UHEZEH (1.0 g)
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<479>
<480>

<482>
<483>
<484>
<485>

<486>
<487>

<489>

<491>
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OHOf| Nay,C03(290 mg) L m-Z2 22 IHBIZAH(750 mg)

K250l MAGHCH. HR22 HE OMHIOIER =&5I/ULH. =8 =1

2 MEGID, MgSOA A HAZAIZI =, X260 SLAIZRC. HFSS HECHIS2F2H(20 ™) 0l
=

NW
(e}
S
2
x
]
=
ol
Mo 32
o
=N
- >

< or 2 o 02

SHAIZIZL, LiAIH,(200 mg)E O0COIA ZHIISIRAULCH. 2A12F SO LIEE 23 8
oz ttsE SZAMRL. o =, E0HE HIHotll, &F=S 4ot 240N ZZ20tEOHTIZ EA
O (cis)-5-t-RELHEAESA-1-(2-0l = /\IOHE') -2-Gl|EEAI-1,2,3,4-HERICIEZLIZE&I(1.1

IR (JE) : 3300 em!

NMR (CDCly, &) : 1.10 (9H, s), 1.8-2.3 (4H, m),
2.8-3.2 (3H, m), 3.6-4 2 (3H, m), 6.2-6.4 (1H,
m), 6.6-6.8 (2H, m), 7.0~-7.8 (10H, m)

MS m/z : 429 (M*-17)

HIZ=0ll 46

L—LIBI':|(15 m@)§9| (28)-2-GIEEAI-2-0lEEA-HE-5-t-RECIHEAE = A-1,2,3,4-H ER}S
C2UEEE (1.4 g) & NN-CIHEIH2HI2Y S2201E(3 g) EFS2 100CUHAM 12 Al Seb WGt
1, A2l l—””AIE =, OIEOIMEHIOIE & IN HCIOI SBHAIZCH. =J1 &= =, NaHC0; & == Al
ot AXAZI S0HE MSot0l SEAIZIL, I*Er%; acdt Z40AM I20IE0HIZ Z MoK
(2R)-2-CI =S AI-2-(N N-CIH LIt 2H 2L S AIHE )-5-t-FECHE A Z SAI-1,2,3,4-HEJUS EZ2 L E
€ell(1.3 g)2 AL

IR (JE) : 3400, 1700 cm !

NMR (CDCly, &) : 1.10 (9H, s), 1.8-2.0 (3H, m),
2.6-3.1 (4H, m), 4.16 (2H, s), 6.25 (1H, d,
J=8.0Hz), 6.53 (1H, d, J=8Hz), 6.68 (1H, t,
J=8Hz), 7.2-7.8 (20H, m)

MS m/z : 628 (M'+1)

HPLC: JHOIZX& 0D, 10% OlAZZmS/SA 12.0 m/2

M=o 47

R0l 460 SAS ggioz 6l)| states

(1) (28)-2-3|== Al-2-(NN-CIHE I SHI2 L S A E)-5-t-2ELCIHLY A Z=2A-1,2,3,4-H ERt
ezt e

HPLC: JHOIZX& 0D, 10% OlAZZmS/SAF 10.1 m/2

(2) (cis)-1-BIE=Al-2-(NN-CIHE I 2HI 2L S AIH Y )-5-t-RECIH L A L= AI-1,2,3,4-H E
clelc2uzes

NMR (CDCly, &) : 1.08 (9K, s), 1.6-2.1 (3H, m),
2.5-3.2 (2H, m), 4.0-4.2 (1lH, m), 4.4-4.8 (2H,

m), 6.32 (1H, d, J=8Hz), 6.6~-6.9 (2H, m),
7.1-7.8 (20H, m)
MS m/z : 610 (MT-1)

(3)

(t ans) -3l ESAI-2-(NN-CIHEII 2H 2L SAINE )-5-t-RECH LA Z S AI-1,2,3,4-H
EdslEzLZg

NMR (CDCls, &) : 1.08 (9H, s), 1.4-2.1 (3H, m),
2.6-3.1 (2H, m), 4.13 (1H, dd, J=11.2, 5.2Hz),
4.48 (1H, d, J=8Hz), 4.62 (1H, dd, J=11.2,
4.4Hz), 6.30 (1K, d, J=8Hz), 6.77 (1H, t,
J=8Hz), 7.08 (1H, d, J=8Hz), 7.1-7.8 (20H, m)

MS m/z : 610 (M*-1)

(4) 5-t-2ELHZ AL A1, 2-0E3-2-(NN-CIHE N =2 L SAIHE)-1,2,3,4-H ERtoI =
ZUEEE
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<493>

<495>

<497>

<499>
<500>

<502>
<503>

(4) (cis)-5-t-BELHEAZ=2A-1-[2-(NN-CIH L It2Ht2 L

1,2,3,4-HECSIEZLIZEd

IR (UE) 1700 cn”1
NMR (CDCly, &) 1.10 (94, s), 1.6-2.3 (4H, m),
2.7-3.2 (3H, m), 4.0-4.4 (3H, m), 6.25 (1H, d,
J=8Hz), 6.49 (1H, d, J=8Hz), 6.66 (1H, t,
J=8Hz), 7.1-7.8 (20H, m)
HIZ0l 48
HZOl 13 Y 4614 RAE WHOZ -HSAIIIZBE-5-t-RECHLAZSA-3
EEQE?EZ(NNUMUNEm SUS AL )-5-t-RLCIHE A LS A-3,4-Clo| E2 Lt
IR (YE) 1710 cm™L
NMR (CDCly, &) : 1.10 (9H, m), 2.23 (2H, t,
J=8.4Hz), 2.97 (2H, t, J=8.4Hz), 4.77 (2H, s),
6.23 (1H, s), 6.31 (lH, d, J=8Hz), 6.50 (1H, d,
J=6.8Hz), 6.68 (1K, t, J=8Hz), 7.2-7.8 (20H, m)
RZO0 49
HZOl 1 2 4610 RAE YHOR 2-HSANZRL-2-HE-5—-HSA-1,2,3,4
Doz 2E 2-(NN-UIHYIISH2YSANE)-2-HE-5-HEA-1,2,3,4-H E2I51S
ot 2UCH
IR (YE) 1700 cm~?

NMR (CDCl3, &) : 0.83 (3H, s), 1.4 (2H, m),
3.90 (lH, d,
6.59 (1H, d,

(11, t,

2.2-2.8 (44, m), 3.80 (3H, m),
J=10.4Hz), 4.00 (1H, d, J=10.4Hz),
J=8Hz), 6.63 (iH, d, J=8Hz), 7.08
J=8Hz), 7.1-7.5 (10H, m)

MS m/z : 402 (Mt+1)

64-43
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IR (YE) 1700 cm™1
NMR (CDCly, &) 0.8-1.2 (2H, m), 1.6-1.9 (2H, m),
2.0-2.3 (1H, m), 3.1-3.4 (1H, m), 4.20 (1H, 4,
J=11.2Hz), 4.30 (1H, d, J=11.2Hz), 6.25 (lH, d,
J=8Hz), 6.6-7.0 (2H, m), 7.1-7.8 (20H, m)
(5) 5-t-RECUHZEALESAI-1, 2-HE-1-[2-(NN-CIHEI=HI 2L S A E]-1,2,3,4-H EcCt
slEZLIZE
IR (YE) : 1700 cmt
NMR (CDCly, ) 0.6-0.9 (2H, m), 1.08 (9H, s),
1.2-2.5 (5H, m), 2.6-3.1 (2H, m), 4.0-4.4 (2H,
m), 6.24 (1H, d, J=8Hz), 6.65 (lH, t, J=8Hz),
6.96 (1H, d, J=8Hz), 7 1-7.8 (20H, m)
(6) 1=[2=(N,N-CIHE IS 2L =SANNE ] -5-t-2ECUHL AL SAI-3,4-CIGI E2 LI Z E 2
IR (UE) : 1705 cm™!
NMR (CDCla, &) 1.10 (9H, s), 2.1-2.3 (2H, m),
2.72 (2H, t, J=6.6Hz), 2.90 (2H, t, J=8.0Hz),
4.30 (2H, t, J=7.0Hz), 5.78 (1H, t, J=4.4Hz),
6.33 (1H d, 'J=8Hz), 6.6-6.9 (2H, m), 7.1-7.8
(20H, m)
MS m/z 624 (MT+1)

