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Do0o0o0aQ
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5.98 g 95%0 0 O 30% so;0 0 O0O004.42 g0 00000000030 00000CB00O0O1
o0O0poDODoDODbDODbOOOl1.55g0100%0 002 g0 0000000 ODOODOODOODOOO
0000000000035 02000 000000000RTOOOORTODODODO
ocooooDobOO0OO0oO0OO0oOoOoooNOHODDOOOOONH,OHOOOOODDDODODOOOPHO 6
SOooopeMoOo3qnoooooooooooOwmso,000000C0OO0ODDOOO0O0OO0OO0O0
0000000000 D0DO0oDbOO0ODbOO0ODbOO0DO00DO0ODOoDOD11.22g9g000000O0DODOOO
> mop. = 1950 0
DDNN-OOOO-2-1-0000-4-00000H)00O00O0DOO0O0OOOAO

290000 O0DO0ODoDOoDODbDOo.8smMIDODODODOODODOTHFO 2.8 mIO 2MO O O
O00O0D0DO0OD020 mlODCMO 2.5 g0BOPO D OO OORTOIDOOODODODOODOODO
0000000000000 O0D0DO0D0DO0OO0O0O0D0OD0OgDnaiIN NaOHO O 0O O O NaCl
ooooOwmgsSO,0 0000000 OOODDOOODOO0OOODODOOOHODOOOOOO
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0000000000000 Do0o0o0o0oDo0oDOooDOoDoDOoo0OoOpdH =100
0oo0oOoooooooDooboobobo.8s8gdOOOOoOODODOO ; map. = 229
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00000000.89g00000000.2¢g010%0 000000 20 mld MeOHD O O O
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0000000000000 0000000000000000000000000
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DO00O02.6m01,2-000000000000000RIODO0O000000000000
O0O0O0OD0EtAC0 0000000000000 0NaS0,0 0000000000000
000O00O00O00O00000000000000O0DCMI OO0 O DCM/MeOHD O O O (9971
s v/VOD0(5/5; v/WVDOOODODODODODOD0D2.59000000000000

B) 1-(4-0000)00000000000O0000O00
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00001000 010 00000000RTOD0000O00000000000020% NH,0
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ODMOOOOODCOODOOOOOOOOOOOOpH=1000000000000000
0001.8¢g0 00000000000
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000O001000000000000000(@O000)D00000000000000
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20ml01,2-00000000019g0000S.6000COO000O00O0O0O00DO0O2.2mlIO
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1omliOMeOHOD ODODODOOOOOOO.7g00OD0ODOO.7g9gO0OOOODDOODDDDODOOO
2910 000000000 DORTOD400D00000DOOOOOODOD@OOONYDOO
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ooobOooooobooocoobobo46gOOOODODOOOO; mop. = 22500
gboogoood
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X= HzNCO-C(CH,)z-(FH-, R =M ;Ar=
Cl

A) 3-(3,4-00000000)-3-(2-00000000)-1-[2-(3,5-00000000)0
0D00]000000000O0O0On
23mO0000000000100 miI0ODCMO 2.0 g03,5-00000000000000RT
000000000010 00003¢g00000005.3g0BOP0OO0O0OO0O0OORT
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8/2; vvv)OODODOOD 3.9¢g0000000000000000O000O0C0O0O0O0
DO0o0oO00O00O000
B) 3-(3,4-00000000)3(0000000)-1-[2-(38,5-00000000)0100
0D]J00C0O00O0 0000000
3mIODCMO 0.25 MID 0000000 O0DO00O0O0O0O0O0O700000003 mlODCM
00.35 mIODMSOD 0 000 ODO0O0O0OO0OO0S5mIODCMI OO OO0O0O00O00O0O0.5 gO
00000000000 000050001500000000000.9mi00000000
DO00O0O0O00OORIODOOOOOOOOOO0OO0OO0OO00O0INHCIO OO OO 10% Na
HCO,O0 OOODODOOOODODONaRS0,0 000000000000 000000000.5g
0000000000000 O00000000000000000000000
oooooo
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000)-1-[2-(3,5-00000000)I000]00000000000000() 00
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0.8 mIDOODORTOODDODODODO3 mlOMeOHD 0.24 g0 OO O3.1000000
0oooo(@ooo)yboooooosmiOMeOHODODODOOODOODO5gOO0OO
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Uooboo0od0ooobOoO0oO0oonbiock NaHCO,O D OO ODDODOOOOODDODOOOODOOOO
oooooonNSo,00000bo0oocoooobooooooobobocoooboboooHbboOod
O00DO00OO0OO0000O0DDCMO OO O DCM/MeOHD O O O (99/1; v/v)O O (90/10; v/v)O O
gobbooboooboooobpeMboobboobbuoUobbooUobO0oUoUepH =10
goooooooooooooooooooooboooDboooDooDboDoDoooDooooOog
gopoo.5g0000oboonobonOnn
20 o
CLD = =-27.7° (c = 1; MeOH)

