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Reactions of Tetraalkylammonium Dichlorobromate (1-) and Amides in Alcohol Solutions
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Abstract

The reactions of amides with tetraalkylammonium dichlorobromate(1-) in the presence of DBU (1,
8-diazabicyclo [5.4.0] undec-7-ene) and a large excess of alcohols gave the corresponding carbamates. In
almost cases, the reaction gave /N-substituted acylureas as the by-products.
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TNA—= NP TRIGEAT) & N- @A NN A — b PERT 5 2 L fiE 3N Tnd, 2 FHRFEIHICT I T
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FITAXATyE= VLAY Z7un T —F(1-) & T I FHEDEEHIZ DT L3 — )V TfT o 72k & s
T 5,

2. BRBIUEE
ME TR E )i, RIFTFPITAXALT > E

DBUDKHE R 5 1F AV > 74— b ()2 ET 2 (X
3)e TOXIICLTHERLEZAY T A—F @)D=

= sy zuu7ua4t—(1-)I3DBUNA, 8 di-

azabicyclo [5.4.0] undec-7-ene) fffE T 7 v uw £ ¥
SHTT I FEERUG L CN- BT P VREE S 2
2 rEHELL, 0 ZLCZobE, kR (R 1
~X6)mT L.y reax g TeT T F
LNTrE=7AY7un7axt—F (1) 1a)lxT + 7
TFNT =767 74 FEHALRIICHHEEL

RMEEL 2B b B R AT I PkE A KL, N-
bromoamide (3) % EJ L (2N 2). #i v T 3 29hE 2

(4) ~ BV IZRT & 9 L OGTHATT 5 & N- BT >
IR (6) DRIk 5.

EZHT, ZORIGFRDOPIZT Vv a—VExE AL
ERBDEJITER LA YT A —F 4) 53 (6)
IZRT LI T a— ) (ROH) & MG L N- &7
WA=+ B)DERT HLDEFHZ Hilb,
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RCONH, + BrCl + DBU —>

2
RCONH—Br + DBUMECD (2
3
RCONH-Br + DBU — RN=C=0 +DBU(HBr) (3)
3 4

RN=C/0 + RCONH—Br —> RNHCOE—COR (4)
r

4 3
RNHCOEJ—()OR + RCONH, —™>
r 2
RNHCONH—COR + RCONH—Br (5)
6 3
RIN=CGO + ROH ——> RNHCOR )]
4 5

—eIcERIIX LR T LD, TFIZTFAT
»E=v sy 7un7ut—}(1-) (1a)5.5mmol. 7
3 F(2a) 5mmol U7 L2 —L40em® (7 2 Figk L
TRBFT20L =L E) 2> 7aw X 8 2R L B
L Zeh' 6 2 TDBUIImmol 22 5 2 & TITbhb il
726

Q_CONHZ + (C4H9)4NBI'CIZ + ROH

2a la
CH,Cl,
+ 2DBU ﬁ ®_NH002R

ba
+ (C4Hy,NCl + DBUHBr) + DBUHCD

1. 7LaA—nLFThH(C,H,),NBrCl,(1a) & bezamide
(2a) r ORIE

TEIZ7FNT =AY 7070 A—} (1)
(la) &> X7 3 FROBKERR~S Y XT3 FOMERIE
F1 21248772, HHSI N 2T Lrva—nEii s
=), Y =), 1-7asx/— )L 2-7ms%)—
Ny 1-72 /7 —NB LU ) —NTHb, £h
LW L7 L) N- B L 2 — b (5) DIE R
HEHVRLS LV, ZOKEKNIZ, ZORIGIZBWTIL,
T2 —)LOFEFE R N e B E#REICEHL LT
N-EBRT O NVIRE(6)DVPERT LI ETHE, 2D
ZEnb, THIa—NHORIBIZBWTIE, EkL 72
AVITEF—F@IZHLTT LV I— DK 6)
& N-bromoamide (3) D Z B (X 4 ) i 12 e =
L23ynEBbnsd, ELZTIITFALTE=ZT A
vrzun7uaxt—} (1-) (1a)ic X > TT L a— Lo
ILENBEZEL—DODEREEZ L5,