El ]_2_6| E/\l_



<505> K=ol 50
<506> MZ0 1 L 46D SAISH SHHOZ -HEAINZ2BLHE-1-5IE2AI-5-t-2ELCIHLE AL SAl-
1,2,3,4-HEICS2UTEMOZ 2 1-[2-(NN-CIHE I 2H 2L 2 A MY ]-1-5| E2 Al-5-t-2E O H
JAal2l=2Al-1,2,3,4-HIECISIEZ2LIZEMS MZotAHTH
IR (JE) : 3450, 1710 cm~*
NMR (CDCly, &) : 1.09 (9H, s), 1.6-2.2 (6H, m),
2.7-3.0 (2, m), 4.33 (2H, t, J=6.6Hz), 6.26
(1H, d, J=8Hz), 6.78 (1K, t, J=8Hz), 6.96 (lH,
d, J=8Hz), 7.1-7.8 (20H, m)
MS m/z : 626 (MT-17) '
<508> HMZ0f 51
<509> AAIN 213t SAFSH oz 5t-SEHLA L2 A-1-[2-(NN-CIH LIt EH2 A=Al NIE ]-
3,4-CI5|S2UTEHMOZ2H 5-t-RECHY ALY 2 AI-1,2-CI5| E2 AlI-1-[2-(N,N-CIH Y22 2 =
A)OIE]-1,2,3,4-EIECISIE2 LI ZEES MEGHSCH
IR (YE) : 3500-3400, 1700 cm™!
NMR (CDCly, &) : 1.09 (9H, m), 1.7-2.2 (4H, m),
2.6-3.1 (2H, m), 3.8-4.0 (1E, m), 4.1-4.4 (2H,
m), 6.32 (1K, d, J=8Hz), 6.77 (lH, t, J=8Hz),
7.01 (1H, d, J=8Hz), 7.1-7.8 (20H, m)
<S511> M=ol 52
<512> E201(40 M)E2 5-t-2E[|HYALRA-1,2-CI5| EZAl-1-[2-(N,N-CIHL I 2HI 2L = Al) 0
=2]-1,2,3,4-HERSIS2UILRI(2.0 g) L p-S2ANSEAH(20 ng) BUS 30 2 SO S25H0 W8
L. SE2S INHCI 29, E3F NaHC0; £ @42 M=EatD, MgS0s A MO HEAZ =, Mzsi0) =2
NZICH XE22 A213F AN AZ0IEDNTZ M6 5-t-2ECIHY A2 = Al-1-[2-(N,N-CIH Y
I2HRUSAN L ]-2-24-1,2,3,4-HERAGIS2UIZ (1.0 g)S LACH.
IR (yg) : 1800, 1705 cm™!
NMR (CDCl3, &) : 1.12 (SH, s), 2.0-2.6 (4H, m),
2.7-3.0 (1H, m), 3.1-3.4 (2H, m), 4.0-4.2 (2H,
m), 6.40 (1H, d, J=8Hz), 6.48 (1H, d, J=8Hz),
6.76 (1H, t, J=8Hz), 7.1-7.8 (20H, m)
MS m/z : 638 (M'+1)
<514> MZ0 53
<515> HECSIE2ZF2H(20 m2)§9| S-t-2ECHYAE =2 A-1-[2-(N,N-CIH I 2HI2 L =2 A1) 0l ]-2-
A-1,2,34-HERSISE2UHIE(0.9 g) 2HN S=SHL0tOUS(2.0 M, THFES 1M )2 0C
01|/\-| NoSHOI A EIISERICEH. 1 AIZES2H A20AH WEHAIZI =, BHE HE OHHIEHOIESZP =9 =E=0l
QACH. SII &= 1IN Hol 9-0“, I3 NaHCO; 2 42 M50, MgS0s AOIA HXAIZI é, 2 5H0)
’wwaﬂu 222 A9 ZANAN JR2OIEDHTZ M 5-t-2ECIHY A2 2 A-1-[2-(N,N-Cl
HYot2ged=2A) o ]2——8I ZEA-2-012-1,2,3,4-EHIERIGIS2LIZERI(0.6 g)S 2ARUACH.
IR (UE) : 3400, 1705 em™*
NMR (CDCl3I 6) 1.11 (SH/ 5)1 1.22 (3Hl s)/
1.6-2.6 (5H, m), 2.6-3.2 (2H, m), 4.0-4.4 (2H,
m), 6.27 (1H, d, J=8Hz), 6.39 (1H, d, J=8Hz),
6.65 (1H, t, J=8Hz), 7.1-7.8 (20H, m)
MS m/z : 638 (M*-18)
<517> MZ=0 54
<518> HE2IsIS2ZH20 m)Z2 1-[2-(N,N-CIHLYIISHIZ LS Al E ]-5-t-2ECIHY A S Al-
3,4-CI5IS2 LT EaI(20 g) MO BHy(4.8 me, TFFEC2l 1M EH)S 0COHA N5t A = IISHACH. 124
2 SOH(1.5 M) L H0,(1.0 me, 35% ZOH)ZE AD| M0 HIistD

1019960704963

=0 FACH. RIIES

S
otoll SEAMAL. dF=S

o
il

il (2
2HEOH AR0H DYAIZ S, 2N NaOH B

012 4 A2t SoF MEISIACH AJ| S22 2 OMEHIOE L 2
MON AEAR B, &

I3} NaHCO; & &=+== MHGtL, MgS0,

0B

HCI =4,
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<520>
<521>

<522>
<523>
<524>
<525>

<527>

<529>
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Al2|9} ZAANA AZ20IEDHIZ HHMotK (trans)-1-

S-t-SECIH LAY SAI-1,2,3,4-HEcto| S LT 2I(1.

IR (YUE) : 3400, 1700 em™%

NMR (CDCly, &) : 1.10 (9H, s), 1.7-2.1 (4H, m),
2.7-3.0 (3H, m), 3.9-4.0 (1H, m), 4.1-4.3 (2H
m), 6.24 (lH, d, J=8Hz), 6.49 (1H, d, J=8Hz),
6.67 (1H, t, J=8Hz), 7.1-7.8 (20H, m)

MS m/z : ‘642 (MY+1)

MZ0 55
HE [5-HSA-1-S4-1,2,3 4-HEes|S2-2-LI T | L2 0| E(2.500), D-10-ZE2 4=l
(124 mg), [RuCl.(S)-binap].NEt3(90 mg) 5)315§Ed. Tetrahedron Letters, Vol. 35, No. 26, 4559-4562
HEr=

[

HIOIXI, 1994], OIE OLMIHIOIE(23.8 me) (1.25 mt) SHS =A(90 atm)Stoll 50°COHIA 40AI2+

SOt NBHSHALCEH. E*% Eg== 3ot |0, &RE2s dejet 2 2 A20tE0H I (n-3t 4t
1

l:H-}\
=
[

: Ol OFMIEIOIE = )2 Z MG A 29t01(1R,2S)-DIIE [1-GI|EZAI-5-BIE AI-1,2,3,4-EHIEC}
dEEjELiE]“_WWEQA7®§$§ﬁE

mp : 87-88¢C

AAIGH 9

A0 70 FALE 2E2=2 6| slgES &
2

(1) (8)-2-[(1,2,3,4-HECSI E2-5-US Al
olelthXl e

A

A0

tEEYHSA-2-LUEZE)HE]-6-CIHE HE-3(2H)-

()36 = -20.63° (C=0.95, CH,CI,)

IR (98) : 1750, 1660, 1580, 760, 720, 700 cm

NMR (CDCl3, &) : 1.35-1.60 (1H, m), 1.29 (3H, ¢,
J=7.1Hz), 1.80-2.00 (1H, m), 2.20-3.20 (SH, m),
4.15-4.20 (2H, m), 4.25 (2H, q, J=7.1Hz), 4.61
(2H, s), 5.45 (1H, s), 6.51 (1H, d, J=7.8Hz),
6.64 (1H, d, J=7.8Hz), 6.86 (1H, d, J=9.5Hz),
7.08 (1H, dd, J=7.8Hz, 7.8Hz), 7.10-7.35 (1l1H,

-1

m)
(2) 2-[3,4-Clol=E2-5-HISAIIIZELHSAI2-UZE ) HE |-6-ClIH E W E-3(2H)-Tl 2| CHXl =

IR (8F) : 1740, 1660, 1600 cm™*

NMR (CDCly, &) : 1.30 (3H, t, J=7.1Hz), 2.23 (2H, t,
J=8.3Hz), 2.86 (2H, t, J=8.3Hz), 4.26 (2H, q
J=7.1Hz), 4.62 (2H, s), 4.84 (2H, s), 5.44 (1lH,
s), 6.26 (1H, s), 6.50-6.70 (2H, m), 6.85-6.90
(1€, m), 7.00-7.35 (12H, m)
MASS (+ APCI) : 507 (M*+1)
(3) 1-[(3,4-CIGIE2-5-0SAINZE2LHSA2-UHZE)HE |-5-CIHL ML -2(1H)-TI 2=

IR (B8) : 1750, 1660, 1600 cm !

MMR (CDCls, &) : 1.30 (3H, t, J=7.1Hz), 2.17 (2H, t,
J=8.1Hz), 2.85 (2H, t, J=8.1Hz), 4.27 (2K, 4q,
J=7.1Hz), 4.62 (2H, s), 5.23 (1H, s), 6.14 (lH,
s), 6.50-6.70 (3H, m), 6.80-6.85 (1K, m), 7.05-
7.35 (12H, m)

MASS (+ APCI) : 506 (M'+1)
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<531>

<533>
<534>
<535>

<537>

<539>

<541>
<542>
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(4) 1-[(3,4-ClslE2-5-HSAIZEE2DHSEA-2-UZE)HE ]-3-CIHEHNE-2(1H)-TI 2=

IR (U§) : 1750, 1660, 1600 cm™ !

NMR (CDCly, &) : 1.29 (3H, t, J=7.1Hz), 2.20 (2H, t,
J=8.6Hz), 2.89 (2H, t, J=8.6Hz), 4.25 (2H, q,
J=7.1Hz), 4.61 (2H, s), 4.71 (2H, s), 5.30 (1H,
s}, 5.82 (1H, s), 6.12 (lH, t, J=6.8Hz),
6.60~6.70 (3H, m), 7.00-7.35 (12H, m)

MASS (+ APCI) : 506 (M*+1)

S A0 10
AAIO 10 FAISH HEHOZ D] stgtes AL
(1) [1,2.3,4-HIECISIEZ-5-(HSAHZLLHSA)-2-LIZE 0IE N N-CIHELII2HI0101E

mp : 89.5-91°C

IR (%z) : 1765, 1710, 1590, 1205 cm™!

NMR (CDCly, &) : 1.23-1.44 (1H, m), 1.86-2.01 (2H,
m), 2.35-2.75 (3H, m), 2.90-2.99 (1H, m), 3.79
(34, s), 4.07-4.23 (2H, m), 4.62 (2H, s), 6.51
(1H, d, J=B.0Hz), 6.69 (1H, d, J=7.6Hz), 7.03
(1, t, J=7.8Hz), 7.16-7.38 (10H, m)

(+) APCI MS m/z : 446 (M'+1)

(2) [6- = 8-222-1,2,3,4-HEASC2-5-(HSAIHZLLHSA)-2-LIZ 0 N N-CIT

Y3260 E

IR (¥§) : 1755, 1705 cm~!