IH NMR : B (ppm) : 0.70 1.2 ;O0bs - 6H ; 1.202.4 ; m - 16H ; 2.504.8 - m : 12
H; 6.508.0:m2:8H ; 10.2 - bs : 1H
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X= HZNCO-C(CH,)z-I?T- (Ry=Me [Ar=
a

03.20 0000 0.23g00O0O0(@ObOODNMORTOUODDOOODODDO?20 mlO DCM
ooDi1000BOOOOO0O.5g0OO0O0O00OOOOOCOODOAMIIOOOOOO
oooRTOD30oooooOoOooboo.SS gD OO0OnobOOOoOooooOoOoOoonoan
UooobOOoORTOUODOODOOODLI0% Na,CO,O0 OO OODODOOOOODOORTOI1500
oooODOO0oO0o0oO0ooOoDpCMEOOOODDODODO10% Na,COzU O OO DO DO O O NaySOo,0 O
ubooouobouobobooboooobooboboboobooobuoboboboobooo
DCMO O O O DCM/MeOHO O O O (99/1; vw/v)O O (95/5; vw/v)O O OO ODOOODDOOOO
gboobpeMvboboooooDobobobooooobpd =1000000000000
oooboooooooooooobobooooboouoo4gobboOoooOoOO

20
o =

O0Ooo0oooao
O 0Ooo0ooo

-37° (c = 1; MeOH)
IHNMR : & (ppm) : 0.602.3 - m : 18H ; 2.304.7 - m : 16H ; 6.408.0 - m : 8H

Do0o00o00

ooo 3

3-[2-[4-(1-N,N-0 00 0000000-1-000000)-1-0000007]0007-3-(3,
4-00000000)-1-[2-(3,5-00000000)0000]00000000001.25
H,0O0 (-) 00000

(1), 2HCI: X =

Doooo

(CH,)zNCO-C(CH,)z-IiJ- ‘R, =Me ;Ar= cl
cl

cooi1woooBOO0OO0OOO6gODODODODOOO34000000.3g00000O0.1 ml
ooooODDbO0o0.12g000000DODDOOOODOOOOORTO 20 mIOMeOHO OO0 0O0O
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OO0OO0CO0OOEtcAcO OO0 OODOOODO10% Na,COogOOOOOOOONaCIOOODOOODON
a,So,0 000 000ooobooboooboboooooboobooooobooooboooboooonn
O DCMO O O O DCM/MeOHO O O O (99/1; v/v)O O (95/5; wv)U O O OOGOODOODODOOO
ooooobpeMOODOOOO0ODOODOO0OODODOO0OO0OO0ODpH=100000000000
ooobooooooboooboooobooboobooooboooboo4guboboonobDOOO

(1?)0- ~28.4° (c = 1; MeOH).