— YIS, AT NN ) — DL ) T
—NWEMA L 725AIZINE S, 18— LD
&) B RT3 =L DGAEDIKE L T B HIh]
Bhb(A-ry )= hORBICBWTH.4-700

N2 AT I K (2e) DEAIFIE D E W (K 1. Entry
23)) 0 NP UEROEHRIEDINFRIK T BB L
TIFHAMED e s, = b e @R X7 2 FET b
FT7FNT =LY 7an 7B A=} (1-) (la) D
T A= )R THORIGICBIT 5 N- & oS A — b
(5) DINFHDMENN (F 2. Entry 37~41),
TINA—NHPTHOXR )L N ) XAF LT =7 A
vrZun7aA—1| (1) 1b) XY XT 2 FORIED
INERI T SR DT (el 4 ~FEBR 9 ) IR L T b k)i
(FEIRANIE N- &4 LS 2 — | (5) DILER) , £ 8 ) —
N(T7%). =% 7= (56%). 1-7 a7 —)1(44%).
2-7asx ) — N (57%). 1-7% /—)(49%). 1-~<>
7 —=N46%)ThHhb, ZDEIICT KT TFLT >
E=vsav7uu7ax—|(1-)(a) &> k)
AFNTrE=ZLAP7uu7aA—F 1) AD)DOT
WA= VR TORIGHEIZH F 1) ZD3 70\,
FERELT, Tha—nicBIF 5T 7T 0%
TrE=ayZuou7al—F(1-)1) X XT
IR Q) DIIGIZ & B N- B o 2 —k (5) D4
Bz B L Tid, REFFHDR N TV 2 — VI Tl il A
b D ERERHT S5,

3. KB

27 MU RO E L) 1F5 17z, HARETINM
-“EX 90 MUERESILIEEE . HAETJNM-LA 400
FTNMRZE, HARTJMS-AXS505HA RV w5 #r
T, R SIS SR S Rl 2 2 i T S
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TEIZT7FAT =AY 7un 7o A—} (10)
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1. RYXF7IFQ)ETFIVNSTFLTVYEZ I L

sonn7aox—FA-)(1a)D A9 /=T
DRI

N2 XT3 F(2a)0.604g (4.99mmol) B kL Ula 2.
164g (5.50mmol) ?» # ¥ / — - (40cm?) 3 L f Y 7 o
O 2 % > (16cm®) I B CHAE L %255, DBU 1.
671g(10.97mmol) » ¥ 7 v v X ¥ > (5 cm?®) & %
TRRICIZ 5 & FEEC SO L 72, Bidh 2 2405
oL, WHEOT 7uu X B0 = ER
KL LN E > = F 2 —T )L THIH L,
ELICYVZFNI—TIVEEKTHFL. bk~ 7 %
P LTHRIELTZ, BT, YT —TIVEI
WML TR b N2 ~X > THELT 2 &, L
i 0.558g (I#74%) P Methyl phenylcarbamate (5
al) 2 5 17z (Al 36~38C), "THNMR (CDCl,) 6=
3.76(3H, s), 6.72(1H, br. s), 7.04~7.43(5H,
m). *CNMR(CDCl,) §=52.3, 118.9, 123.5, 129.
0, 138.0, 154.3, MS (30 eV) m/z (Fxf1b) 151 (M~ ;
100), 119(51), ®IZEpdm & L T4 & D N-benzoyl-
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N~ phenylurea (6a) (0.040g ; il 210~212°C) % 4%

bHitrz,

2. RYZX7IF(2a)c1a0 Ty /=R THORIT,

L1 LEUFNET, 2a 0.610g(5.04mmol). 1a
2.164g(5.55mmol), =% /—/L(40cm?), ¥ 7o w #

% > (16cm®) B £ U'DBU 1.671g(10.97mmol) D ¥ 7

vw XY (5em?) EEEHH L Tth iz, ILRO.

460g (NE55%) ,  F1tadE i Ethyl phenylcarbamate (5

a2) (Ahs37~43C), '"HNMR(CDCl,) ¢=1.30(3H,

t, J=7.03Hz), 4.22(2H, q, J=7.03Hz), 6.74(1

H, br. s), 7.10~7.44(5H, m), *CNMR (CDCl,)

0=14.6, 61.2, 118.8, 123.4, 129.0, 138.1, 153.