NMR (CDCls, &) : 1.25-1.36 (1H, m), 1.8-2.05 (2H,
m), 2.18-2.33 (1K, m), 2.4-2.65 (1H, m), 2.82-
3.02 (2H, m), 3.79 (3H, s), 4.07-4.27 (2H, m),
4.61 (2H, s), 6.48 (1H, d, J=8.7Hz), 7.12 (1H,
d, J=8.7Hz), 7.16-7.39 (10H, m)

(+) APCI MS m/z : 480 (M*+1)

_ (3) HIZGISE N-[[1,2,3,4-HESIE2-5-(HSANI22LHSAI)-2-LIZL]HEL ]2 600l

mp : 101-102°C

IR (¥3) : 3350, 3320, 1765, 1680, 1250, 1215 cm™t

NMR (CDCls, &) : 1.35-1.43 (1H, m), 1.94 (2H, m),
2.36-2.59 (2H, m), 2.78-3.03 (2H, m), 3.22 (2H,
t, J=6.4Hz), 3.79 (3H, s), 4.63 (2H, s), 4.99
(1H, m), 6.51 (1H, d, J=8.0Hz), 6.7l (1H, d,
J=7.6Hz), 6.81 (1H, s), 7.03 (1H, t, J=7.9Hz),
7.15-7.35 (10H, m)

(+) APCI MS m/z : 167

A0 1
HEeISIEZFRH(20 M)E2| (2R)-0IESA-2-(NN-CIHE 2B 2L SAINE )-5-t-FECIH L
M SAI-1,2,3,4-HECSISZLUZERI(1.9 g) SN0 SF223 HEHFELRS(5 ™, IN THF 3
H)2 FIIGIACH. 1 AlI2F St 20N Wetst &, 8RS 02 OLMHIOIERZ =&Eo6tULH. E8ES %
2 A2 MEHGIACH. AZXAZ SBUHE MBS0 SLAIRUCH. 22 222 NN-CHEZSO0H0I=(10
me)oll ZSHAIFILL, KL0s(1.0 g) & OIE EZZ20LAMHIOIE(0.6 mﬂ)i A=20AM HIotALH. E=S
A2t St 52 2E0M wetet =, OtE OLMIHIOIE & 20l SHHAIZICH. |1 &2 2, X3k NaHC0; &
=2 MNES 9"1[]. ZAXZAZ2 ZB0HE AB0t0 SZA212, &FSS Aot 2H40AHM AZ0tEDNIZ
Moo (25)-2-5lESAI-2-(NN-CIHE 22 L SAIHE )-5-0SAIHZEELHSAI-1,2,3,4-H E2}0l



1019960704963

CRUIZEE (1.1 g)S LACH.

IR (UE) : 3400, 1720, 1700 cm™?
NMR (CDCly, &) : 1.25 (3H, t, J=7Hz), 1.6-2.0 (2H,
m), 2.6-3.0 (4H, m), 4.10 (2H, s), 4.14 (2H, q,

J=7Hz), 4.60 (2H, s), 6.52 (1H, d, J=8Hz), 6.66
(14, d, J=8Hz), 7.10 (1H, t, J=8Hz), 7.2-7.5

(10H, m)
MS m/z : 476 (MT+1)
<544> HPLC : JtOIZ & AD, 50% OlEt=S/& 4, 12.8m¢/ 2
<545> AAIG 12
<546> AN 112 RAIS HEOZ 61| sE=22 LULCH.
<547> (1) (28)-2-3ISEA-2-(N N-CIH I ZEHI2L SAIHE )-5-0ISAHEELHSAI-1,2,3,4-H Ect
slez L=l
<548> HPLC : JtOIZX& AD, 50% OflEt=/31AH, 11.7 me/2
<549> (2) 2=(N,N-CIHEIIZHI2 L SAIHEY )-5-0HSAIIZEBLHE SAI—-3,4-CIGI S22 LI Tl

IR (UE) : 1740, 1705 cm™1

NMR (CDCly, &) : 1.29 (3K, t, J=7THz), 2.18 (2H, t,
J=8.4Hz), 2.87 (2H, t, J=8.4Hz), 4.25 (2H, q,
J=THz), 4.61 (2H, s), 4.75 (2H, s), 6.25 (1H,
s), 6.5-6.7 (2H, m), 7.06 (lH, t, J=8Hz),
7.2-7.5 (10H, m)

<551> (3)

(cis)-2-(NN-CIHZII2HI2L S AN E )-5-0SANIEELHE S A-1-G1EFAI-1,2,3,4-H
ctolEZ L =ZEd

IR (JE) : 3400, 1740, 1700 cm™1

NMR (CDCly, &) : 1.25 (3H, t, J=7Hz), 1.4-2.1 (3H,
m), 2.4-3.2 (3H, m), 4.25 (2H, q, J=T7Hz),
4.4-4.7 (SH, m), 6.63 (lH, d, J=8Hz), 6.99 (1H,
d, J=8Hz), 7.15 (1H, t, J=8Hz), 7.2-7.5 (10H, m)

MS m/z : 458 (M™-17)

<553> (4) (trans)-2-(NN-CIH LI 2HI 2L S AL )-5-HEANELLHEL S A-1-5| E=Al-
1,2,3,4-HERSI S2LIT

IR (JE) : 3400, 1740, 1695 cm™?

NMR (CDCly, &) : 1.27 (3H, t, J=THz), 1.4-2.1 (3H,
m), 2.5-3.1 (2§, m), 4.16 (1€, m), 4.25 (2H, q
J=THz), 4.47 (1H, d, J=8.4Hz), 4.61 (2H, s),
4.63 (1H, m), 6.59 (1H, d, J=8Hz), 7.1-7.5 (12K,
m)

MS m/z : 458 (MT-17)

<555> (5) 1,2-BIZ@I-2-(N,N-CIHIZ I 2B 2L S AIH L )-5-HSAIZSLHL S AI-1,2,3,4-E Eat 5|
cauzgd
IR (YE) : 1700, 1740 cm™?
MR (CDCly, ) : 0.8-1.1 (2H, m), 1.25 (3H, t,

J=7Hz), 1.5-2.2 (3H, m), 3.1-3.3 (1H, m), 4.1-
4.4 (4H, m), 4.69 (24, s), 6.54 (lH, d, J=8Hz),
6.85 (1H, d, J=8Hz), 7.05 (1H, t, J=8Hz), 7.1l-
7.5 (10H, m)
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<557>

<559>

<561>

<563>

<565>

-Hig@l-1-[2-N N-CIH LIt = 82

1.6-1.9 (2H,

(2H, s},

(6) 1,
SIER2LIZE
IR (YE) 1700, 1740 cm™}
NMR (CDCly, &)
J=8Hz), 1.2-2.2 (5H, m),
4.4 (4H, m), 4.60
7.0-7.5 (12H, m)
MS m/z : 486 (MV+1)

(7) 1-[2-(N,N EIEI%BPEHFE%‘

1,2,2,4-HEcsIE2LZEd

m), 1.25 (3H,
1 (2H, m), 4.0-

2.6-3.
6.50 (1H, d,

3400, 1740, 1690 cm™l

ZA)0E]-2-

2=2Al)0E

|-5-0IS A2

1)

J=8Hz),

IR (YE) :

NMR (CDClg, 5) + 1.23 (3H, s), 1.4-2.0 (4H, m),
2.2-2.8 (3, m), 2.9-3.1 (14, m), 4.0-4.4 (4H,
m), 4.59 (2K, m), 6.52 (2H, d, J=8Hz), 7.04 (1H,

t, J=8Hz), 7.1-7.4 (LOH,

MS m/z :

1-
1,2,3,4-HECSIEZLIZEE

IR (YE)

NMR (CDCls; )
m), 2.6-3.0 (3H, m),

486 (Mt-17)

(8) (cis)-
L 171 El

[2-

m)

(N.N-CIH 2242

3400, 1730, 1680 cm™ !

s), 6.52 (1H, d,

7.03
MS m/z :

(1H, t, J=8H
490 (M*+1)

(9) (trans

)-1-
1,2,3,4-HEcs|IE2UHZ 2

1.25 (3H, t,

J=8Hz),

J=7Hz),
4.0-4.5 (5H, m),

1.6-2.3 (SH,
4.61 (2H,

6.61 (1K, d, J=8Hz),
z), 7.1-7.4 (10H, m)

[2-(NN-ClHIE ot 2

t,

3400, 1700-1720 cm™!
3. 8) : 1.25 (3H,

J=7Hz),

Ol =S AI-2-0IlE-5-—0 S Al 9t

1019960704963

SENESAI-1,2,3,4-EHIECt

SRYHESA-

AS AL ]-2-5I SZA-5-0 S AN 2L WL S A-

HI2 LS AL ]-2-0lESA-5-UHSAINELLHE S AlI-

1.7-2.0 (4H,

m), 2.6-3.0 (3H, m), 3.8-4.0 (1H, m), 4.1-4.4

IR (YE) :
NMR (CDCl
(44,
(1H,
(10H
MS m/z :
(10
clolEZ2LEE
IR (YE)

m),
(2H,

(1Hl

MS m/z :

m), 4.60 (2H, s),
d, J=8Hz), 7.04

, m)
490 (M*t+1)

=[2-(N,N-CI H|

3450, 17

L,IaI.EHI.