IH NMR : & (ppm) - 0.70 2.3 ; m - 18H ; 2.3504.7 ; m - 22H ; 6.50 7.8 - m - 6H
; 10.3 - s : 1H.
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X= H.‘NCO-C(CE‘I!)z-(I:H- R, =Cl ;Ar= Cl

Cl

(1), HCI:
A) 3-(3,4-00000000)-3-(2-00000000)-1-[2-(3,5-00000000)0
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O
N

ocojoooo0o000o0o0oooon

oo01000004.7590 0000000210 000038.55g000003.6ml0O0

OOoOO0ODDOO0OO0O008.4g0BOPORTOISO MIODCMO O OO OO OORTOD 2000000
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0000000000000
0) 3-[2-[4-(1-0 00000-1-000000)-1-00000710007-3-(3,4-0000
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00000003 mi0OMeOHD 0.25 g0 00 03.100000000 (0 000)00.08 miD
0005 mIOMeOHD 0.5 g0 00 0000000000000 00.08¢gI0000000
000000000000 01000C0000000000000000.52g00000
ooooooon

20

aD = -0.6° (c = 1; MeOH).
oDoooon
ooo s
3-[2-[4-(1-000000-1-000000)-1-000007]00071-3-(3,4-000000
00)-1-[2-[3,5-0 0 (000000000)I000]10000]100000000000
000 (+) 00000
(1), HCI:
ooooaon

X+ BNCO-C(CH);CH. R, = CF, iAr= ol

cl

A) 3-(3,4-00000000)-3-(2-00000000)-1-[2-[3,5-00(@ 000000
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O
g
g
u
O
g

oH)oooojoooojoooooooooooodod
oco0i1b00001.29g000001.2903,5-00OOO0OODDOODMIOOOOO
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OCOODODOOINHKCIDOOOODOINNaOHO OO OO OOOONaSO,000000000
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B) 3-(3,4-00000000)3-(0000000)-1-[2-[3,5-00( 00000000
yJOODO]0O0O0O0D]0oO0O00o0oO0ooooodo

20 mIODCMO -780 000 O001.59g0 000000000000 0O0.45 mlO DMSOD O O
0D0.3m0000000O00O0O00DODOODONONODODONODODOODONODO78003000000
00000002mO000000000O0O0O0O0O000ORIOOO00O0O00O000O0AINH
Cl00000O000O000O000O000O000DIMOIOOOOO0DOOO0INHIOOODOO1
0% Na,CO,0 00D O00D00ONa,S0,0 00000000000000001.5¢900000
0000000000000 0000000000000

Do0o0o00

C) 3-[2-[4-(1-000000-1-000000)-1-000007100017-3-(3,4-0000
0D00D0)-1-[2-[3,5-00((000000000)I000]0000]0000000000
OO0oOO0O@) 00000
10mO000000000.359g00003.1000000000000.4g 0K,C0;00
000300000000 0000000000O000ON0NO0ONOooooooooon
000000000000000003.1000003 miOMeOHI O OO0 0.08 mi0 OO
00000005 mOMeOH0 00 000000000.5¢g000000000000000
ORTOS0O0C0O0OO0C0OOOCODOODO.08¢g0 0000000000000 0OD0O0DOO0
OORIOOOOOOO0OOOO0DOOO0DOO010% NaHCO,0 0000000000000 00
000O00O00O000ONaS0,00000000000000000000000HIOO

00000000000 0DeMO OO ODCM/MeOHO O O O (99/1; v/v)O O (90/10; v/v)O
0000000000000 00O0ODMI D O0O0O0O0D0DODO0OO0DDODO0OODOOOpPH =1
0000000000000 000000O0O0O0OO0DO0Do0.54gl00O0O0O0O0OOO
20 .
G.D = +28.2° (c = 1; MeOH).

THNVR - & (ppm) : 0.602.2 :m : 16H ; 2.304.2 - m: 12H ; 6.608.0 - m : 8H ;
10.3 - s - 1H

0ooooon

ooo 6
3-[2-[4-(1-N,N-0000000000-1-000000)-1-000007]000]-3-(3.4-
00000000)-1-[2-@8,5-00000000)I000]10000000000000
(-)0oooo

(1), HCI:

Ooooo

X= (CHa)zNCO-C(CH.,)z-(IZH- . R =Me ; Ar=

Cl
monm0000O000O0000.35g0000 3.600000000000O0.4 gldK,Co50

oooobosaxmooooocoooboooobooboo0oooobooooobooOooboobooOoo
ooooODODOO0OO00O0O0O0o0ooooOOD3.e000003mIOMeOHODD DO OO O0.1 mIODO
ooooooooOsmiOMeOHO D OO O10DDODOBOODODODOO.6g0OO0O0ODDOOO
oooooRrRTOSOOOO0OOOODODOOOO0oOAgoOODOOODOOODOOOODDOOO
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oooobooo.e8gOOOODODDOOOO; mop. = 20200
@y = -27.1° (c = 1; MeOH).