20, 1705 cm™t

1.25 (3H, t, J=7Hz), 1l.6-

6.52 (1H,

2=2A)0E]-1-31=

2.8-3.0 (2H, m), 3.7-3.9
6.5-6.9 (2H, m), 6.96

m), 4.60 (2
d, J=8Hz),
472 (Mt-17)

H, s).
7.1-7.4

(10H,

(2H, m),

m)

64-48

d, J=B8Hz), 6.61
{1H, t, J=8Hz), 7.1-7.4

SAM-5-0FAIIt2

2.2 (6H,
4.1-4.4

SEE

Al-1,2,3,4-HE



<567>

<569>
<570>

<571>

<573>
<574>
<575>

<577>
<578>

<579>

1019960704963

(1) 1-[2=(NN-CIHE I 2 2L SANANE ]-5-USAFIEEEHE S AI-3,4-Clol E2LIZEE

IR (UE) : 1740, 1705 cm~t

NMR (CDClj, &) :+ 1.25 (3H, t, J=7Hz), 2.1 (2H, m),
2.7-2.9 (4H, m), 4.2-4.4 (4H, m), 4.61 (2H, s),
5.79 (1H, t, J=4.4Hz), 6.59 (lH, d, J=8Hz), 6.94
(1H, &, J=8Hz), 7.01 (1H, t, J=8Hz), 7.1-7.4
(10H, m) |

A A0l 13

2-(2-(5-BIS Al-1,2,3,4-
SSHEd AU(10 M)l HESS
HE S 20N 4 A2 SuBtotRALH. BtS
A2 =, 360 SEAZC. &F22 0D
E Il

€] =3(2H)-T2ICtXl=(0.25 g)<
gal ZH(1IN, 0.78 m@)% -S5TCOHAM &EOototd, &I 2
= g Nnk SALIESAA A
t8 2-[2-(5-01 == AlI-1,2,3,4-H ERto| E2-1-LIZE) 0fl

2 ]-6-CIH 0l €-3(2H)-1l 2| Ck X =(0.34 g)OICt

0I0t& 2-[2-(5-0lE8Al-1,2,3,4-H Ects| E2-1- LPE%)OHE'] -6-CIH € 0l 2-3(2H) -1l 2| Ct K| =
(0.34 g), E&I2ZE(0.16 g) ¥ OE S OHHIEIIOIE(O 2 mé)_J N-CIHEZEO0I0IE SH(15 M)S
A20AM 24 AP St Wt Al E 2 20| SHHAIZC. 2J] =2 2

Ct. &F=S Aot Z240AM 2

% F===Z MEGHLD, SAULE , Ig
EDPEJEHLLI(n 34012 OFAIEIOl E=3: 2)5t0 g 20l —[2—(5 HEAIZE2 LS AI-1,2,3,4-H
EctolE2-1-UZ S )02 ]-6-CIHZHE-3(2H)-M2ICtXI=(0.17 g)2 LACH.

IR (CHyCl, gof ) : 1750, 1660, 1585 cm™ >

NMR (CDCly, &) : 1.50-2.02 (6H, m), 2.04-2.58 (1H,
m), 2.80-2.95 (2H, m), 4.10-4.31 (4H, m), 4.60
(2H, s), 5.45 (1H, s), 6.50 (1H, d, J=7.9Hz),
6.72 (1H, d, J=7.9Hz), 6.84 (1H, d, J=9.5Hz),
6.97-7.54 (12H, m)
MASS (APCI) m/z : 523 (Mt+1)
AAIOI 14
AAIO] 13D RAFE g#o2 51D &

2-(N,N-CIH It 2H 2 L 2 AN E ) -2-H] ANNZ2EBLHE=2AI-1,2,3,4-HECISIEZLIE

EHH|

=2

IR (YE) : 1740, 1700 cm™!

NMR (CDCly, 3) : 0.83 (3H, s),
1.52 (2K, m), 2.2-2.9 (4H, m), 3.92 (1H, d,
J=10.2Hz), 4.00 (1H, &, J=10.2Hz), 4.24 (2H, q,
J=THz), 4.60 (2H, s), 6.50 (1H, d, J=8Hz), 6.64
(1K, d, J=8Hz), 7.06 (1H, t, J=8Hz), 7.2-7.5

1.25 (3H, t, J=7Hz),

(L0H, m)
MS m/z : 474 (MY+1)

AAI0 15

CH.Cl, (30 mé)=<l 2-(N,N-CIHIE 3t
MOl NaC03(290 mg) ¥ m-2 ilﬂtﬂ}_&(%o mg)= OCOIAM EHISIACEH. 2 Al

BIZZSAINE)-5-t-RELUHEALESAI-1,2,3,4-H ECIS

=

| n

C2UTER(1.3 g9) = o
SOoF DB & ROHE B0 SLAIZICH

222 Y OMHIOIER =510, EE822 IN HCI 2, E3 NaHC0; & P42 MGt
D, MgSO, AUAM HEAIZI &, ZZGH0 SLAIZCH, SR2S A20F 2 ANAM AZ0IEDHTZ =HA
St 1,2-0IZAl-2-(N,N-CIHIE It 2HI2 L 2 A M2 )-5-t-2ECHY A2 =2A-1,2,3,4-HERSI E2LIEE
e ARACH. ALD| FE22 AMAIM 11D SAFE o2 H2l5tH 1,2-0ZAl-2-(N,N-CIH Z o242 &
2SAHE)-5-0SEAN2ELHE =2AI-1,2,3,4-HECS E2 LT (370 mg) S QUL
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<581>
<582>

<584>
<585>

<587>
<588>

1019960704963

iR (HE) . 1720 em™?

NMR (CDCly, &) : 1.25 (3H, t, J=7Hz), 1.6-1.9 (1H,
m), 2.1-2.5 (2H, m), 3.0-3.2 (1H, m), 3.59 (1H,
m), 4.23 (2H, q, J=7Hz), 4.58 (2H, s), 6.73 (1H,
d, J=8Hz), 6.93 (1K, d, J=8Hz), 7.08 (lH, t,
J=8Hz), 7.1-7.7 (10H, m)

MS m/z : 474 (M*+1)

HYAZ=Z2A-1-[2-(N,N-CIH I SHI2Y =S Al )HIE]-2-0l==A
0 mg) MU KHSO, (100 mg)S &HItotUCH. & = 2
2 EZ3} NaHCO; & A2 HIEGIUCH. HXAIZ EHE

me) 0l SoHAIZCH. ADl SHH E=2 =)
. T AIZE St A20A nEtAlIZI &, EHE I OIMHOIEZ =
2 2 22 MEGIACH. AXZ A2 Z20E TB56H0 SLARUCH. 22 222 N N-C
mé ZoAI2ID, OE EZ220tAIHOIE(0.2 M)E A 20 M 0I0 HII6HUCH =&
2t 2 2Z0A wBtAIZI2, OIE OlE OIMIHIOIE & 20 ZHAIRCH. RIISS =,
NaHCO =2 NESIUCH. HAXE Z20HE AId0 SLAILD, AFRSS A2t ZAUHM 22
EJIZ HAHoIH 1-[2-(N,N-CIHEIIEHI2LS A HE ]-2-HE-5-HSAIIIEELHE S AI-3,4-C]
SIESZ LI ER(310 mg)S AL

m
o =
n
nl
E
S
e
=
v
0
0
]
>

0
o
)
Im

e
>
W
kJ
10 0f0
12
o Mo
o -
o
Q'E -_
:Q
o

2
=g
o =

(N0 ™

1o um 9
o HO
-
=]
=]
ool

o

=

DoH_I

fon
0R

A

o KW=y e

Jal

_—

IR (YE) : 1740, 1700 cm™?

MMR (CDCls, &) : 1.25 (3H, t, J=8Hz), 1.89 (3H, s),
1.9-2.2 (1K, m), 2.8-3.3 (3H, m), 3.42 (1H, m),
3.8-4.1 (1H, m), 4.1-4.4 (4K, m), 4.62 (2H, s),
6.54 (1H, d, J=8Hz), 6.62 (1H, d, J=8Hz), 7.07
(1K, t, J=8Hz), 7.1-7.5 (10H, m)

MS m/z : 486 (MT+1)

A0 17

Mg [5.6,7,8-HIE2USI E2-6-(2-3| =S A0 E)-1-LIZE S AIJOLAIEIOI (50 mg), N,N-CIH LSt
24122 22¢201=(50 mg) & T2l (32 mg)2l EEF2S 100CHAM 1 Al2H 40 & St WBHAIZ| D, &
=22z A2 =, 0E OtAIHIOIE & IN S&ol SHHAIZCH. OIE OtMIHIOIEESES =, SEHOUEE
+=EN A o =NZ2 HSH2I ANEotD, MgS0, &f0IA AXAIZI =, MB6HH SEAIRLCH. &=F=
g del3t ZauM ZZ20IEJHII(SERA-ME OtMIHIOIE)Z HHMGHH Al 2-[5-(HSAIZE L
SAN-1,2,3,4-HEcsIE2-2-LIZE |0E N N-CIHEIZ2HIHI0IE(31 mg)S L ACH.

IR (®E) : 1755, 1705, 1195 em~!

MMR (CDCl3, &) : 1.30 (3H, t, J=7.1Hz), 1.25-1.42
(1H, m), 1.61-1.70 (3B, m), 1.86-1.93 (1H, m),
2.29-2.64 (2H, m), 2.71-2.97 (2H, m), 4.20-4.32
(4H, m), 4.61 (2H, s), 6.51 (1H, d, J=8.0Hz),
6.67 (1H, d, J=7.6Hz), 7.03 (1H, t, J=7.9Hz),
7.13-7.36 {(10H, m)

(+) APCI MS m/z : 474 (MY+1), 261

AAIGI 18

ZAA OIZRI(0.027 )2 AU SU(T me)0ll (5-0ISAIF2ELHSAI-1,2,3,4-EH E243|
S2--UTE)HES(0.12 g) ¥ H2IE(0.1 m)o S SU(2 m)S SCTHA FItotn, 4D
SUS AS(A 2 AN SOt MEHGIACE. AD| BHS EEB0 HSHA(2 m) 59 1,1-CIHY6I S8}
T HAe(0.10 g) ¥ H2IE(0.05 M) SUS FHIISIACH A20MH 3 Al SO 4D SUS WA
D, 5 AN, 2 Y AT ANE 5, FUUESHHAN AZADID, ABSH SLARG. FR2SS &
213F 2AWAN FZOFETHT (- A-0ZOIMEIOIE)E FHGHD 24 DHQ 2-[[(5-USAFIZ2 L0
SA-1,2,3,4-BHIERt5I S2-1-LEE)HSAGI 22 L ]-1, 1-0IH 6 2R (0. 13 9)2 2 ALt
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<590>
<591>

<593>
<594>

<596>
<597>

1019960704963

NMR (CDClz, &) : 1.29 (3H, t, J=7.1Hz),
1.65-2.00 (3H, m), 2.44-3.32 (4H, m), 4.25 (2H,
q, J=7.1Hz), 4.15-4.44 (2H m), 4.62 (2H, s),
6.56 (1H, d, J=7.8Hz), 6.65-7.20 (8H, m), 7.20-
7.40 (5H, m)
MASS (APCI) m/z : 475 (M*+1)
AAIO 19

N.N-CIBIE L S0t01E(2 m)S2 ole (6-0t01=-5,6,7,8-
(83 mg) X 4- LIEEIHI“'( IZGIEL)HZ=LEUI0IE(116 mg) EHUS 50CHAM 1 A2+ 302 =t wEetD
2228 dARN2 =, OlE OtNHIOIEE =ZolRUll. FE=S SHUUES 8% X S+F 58 Al
Hotld, BMUESHNAM AXAIZ =, NSotl SZAAL. &F7RES &eldt QQOHH AZ0tEHT]
( SAU-0E OLMIEHIOIE)Z FAotH 2ol H“Iol g N-[1,2,3,4-HIESIEZ-5-(HSAIH=ZEL 0
A)-2-LtZE ]I 2HHHI0I E(110 mg)E L AL,

HECISIE2-1-LIZE S Al) OLAIHIOI E

IR (W& ) : 1750, 1720, 1705, 1210 cm~!

NMR (CDCly, &) : 1.29 (3H, t, J=7.1Hz), 1.79 (1H,
m), 2.04 (1H, m), 2.65 (1H, dd, J=16.4, 8.0Hz),
2.79-2.89 (2H, m), 3.11 (1H, dd, J=16.3, 4.5Hz),
4.04 (1H, m), 4.26 (2H, q, J=7.1Hz), 4.62 (2H,
s), 4.91 (1H, br d), 6.54 (1H, d, J=8.1Hz), 6.71
(1H, d, J=7.6Hz), 6.8l (1H, s), 7.06 (lH, t,
J=7.9Hz), 7.15-7.35 (10H, m)

(#) APCI MS m/z : 167

[0l 20

}é

rnz >
E]
=
D
52
(=]
n
I'\D
3
=
Ot
10
£

2,3, 4-HIECISIE2-5-(HISAIIIZELENS
o nlgkEl E“’“Oﬂ 60% =ASLIES

7 A2t Seb WBAIZI =, 60% =AFLE

= Eg=sS A20A SO'EOF

[HGtD, SM0IOUSAUAM AXA
(= EXU-0IE OLMIHIOIE)Z A

2,3, 4-HERISIEZ-5-(HSAIZEELHSEAN)2-LUZE]HE ]2

I
=
m
'ﬁ
o
=
sz
|m
:,
=}
e
o
FO M
O
2Inn

IR (Wg) : 1755, 1730 ( &2t} ), 1690, 1200 cm™*

NMR (CDCly, &) : 1.25-1.45 (1H, m), 1.85-2.15 (2H,
m), 2.35-2.8 (3H, m), 2.96 and 3.08 (3H, s),
3.05 (1H, m), 3.3-3.5 (2H), 3.79 (3H, s), 4.63
(2H), 6.51 (1H, d, J=7.9Hz), 6.66 (1H, m), 6.82
(1H, s), 7.03 (1H, m), 7.18-7.33 (10H, m)

(+) APCI MS m/z : 167

A0 21
OtNIELIEE (10 mﬁ) 2 S5 m) ESEE -(NN-CIHEII2HI2L S AIHE)-5- OHEAIJ}E‘:'
HHE=2AI-3,4-ClolE2LIZERI(270 mg) SUUH 4-HE22ZE N-SAE(0.34 m) L 0s0,(1 me, -2
= 5%)E 0COA EHIIGHACH. 4 Al SO WBHAIZI &, K= 0IE OLMIHIOIEZ SIAAIR
. E8 HCI S, X3} NaHCO; & 22 MIHGtLD, MgS0, &0A 2EA
0. &F=S Aot 2H0A AZ20IE0HTIZ X
AHE)-5-UHSASI2EE2EHESAI-1,2,3,4-HEUSIEZL

I
ru
!
01>|
1o
r\a

=g

2l =, U350 SEA
NN-CIHEIt2H2 Y =

IE
ﬂy"
]
ne o
Q
[wl

IR ( UE) : 3400, 1720 em~ L.

NMR (CDCly, &) : 1.29 (3H, t, J=7Hz), 1.6-2.2 (2H,
m), 2.6-3.2 (4H, m), 4.25 (2H, q, J=7Hz),
4.4-4.6 (3H, m), 4.61 (2H, s), 6.61 (1H, m),
7.1-7.6 (12H, m)

MS m/z : 474 (M*t-17)
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<600>
<601>

<603>
<604>

<606>
<607>

<609>
<610>
<611>

<613>
<614>

1019960704963

HZ0 22
HZEO 210t FASH HHO = 61D stE=28 2 ACH.
1

1=[2-(NN-CIH Z It E2HI2L AN M E ]-1,2-CISIESAI-5-0SANZELHE S AI-1,2,3,4-HE

etolE2LHZE

IR (YE ) : 3450, 1740, 1705 cm™ %

NMR (CDCls, &) : 1.25 (3H, t, J=7Hz), 1.7-2.2 (4H,
m), 2.6-3.0 (2H, m), 3.82 (1H, m), 4.2-4.4 (4H,
m), 4.59 (2H, s), 6.50 (1H, m), 7.1~7.4 (12H, m)

MS m/z : 488 (M*-17)

A A0l 23

CHCl, (30 me)=9 1,2-0IZAI-2-(NN-CIHEIHZH 2L SAINE )-5-UHSAIIESLHE SAI-
1,2,3.4- E1|EEP6|‘:§LE (0.2 g) 01 HF-TI2IE (0.5 m)S 0CHA BItGHACEH. 2 Al2t S
bl 5t =, EME X350l MAGIACH. HFEE HE O}HIEIIOIEE FEOIALE. EF=S IN HCI A,
L3t NaHCO3 & %‘#E NI=otal, MgSO, &H0llA 2EZAIRI =, ABot0l SEAIRULH &FES Aot 24
A A=20tEDNIZ FHSHH 1—229§ 2-0|ESAI-2-(N N-CIHE I 2HI2 L S AN E )-5-0 S AIFt =2

SBYNESAI-1,2,3,4-HERICIEZLUHEZER(70 mg)S 2 ACH.

IR (YE) : 1700 cm™!

NMR (CDCl3, &) : 1.26 (3H, t, J=7Hz), 1.5-2.1 (4H,
m), 2.6-3.0 (2H, m), 4.0-4.5 (4H, m), 4.62. (2H,
m), 5.20 (1K, d, J=52Hz), 6.69 (1H, m), 7.0-7.5
(12H, m)

MS m/z : 494 (MV+1)

A0 24
CHLCl, (10 me)Z9 2-5IEFAI-2-(NN-CIHEIHZH 2L KAINE )-5-UHSAIIEZ2LHE KAI-
1,2,3,4- E1|EEP |IE2LIZEI(100 mg) EXH0 EcIZER223 CINE00IL-&(0.5 M)E -78CH A HIt
OtALCH. 30=2 S wptst = SFESS &3 NaHC0; & === M=ot MgS0, &0A HXAZIL, &S
SHoll t”/\|94D 228 AelIt ZANAN 220IEDNHIIZ FHGHH 2-E222-2-(NN-CIH Z =28}
/\ —

DASAINE)-5-0l5 1,2,3,4-HECSIE2TUHELI(40 mg)E LAUACH.

NMR (CDCly, &) : 1.25 (3H, d, J=THz), 1.6-2.0 (2H,
m), 2.8~3.0 (4H, m), 4.26 (2H, q, J=7Hz), 4.27
(2H, d, J=22Hz), 4.76 (2H, s), 6.54 (1H, d,
J=8Hz), 6.64 (1H, d, J=8Hz), 7.06 (1H, t,
J=8Hz), 7.1-7.5 (10H, m)

MS m/z : 478 (M*+1)

HIZ0 25

A0 242 AL HE2Z o) stetES UL

1=[2-(NN-CIHE It Z2HI22 S A E]-2-ER22-5-0SAIHEBEHE S AI-1,2,3,4-H Eetal
CZLEEd

NMR (CDCly, &) : 1.25 (3H, t, J=THz), 1.7-2.1 (4H,
m), 2.6-2.9 (2H, m), 4.1-4.4 (4H, m), 4.60 (2H,
s), 6.5-6.7 (2H, m), 7.0-7.4 (11H, m)

MS m/z : 492 (M*+1)

A0 26

CIZ22ME(5 m)E2 2-[(3,4-CI5IE2-5-UHSAII2EE2LHSAl—2-LIZE )M € ]-6-CIH £ 0l
E T

OlA &AM EXIA

2-3(2H)-II2ICHXI=(0.20 g) X 3-2R2HSAIMELH(94 ng) BUS HEI|(% 15
20 Blg 2822 MBS AL, FE22 0 ONHIOIE U BULALLIES S0 2HA
AL Rl B2 2SI, 2 U B2 AN 2 WD, HOK AZASID, DI SR T
22 2 0L OMHOIS(s m)ol OMEM(ILE)SO| 10% BAN ZISS +4(1 atm)oHol A20A 4
A2t Sob mEIEIQICH. SIS GIBZ RS, OIS NS0 SLAZCH HBSS M2i5 A 2



<616>
<617>

<619>
<620>
<621>

<623>

<625>

1019960704963

g AZ0FEDN Ul (n-S A0 E PHIHIOIE =2:1~1:1)2 WMt &M 2201 2-[(1,2,3,4-H Eclol=
oroiC} E-5-0HSANHEELHSAI-2-0IEEA-2-LUHEZE )HE |-6-CIH L I E-3(2H)-Tl 2/ Ct Xl =(0.08
IR (CH,Cl,) : 3600-3100, 1750, 1660 em™1
NMR (CDCl,, 8) : 1.29 (3H, t, J=7.1Hz), 1.60-2.00
(2H, m), 2.75-3.00 (4H, m), 4.20-4.35 (4H, m}),
4.61 (2H, s), 5.43 (1K, s), 6.53 (1H, d, J=8Hz),
6.61 (lH, d, J=8Hz), 6.90-7.35 (13H, m)
MASS (+ APCI) : 525 (M't+1)