TH NMR - & (ppm) : 0.602.5 : m : 23H ; 2.504.6 : m - 18H ; 6.407.8 - m - 6H
; 10.1 - s - 1H
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ooo 7
3-[2-[4-(1-000000-1-000000)-1-00000]10007-3-3,4-000000
00)-1-[2-(3,5-00000000)I000]0000000000000() 0000
O

(1), HCI: X =
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a
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IODMSOOD 00O DODO0.16 mMIDOODODODODODODODODODOODODOO-78003000000
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0000)-1-[2-(3,5-00000000)0000]0000000000000C) 00
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o.o8miDOOOORIODDODODOOOODOOOS3mIOMeOHD D OO O03.1000000.23 gO
oooooDo@OooOo)ooooswiDMeocHO O OO OOoOoQOOODOS9g0O0OOO0O
ooobooosgopo.oc8glOOOODOOOOODOOOODOOOODORTIOOO
Uoo0ob0OO0O0o0ooobOoOOoO0oi10% NeHCO;OOD OO OOOODOOOOooODODOOoOooDboOooO
goobOMmso,0 0 0 00000oOo0oooooo0oooboo0oodobooooboonodd
OOoOOO0ODODeMO OO ODCM/MeOHD O O O (99/1; v/v)O O (93/7; v/v)O O O OO OOO
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gbobooooooobgoboboboooobobobobobooob1gbobO
gbooooao

10

20

30

40



(40) JP 4648544 B2 2011.3.9

20
aD = -30.5° (c = 1; MeOH)

iHNMR 26 (ppm) - 0.502.2 :m: 23H ; 2.204.65 : m - 16H ; 6.407.8 - m : 8H
; 9.85 - s : 1H.

ooobOooooboocooboooboooobooooboooooi1boo0o0oobooboOoo
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Ooooao
7 é
X N - - N
CHACHL oy ﬁCHz
a
a .
-G § 1L
E X Ry NMR
a%°(c=1;Me0H)
8 HCl
(a) Me NMR
P -23.30
H,NCO Cg
9 2HC1 * 1.5 H0
(b) Me NMR
-26.6°
HNCO N
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(41) JP 4648544 B2 2011.3.9
10 HCl : 0.5 Hz0
(¢) cl NMR
7 -0.4°
HNCO' CH
11 M;XM= 2HC1 . 0,55 Hp0
(q) H,NCO N~ cl NMR
~ +32°
12 Me><M° 2HC1 - 1.25 H30 0
Mt,)q N: +2.4°
13 2HC1 . 1.8 H0
(£) cl NMR
+28.4°
HNCO™ NC
14 ECl. 1.5 H0
(g) CF3 NMR
P +25.7¢
NCO CH
s > 20
15 2EC1. 1.75 H0
(h) CF3 NMR
+25.2°
HNCO N
16 Y HCl . 1.6 H0
() mNCo” “CHL Me | R
-24.2°
17 Y HCl - 1.45 Hp0
(3) H,NCO g CF3 | NMR 30
+ 28.2°
18 Y HC1
(k) rNco” “CH c1 | W
+ 37.2°
19 Me  Me 2 HCl . 0.65 H0
(1) H,NCO N< Et NMR
- 32.8
20 Me, Me HC1
M X 4
(m) 0 N-CO CH\ Me NMR
-7 1) T—
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8 : THNMR - & (ppm) : 0.70 2.2 :
8H ; 10.1 : s - 1H
9 : 'H NMR : & (ppm) : 0.60 2.35 :

8H

10 - *H NMR : & (ppm) : 0.70 2.25 :
: 84 ; 10.1 s - 1H

11 : TH NMR - & (ppm) : 0.60 2.2

- 8H
12 : *H NMR : & (ppm) : 0.80 2.3 :
:6H ; 10.6 - s - 1H
13 : TH NMR : & (ppm) : 0.90 2.3 :
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