AAIO 27
CISAH1.5 me)Uiel 2-[(5-0IEAII2BLHSAI-1,2,3,4-H Etsl S 2-1
UZE)HSEANZEL]-1,1-CHLYSI SR (0.17 g) L IN 24EUES 22%(1 m)o
M 302 SO mEED, 018 5% A& U K OLMEIOIEN 2HHAIZCH 27 52 ¥
MUESAMNA AZXAIFID, T SLAIZCH R 22 922 MEGD, FAUE
20 =, XTI ZSLAIZC. HR2S 0AZREE2 HE3I0 SM 20l 2
1,2,3,4-HERIS|E2-1-UZE)HEAGI2EY]-1, -CIHY 5| =2HX1(0.08 g)2 2 ULCH
IR (7% ) : 3230, 1730, 1700 cm™!
NMR (CD30D, 5) : 1.49-2.01 (4H, m), 2.70-3.13 (3H,
m), 4.10-4.47 (2H, m), 4.48 (2H, s), 6.62-7.30
{14H, m)
MASS (APCI) m/z : 447 (MT+1)
MZ=0 28
AAIGl 3, 4 L 81 RAISH HHOR 51| SHEESS VUL
i (1) S-2-[(1,2,3,4-BHI Eat5| S 2-5-I2 =2 A H S Al-2-LH Z ) K2 ]-6-Cl Bl < 0l £-3(2H) - BICHXI
[a]§> = -27.6° (€=0.75, CH,Cly)
mp : 144-145°C
IR ( ¥&) : 2600-2200, 1740, 1640, 770, 700 cm™t
NMR (DMSO—ds, 8) : 1.20-1.45 (1H, m), 1.70-1.90 (1H,
m), 2.10-2.90 (5H, m), 3.90-4.10 (2H, m), 4.65
(2H, s), 5.57 (1H, s), 6.55-6.65 (2H, m), 6.90-
7.05 (2H, m), 7.20-7.35 (11H, m), 12.96 (1H, br
s)
MASS (+ APCI) : 481 (M'+1)

(2) 2-[(3,4-CI5IE2-5-IH2=2AHEAI-2-LI I ) H E ]-6-CIHI Z K E-3(2H) -1 2| CH Kl =
mp : 156-158°C
IR (%% ) : 1710, 1630 cm™!
NMR (DMSO-dg, &) : 2.12 (2H,.t, J=8.9Hz), 2.67 (2H,
t, J=8.9Hz), 4.66 (2H, s), 4.74 (2H, s), 5.56
(1H, s), 6.13 (1H, s), 6.62 (1H, d, J=7.9Hz),
6.71 (1H, d, J=7.9Hz), 6.95 (1H, d, J=9.6Hz),
7.05 (1H, d, J=7.9Hz), 7.15-7.40 (11H, m), 13.0
(1H, br s)
MASS (+ APCI) : 479 (M‘+1)

(3) 2-[(1,2,3,4-HECtoI EZ2-5-IIESAIHSA-2-6|ESA-2-LIZE)HE]-6-CIHEH E-
3(2H)-TlelCtXle=
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mp : 122-123°C
IR (¥% ) : 3600-3200, 1730, 1650 cm~?!
NMR (CDCls, 8) : 1.50-1.80 (2H, m), 2.50-3,00 (4H,
m), 3.82 (24, br s), 4.23 (1H, d, J=13.9Hz),
4.37 (1H, d, J=13.9Hz), 4.63 (2H, s), 5.44 (1H,
s), 6.50~6.65 (2H, m), 6.95-7.40 (13H, m)
MASS (+ APCI) : 497 (M*+1)
<627> (4) 1-[(3,4-CIBIE2-5-It 22 AIHSEAl-2-LIZE ) HE1-5-ClH Z M 2-2( I1H)-T 2l =

mp : 181-182°C
IR (¥F ) : 1730, 1650 em™!
NMR (DMSsO-dg, &) : 2.11 (2H, t, J=8.3Hz), 2.72 (2H,
t, J=8.3Hz), 4.61 (2H, s), 4.69 (2H, s), 5.41
(1H, s), 6.03 (1K, s), 6.43 (1H, d, J=10.2Hz),
6.60 (1H, d, JU=7.4Hz), 6.72 (1K, d, J=8.0Hz),
7.00~7.35 (13H, m), 12.98 (1H, br s)
MASS (+ APCI) : 478 (M*+1)
<629> (5) 1-[(3,4-CIGIE2-5-It 22 AIHSA-2-LIZE ) HE-3-CIHLHE-2( IH)-T2l=

mp : 186-188°C

IR ( TZ) : 1750, 1640 cm~}

NMR (DMSO-dg, &) : 2.13 (2H, t, J=8.2Hz), 2.74 (2H,
t, J=8.2Hz), 4.66 (2H, s), 5.65 (1H, s), 5.99
(1H, s), 6.25 (1H, t, J=6.8Hz), 6.59 (1H, d,
J=7.3Hz), 6.71 (1H, d, J=8.0Hz), 6.87 (1H, d,
J=6.7Hz). 7.00-7.35 (11H, m), 7.59 (1H, d,
J=6.7Hz)

<631> (6) 2-[2-(5-3I2 =2 AIHSAI-1,2,3,4-EIE2t5| =2-1-LIZE) 0l € ]-6-CIH £ Bl 2 -3(2H)-TI 2| CH X
==
NMR (CD30D, &) : 1.60-2.25 (6H, m), 2.55-2.90 (3H,
m), 4.11-4.29 (2H, m), 4.47 (2K, s), 5.55 (1H,
s), 6.54-6.61 (2H, m), 6.88-6.90 (2H, m), 7.17-
7.35 (11H, m)
MASS (APCI) m/z : 495 (M%*+1)
<633> (7) 2-[(5-2I2=2 A0S AlI)-1,2,3,4-H Eclo|E2-2-LIZE |} & N,N-CIHEII28IH0IE

mp : 175-177.5°C

IR ( =% ) : 2750-2250, 1765, 1675 cm~!

NMR (DMSO-dg, &) : 1.24 (1H, m), 1.57 (3H, m), 1.79
(1, m), 2.2-2.5 (2H, m), 2.65-2.85 (2H, m),
4.19 (2H, m), 4.65 (2H, s), 6.56-6.64 (2H, m),
7.00 (1H, t, J=7.8Hz), -7.18-7.33 (10H, m)

(+) APCI MS m/z : 446 (M*+1), 233
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(8) [5-(Ft=E=AIHEAI)-2-HE-1,2,3,4-HE2 EZ-2-LIZE1HE N N-CIHEIZ2HIH0IE

IR ( ¥%) : 1700 em™?!

NMR (CDCly, &) : 0.83 (3H, s), 1.44 (2H, m), 2.2~2.9
(4H, m), 3.92 (1H, d, J=10.6Hz), 4.08 .(1H, d,
J=10.6Hz), 4.65 (2H, s), 6.53 (1H, d, J=8Hz),
6.66 (1H, d, J=8Hz), 7.06 (1H, t, J=8Hz), 7.2-
7.5 (10H, m) _

FAB MS m/z : 446 (M‘+1)

SAI0I 29

IN =AMSIUHES =EHU(0.20 M), HES(1 m) 2 1,2- El[HIE/\IOHEFU me)

3 1w
o
=
I

ER =32 HXg
€4 N-[[1,2,3,4-HECISIE2-5-(HSEAIEE ‘é[HIEAI)—Z—L}E OIE]II2HI001E(60 mg) EHE A
20A 302 St WEAIIILD, IN a2z S3tAl2l =, e OtAIHIOEZ ==otUlt. === S+
2 MEGILD, SM0IOUSHUA AXAIZD =, &S6H0l SZARC. 224 523 C0AZZE
HEZSH =SL3AA M 2ol A IEH N-[(1,2,3,4-HEANEZ-5-(FIZ2ZFAIUHSAl)-2-LIZ

mp : 160-161°C

IR (FF ) : 3350, 2800-2300, 1755, 1685 cm™ 1

NMR (DMSO-dg, &) : 1.2-1.35 (1H, m), 1.84 (2H, m),
2.25-2.5 (2H, m}), 2.7-2.85 (2H, m), 3.01 (2H,
m), 4.64 (24, s), 6.56-6.67 (3H, m), 7.00 (lH,
t, J=7.8Hz), 7.30-7.38 (10H€, m), 7.57 (1lH, t),
12.9 (1H, br)

{(+) APCI MS m/z : 412

MZ0 30
AAIGI 299 SAMEH HEO2 50| BE2S UL
e (6- L= g-2z2-5-(3t2= 2.3, 4-BIERISIS2-2-LIZE e N,N-CIH L3 20t
mp : 138-144.5°C
IR (%% ) : 2700-2300, 1740, 1710 cm~ !
NMR (DMSO-dg, &) : 1.23 (1K, br m), 1.84 (2H, br m),
2.12-2.27 (1H, m), 2.35-2.6 (1H, m), 2.7-2.85
(2H, m), 4.05-4.15 (2H, m), 4.66 (2H, s), 6.69
(1H, d, J=8.8Hz), 7.15-7.42 (11H, m)
(+) APCI MS m/z : 466 (MT+1)

A0 31

OIEHS (20 m)ZSl (2R)-2-31 S A-2-(NN-CIHEII U 2L S AHE )-5-HS A2 2L HISAl-
1,2,3,4-BEBISR2LUIZ(0.9 o) SUM IN NaOH B(1.9 ™)S HIISIACH 4 AL SO 52 2
SO mulst =SS AZs0l NG (R)-[-(IZZAHSAN-2-5ISSAI-1,2,3,4-H RIS S

| = =

HY32HH0ES LES (0.9 g)

IR ( ¥2) : 3400, 1700, 1580 em~!

NMR (Dp0, &) : 1.2-1.6 (2H, m), 2.1-2.6 (4H, m),
3.72 (1H, d, J=11.0Hz), 3.85 (1H, d, J=11.0Hz),
4.13 (2H, s), 6.29 (2H, m), 6.4=7.0 (11H, m)

FAB MS m/z : 470 (M'+1)

HPLC : JOIZ& AGP, 8% OLMIELIEZ/0.02N 214t 2tF M (pH=6.0), 5.3 M/E
A0 32

A0 6 ¥ 310t KA HH2Z G| 2SS RUCH.
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<650> (1) HZ5IE N-[5-(IIE=SAIHSAI)-1,2,3,4-HECIGIESZ2-2-LIZE |IIZHIHO0IES LIEES

mp : 209-223°C (£3)

IR (¥% ) : 3340, 1695, 1615, 1250 cm™%

NMR (DMSO-dg, &) : 1.57 (1H, m), 1.94 (1H, m),
2.51-2.67 (2H, m), 2.83-2.92 (2H, m), 3.60 (1H,
m), 4.10 (2H, s), 6.48-6.56 (2K, m), 6.69 (1H,
s), 6.94 (1H, t, J=7.9Hz), 7.26-7.38 (10H, m),
7.57 (1K, d, J=7.2Hz)

FAB MS m/z : 454 (MY+1), 432

<652> (2) (2S)-[5-(FIESAINEA)-2-0IEEA-1 2,3, 4-HEZSIEZ-2-UZE]HE NN-CIHEIHZE
BIOIOIES LIEES

<653> HPLC @ JIOIZ & AGP, 8% OLMIELIEZ/0.02N Ql&tY 2HZM(pH=6.0), 7.4 m/E

<654> (3) [6-(Ft=SAIBSAI)-3,4-Clol=E2-2-LtZE]HE N N-CIHEIZ2HIHOIES UHES <

IR ( &) : 1710 cm™L '

NMR (DMSO-dg, &) : 2.0-2.2 (2H, m), 2.6-2.8 (2H, m),
4.08 (2H, s), 4.68 (2H, s), 6.21 (1H, s), 6.50
(1H, d, J=8Hz), 6.60 (1H, d, J=8Hz), 6.98 (1H,
t, J=8Hz), 7.2-7.5 (10H, m)

FAB MS m/z : 452 (M*+1)

<656> (4) [5-(I2=2AHSAl)-1,2-CIGIE=AI-1,2,3,4-HIE2ISI E2-2-LIZ L | HIE N,N-CIH LI 24}
HOIEQ LEE
IR ( ¥Z) : 3400, 1650-1600 cm~1
NMR (DMSO-dg, &) : 1.6-1.8 (2H, m), 2.5-2.8 (2H, m),

4.0-4.9 (SH, s), 6.53 (1H, m), 6.9-7.5 (12H, m)
FAB MS m/z : 486 (MY+1)

<658> (5) [5-(Ft=2=AIBSAI)-1,2-01Z A1-1,2,3,4-HIEtsIE2-2-LIZE JHE N N-CIH E 3= 800l

Eo LHEEHY

-

IR ( =) : 1700, 1590 cm!

NMR (DMSO-dg, &) : 1.4-1.7 (1H, m), 1.9-2.2 (2H, m),
2.8-3.1 (1H, m), 3.65 (1H, s), 4.08 (2H, s),
4.20 (1H, d, J=12.0Hz), 4.52 (1H, d, J=12.0Hz),
6.71 (1H, d, J=8Hz), 6.84 (1H, d, J=8Hz), 7.05
(18, t, J=8Hz), 7.2-7.5 (10H, m)

FAB MS m/z : 468 (M'+1)

<660> (6) (trans)-[5-(Ft2=Z2AIHEA)-1-3|E=AlI-1,2,3,4-HIERIGI S 2-2-LIZE | HE N,N-CIH Lt

ZSHIHIOIES LIEEYH

IR ( FZ) : 3400-3200, 1700, 1590 cm™t

MMR (DMSO-dg, &) : 1.2-1.5 (1H, m), 1.6-1.9 (2H, m),
2.2-2.8 (2H m), 4.06 (2H, s), 4.1-4.4 (3H, m),
6.52 (1K, d, J=THz), 6.8-7.1 (2H, m), 7.1-7.5

(10H, m)
FAB MS m/z : 470 (M*+1)
<662> (7) (cis)-[5-(FI22AIHEA)-1-3IE2Al-1,2,3,4-HERI5|E2-2-LIZE | HE N N-CIHYII2

HIHIOIES HEES
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IR (% ) : 3400-3200, 1690, 1590 cm~ !
MMR (DMSO-dg, &) : 1.4-2.0 (3H, m), 2.2-2.8 (2H, m),
4.10 (2H, s), 4.1-4.4 (3H, m), 6.58 (1H, d,
J=8Hz), 6.74 (1H, d, J=8Hz), 7.00 (1H, t,
J=8Hz), 7.1-7.5 (10H, m)
FAB MS m/z : 470 (MV+1)
<664> (8) [5-(HZ2=2AIHEA)-1-E222-2-5|==Al-1 2,3,4-HE6IS2-2-L T JHE N,N-CIH
UILZHIHOIES LESY
IR (%% ) : 3400-3300, 1710, 1600 cm !
NMR (DMSO-dg, &) : 1.4-2.2 (2H, m), 2.5-3.2 (2H, m),
3.9-4.5 (4H, m), 5.00 (1H, d, J=52Hz), 6.7-7.5
(13H, m) :
FAB MS m/z : 488 (M'+1)
<666> (9) [5-(tZ=2AIHSA)-1,2-0IL8-1,2,3,4-HI E2t5I S 2-2-LI T O E N,N-CIH L3200l
E9 LHEEY
IR ( %) : 1700, 1600 cm™1
NMR (DMSO-dg, &) : 0.8-1.4 (2H, m), 1.7-2.1 (3H, m),
3.0 (1H, m), 4.06 (2H, s), 4.10 (1H, d,
J=10.8Hz), 4.20 (1H, d, J=10.8Hz), 6.50 (1H, d,
J=8Hz), 6.71 (1H, d, J=8BHz), 6.93 (1H, t,
J=8Hz), 7.2-7.6 (10H, m)
FAB MS m/z : 466 (M'+1)
<668> (10) [5-(I22AHEA)2-E2222-1,2,3,4-HESIS2-2-LIZ |02 N,N-CIH LI 260

OIES LIEE ¢

IR(}Z) : 1700, 1600 cm™

NMR(DMSO-ds, ) : 1.6-2.0(2H,m), 2.5-3.0(4H.m), 4.08(2H.s),
4.25(2H d, J=20Hz), 6.47(1H.d.J=8Hz), 6.51(1H. d. J=8Hz),

6.97(1H.d,J=8Hz), 7.1-7.5(10H.m)

FAB MS m/z @ 472 (M +1)
<671> (11) 2-[5-(FI22AIHEA)-1,2-HIE&l-1,2,3,4-EI E2t5| S2-1-L} T |0l N,N-CIH ' It 2 b}
HOIEQ LESY
IR (¥2 ) : 1705, 1600 cn™!
NMR (DMSO'-d6, d : 0.5-0.8 (2H, m), 1.0-2.0 (5H, m),
2.5-3.0 (2H, m), 4.05 (2H, s), 4.0-4.3 (2, m),
6.49 (1H, 4, J=8Hz), 6.8-7.0 (2H, m), 7.1-7.5

(10H, m)
FAB MS m/z : 480 (M¥T+1)
<673> (12) 2-[5-(Ft22AHSAl)-2-5EEA-2-HE-1,2,3.4-HERS E2-1-LIZE O N N-CIHY

JIZ2HIHIOIES LHESY
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<681>

<683>
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IR (%= ) : 3400, 1700, 1600 cm™!
MR (DMSO-dg, §) : 1.05 (3H, s), 1.1-2.0 (44, m),
2.0-2.4 (2H, m), 2.75 (1H, m), 4.07 (2H, s),
4.0-4.3 (2H, m), 6.18 (1H, d, J=8Hz), 6.46 (1H,
d, J=8Hz), 6.85 (l1H, t, J=8Hz), 7.1-7.5 (10H, m)
FAB MS m/z : 498 (MT+1)
(13) 2-[5-2IZ2=2AHEAl)-2-HE-3,4-LIolE2-1-LIZE ]JIE N N-CIHEIIZ2HIH0IES UE

=1
IR ( %) : 1700, 1600 cm™!
NMR (DMSO-dg, &) : 1.68 (3H, s), 2.0-3.2 (4H, m),

3.2-4.2 (4H, m), 4.12 (2H, s), 6.5-6.7 (2H, m),

7.0-7.8 (11H, m)
FAB MS m/z : 480 (Mt+1)

(14) 2-[5-(H2=2AIHEAI)-1,2-CISIS=2AI-1,2,3,4-HERI5I S2-1-LIZE 0l ) N,N-CIH Lt
ZHIHOIES LEEY

IR ( xz) : 3300, 1700, 1590 cm™!
NMR (DMSO-dg, &) : 1.7-2.2 (4H, m), 2.5-2.7 (1H, m),

2.8-3.0 (1H, m), 3.75 (1H, t, J=5.4Hz), 4.0-4.3
(2H, m), 4.38 (2H, s), 6.6-6.8 (lH, m), 7.0-7.4
(12H, m)

FAB MS m/z : 500 (M™+1)
(15) (cis)-2-[5-(FHZ=AIHEA)-2-3|S = Al-1,2,3,4-EIER+51 S 2-1-L+ T N N-CIHL

Jl2HH0IES] LESY

IR ¢ ¥%) : 1700, 1600 cm~t

NMR (DMSO-ds, 3) : 1.5-211 (4H,'m), 2.4-2.8 (3H, m),
3.83 (1H, m), 4.06 (2H, s), 4.0-4.3 (2H, m),
6.29 (1H, d, J=8Hz), 6.46 (1H, d, J=8Hz), 6.87
(1H, t, J=8Hz), 7.1-7.5 (10H, m)

FAB MS m/z : 484 (M*+1)

(16) (trans)-2-[5-(tZ2=2AIHSAlI)-2-5|E=A-1,2,3,4-HES E2-1-LLZE 0 N,N-CIH

SIOIEHHO0IES LLEEZ
IR ("%%) : 1700, 1600 cm™!
NMR (DMSO-dg, &) : 1.5-1.9 (4H, m), 2.5-2.7 (3H, m),

3.73 (1H, m), 4.06 (2H, s), 4.0-4.3 (2H, m),

6.39 (1H, d, J=8Hz), 6.45 (1H, d, J=8Hz), 6.87

(1H, t, J=8Hz), 7.1-7.5 (1CH, m)
FAB MS m/z : 484 (M¥T+1)

(17) 2-[5-(I2=2AHSEA)-2-Z2222-1,2,3,4-H EtsIS2-1-LZL ]2 NN-CIHL 326}
HOIES LHESY
IR (%& ) : 1700, 1600 cm™!
NMR (DMSO-dG, 8) : 1.5-2.0 (4H, m), 2.5-2.9 (3H, m)
3.73 (1K, m), 4.08 (2H, s), 4.0-4.3 (2H, m},
6.41 (1H, d, J=8Hz), 6.49 (1H, d, J=8Hz), 6.91
(1H, t, J=8Hz), 7.1-7.5 (10H, m)

(18) 2-[5-(HE=AMHSAI)-1-5IE5AI-1,2,3,4-HEctcIE2-1-UHZE]0IE N N-CIHE =0t

64-58



<687>

<689>
<690>

<692>
<693>

<695>

<696>
<697>
<698>
<699>

1019960704963

HOIEQ LIE

IR (%) : 3400, 1700, 1600 cm™t
NMR (DMSO-dg, 8) : 1.4-2.0 (6H, m), 2.5-2.6 (2H, m),
4.0-4.2 (2H, m), 4.37 (2H, s), 6.58 (lH, t,
J=5Hz), 7.02 (2H, d, J=5Hz), 7.1-7.5 (10H, m)
FAB MS m/z : 484 (MT+1)
(19) 2-[5-(312 =2 AIHEA)-3,4-CI5IS2-1-LIZ L] 02 N N-CIHLII2HH0IES LE

IR (¥% ) : 1700, 1600 cm™!

MMR (DMSO-dg, &) : 2.0-2.2 (2H, m), 2.5-2.7 (4H, m),
4,0-4.3 (4H, m), 5.75 (1H, m), 6.63 (1H, d,
J=8Hz), 6.80 (1H, d, J=8Hz), 6.98 (1lH, t,
J=8Hz), 7.0-7.4 (10H, m)

FAB MS m/z : 466 (MT+1)

A A0l 33

0.IN =4IStLUIES(1.27 M) &L NE252 MXsIE2 N-HIE-N-[[1,2,3,4-H ECSI =2-5-(0
SAIIEZLHEA)-2- LPE%][HIE']D FE2HIHIOIE(60 mg) EXS A20M A wEH6tD, BJS—GFOH se
ANZCH SJ[EE n-HMUZ2H Z23AIH &4 2l HX5|=2 N-HE-N-[1,2,3,4-HESIEZ
-5-(FtI2EAHSAN-2-UEZEHE]H2HIHO0IES] LHESH (50 mg)S LACH.

mp : 100-105°C

IR (%% ) : 1695, 1605, 1200 cm’

NMR (DMSO-dg, &) : 1.2 (1H, br m), 1.75-2.05 (2H,
m), 2.25-3.1 (4H, m), 2.87 and 3.08 (3H, s),
3.2-3.4 (2H, m), 4.06 (2H, s), 6.48 (2H, br d),
6.70 (1H, s), 6.94 (1H, br t), 7.2-7.4 (10H, m)

FAB MS : 482 (M*+1)

AAIGI 34

IN SAMSUES =BH(2.0 M), HES(7 ™) L 1,2-CIHSAIE(7 m)S2| [1,2,3,4-E =2t
SIS2-5-(HSADIEZ2LHSA)-2-LIZL]HE NN-CIHLII2HHOIE(600 ng) BUS A20AN 402
SO WEGID, IN QMO F3HAIZ =, XTSI SLAIIIN, O OMEIOIE X S0l SHHAIZT
SJ B2 g42 ML, FANOIUBLUAN AZA 2, WD SLAZC. FB2S n-HAO
2 M50l 24 22500 ng)S 2D, 018 HES(20 ™), HES(30 ™) & HIE2IGS2ERH(10 )
SE20 SHAIACH. SAS IN SUFHUES $BU(1.10 mfz)ﬂ S8, AT SLAAC. BE
ES n-HUOR MEGO 24 22l [S-(FSZAIHSA)-1,2,3,4-H ERAG S 2-2-LHTLIE NN
o 2H00I= e LIE S (475 ng)S 29ACH

IR (%2 ) : 1715, 1625, 1600 (2€d) cml

NMR (DMSO-dg, &) : 1.24 (1H, m), 1.83 (2H, m), 2.25-
2.81 (4H, m), 4.03-4.08 (4H, m), 6.45-6.52 (2H,
m), 6.92 (1H, t, J=7.8Hz), 7.20-7.43 (10H, m)

FAB MS m/z : 454 (M*+1)

C26H24NN3050“ (st | 2A

OI2X|: C 68.87, H5.33, N 3.09

A=X: € 68.59, H5.31, N 3.08
AAIGI 35

al

DOHE]-5-CIHEZHE-2(1H)-T2l=(100 mg) ¥ &
20| 10% EtAd Zets(50% ‘:,;) S22 A420AM =2 Il UOIGHH 5 Al2FSet wBGHALH. =
HE MU E HIAGHD, HUHS IlT—EPOﬂ LAIZCH HRES o3t 2y AZ0OEININ(CIZBZZ
HIEHMES=5:1)2 FHMStH &M 220l 1-[(1,2,3,4-HE2UNEZ-S5-IHESAUHSAI-2-LUZE)HE-
5-CIHLOIE-2(1H)-Tl2l=(94.5 mg)% AL

J
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mp : 162-163°C

IR (%2 ) : 1670, 1610 cm™1

NMR (DMSO-dg,8) : 1.10-1.40 (1H, m), 1.70-4.00 (8H,
m), 4.28 (2H, s), 5.39 (1K, s), 6.35-6.55 (4H,
m), 6.90-7.00 (1H, m), 7.10-7.50 (11H, m)

MASS (+ APCI) : 480 (MT+1)

A0 36
AAI0I 352 FAISH HRHOZ oD StEt28 AL,
1-[(1,2,3,4-HECSI EZ-5-HESAINSA-2-LIZE)HE ]-3-CIHE N E-2(1H)-T 2l =

mp : 185-187°C

IR (%& ) : 1730, 1640 cm™!

NMR (DMSO-ds, 5) : 1.20-4.00 (9H, m), 4.30 (2H, s),
5.64 (1H, s), 6.15-6.25 (1H, m), 6.45-6.60 (2H,
m), 6.70-7.40 (12H, m), 7.55-7.70 (1lH, m)

A A0 37

A0 31 |AtE & 2-[5-(0ISAIPIZE2 LS Al)-2-
NN-CIHE I ZSHIH0 EZRH 2- t2SA HISA-2-01€-1,2,3,4-
CIHEJ=BI0I0IES LHEEE S HIZE@H&EL

Hrﬁ
T 10
w HU

IR (%2 ) : 1700, 1600 cm™!

NMR (DMSO-dg, &) : 0.86 (3H, d, J=6.4Hz), 1.3-2.9
(4H, m), 4.0-4.2 (4K, m), 6.33 (1H, d, J=8Hz),
6.46 (1H, d, J=8Hz), 6.87 (1H, t, J=8Hz), 7.1-

7.5 (10H, m)
FAB MS m/z : 482 (M™+1)
AAICI 38

= 5% OE OMIEHIOIE E82F2 (2R)-[5-(IIZ=AINSAI)-2-561=5Al-1,2,3,4-HECISIE
2- LP“E']IHI N.N-CIHEItZHIH0IES LHESSH (0.2 g) SUS IN HClI M & F=+Z MAHGIALC.
ZAZI SBOHE &350 SLAIID, O NHZ2RE MZ2FAH (2R)-[5- SAISAl-2-31=

R)-[5-(9t2
A-1,2,3,4-HEcISIE2-2-UHZEHE N N-CIHEZIZHHO0IE(150 mg)E L RULCH.

D

;
=
=

NMR (CDCly, &) : 1.6-2.0 (2H, m), 2.6~3.0 (4H, m),
4.15 (2H, s), 4.64 (2H, s), 6.54 (1H, d, J=8Hz),
6.69 (1H, d, J=8Hz), 7.07 (lH, t, J=8Hz),
7.157.5 (10H, m)

MY 0IIS Y
= ool oS, HAT ST 4E oK BN, B HE SN, FUUS FHYSH Ve o
25t S KUK, SUHMS, - 22 I8, 2 FS, =9 s, 528 4% 2@, I
UM Y BB MEE 0139 MLBHES T= DY SO SN U/T= HYE IBS AS %4
D2AE2RE LHE2HQ MRS UDLY SH L 00 A2 58IsE ¥, 019 MEYH,
012 BtR6ts ofstM ZH2 o N HMZI0 AI85Hs 2e0l MBECH
(57) 879 29
g
801 BHErAl 19 BEIE 2 09| AANOD BB IHsE K
sharal
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(1) (2R)-[5-(IHZ2SAIUSAI)-2-6I1E5AI-1,2,3,4-HEAS E2-2-LIZEHE NN-CIHEIZ2
HIHIOIES LESEE,

(2) (trans)-2-[5-(FtE=AIHSAI)-2-51=E5AI-1,2,3,4-HEISIE2-1-UHEZE]HE NN-CIHE
JIZHI0IOIES] LESE ¥

(2) (S)-2-[(1,2,3,4-HIERISI EZ2-5-IHZ AN SAI-2-LtZE )0l € |-6-CIH £ 0 £-3(2H) -1l 2| Ct
A=z FdE Z0AM dEE e sfstal 19 slgiE & 02 ASHHCOZ 5|8 Jtsst &
R 7

otJl stetal 29 StefE L= 012 &2 o)l tetAl 39 StefE L= 012 Sk BESAIA ol
stetal 19 StgE E£= 012 ZS &= AS EEgots ot ststal 19 ggE Ee= 012 g2 MX ¢

= Ex (Be Y Ee E9) ol (XF) ¢
A
"AB—Q\ ] 0
ol™, Z& N EE (Y] =% RS (G714, -A-& ~0-C- , ~0-d-nm-
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