7. MS(30 eV) m/z (1 xf 1) 165(M* ; 79), 43(100).

B4R & L T4 N-benzoyl- N - phenylurea (6

a) (0.061g ; AlE213~2167C) D345 4172,

3. RyX7IF(2a)E1ad1-7a/8/ —LFETD
RIEo

EE 1 LW UFMET, 220.610g(5.04mmol). 1a 2.

160g (5.23mmol). 1-7" 1%/ —)L (40cm?®). ¥ 7 oo

2 %> (156cm?) B £ *'DBU 1.680g (11.07mmol) ®

zana 2 gy (5em?)EREZHHL Tthbit/z, =

0.463g (I#51%) . P65 Propyl phenylcarbamate

(5a3) (Al57~59C), "HNMR (CDCl,;) 6=0.97(3H,

t, J=7.03Hz), 1.48~1.79(2H, m), 4.12(2H, t,

J=6.82Hz), 6.74(1H, br. s), 7.10~7.45(5H,

m). B“CNMR(CDCl,) §=10.3, 22.3, 66.9, 118.8,

123.3, 129.0, 138.1, 153.8, MS(30 eV) m/z (AHxt

) 179 (M+ ; 57),93(100), AR & L T8 N-

benzoyl - N~ phenylurea (6a) (0.012g ; fll %

208~212°C) A5 & L7z,

4. RUyZXF7IPFQa)ERVENLPYAFILT VE
—yLszson7olrx—FA-)(Ib)D AT / —
IR TDORIE,

2a 0.602g (4.97mmol) 3 L UF1b 1.565g (5.19mmol)

DAL —=NAcm®)BL Uy 7anv 2y (15cm?)

WIS EIRTCHRAEL 2765, DBU 1.705¢g(11.20

mmol) Dy 7unm ¥ (5cm?) R ZIRZICIZ 5

EFBMNC IO L. RO B E A SIS T 5 72,

PR 2 24K T 72D B Wk Y 7mm X F 2 i r

XY= NrEE L TRLNERDE > = F v —

TOATHHL, 510y ZF VT —T V%K THE

L. Wi~ 72 7 LTHEL 72, P F VT —T )L

JE %W L TR L NN E . XYy THERERT S

0. 580g (INHT77%) @ H fa ik i Methyl  phenyl-

carbamate (5al) "% & #1172 (Rl#36~407C)

5. RYX73IF(2)1bDT¥ /=R THORT,

B4 X UFMET, 2a0.603g(4.98mmol). 1b 1.

577g(5.24mmol). =% /— 1 (40cm?®), ¥ 7w w X%

> (15cm?®) $ L *DBU 1.715g(11.26mmol) » ¥ 7 v

v X% (5cem?) Bl A ML TiTbhb iz, IE0.460

g (I#56%) . E B Ethy]l phenylcarbamate (5a2)
(Fihs32~33C).
6. RyX7IF(2a)1bD1-7A/X/ —ILFETH
RISo
Er 4 LR UFIET, 2a0.605g(4.99mmol). 1b1.
564g(5.19mmol). 1-7"v,%/—)L(40cm?®)., ¥ 7 v n
A %> (15cm®) B L *DBU 1.716g(11.27mmol) D ¥
zanv 2 F >y (5em®)EREZHHL Tithbitz, =
0.397g (%44 %) , F1fafE i Propyl phenylcarbamate
(5a3) (#hi33~35C),
1. RyX73IF(22)81bD2-70/8/ —LFRTH
RIGo
HBr4 L CFNET, 22 0.603g(4.97mmol)., 1b 1.
564g (5.19mmol)., 2-7' @ ,¥/ —)L(40cm?), ¥ 7 oo
% %> (15cm®) 3 £ 'DBU 1.704g (11.19mmol) 0 &
zunxFr(5em?)ElEMHL CTfrbitiz, I
0.509g (L #57%) . 1 i 4% & (2- Propyl) phenylcar-
bamate (5a4) (fl #57~59C)., '"HNMR (CDCl;) 6=
1.27(6H, d, J=6.40Hz), 5.01(1H, sep, J=6.30
Hz), 6.90(1H, br. s), 7.02(1H, t, J=7.30Hz),
7.27(Q2H, t, J=7.60Hz),7.40(2H, d, J=7.60
Hz), CNMR(CDCl,) §=22.1, 68.6, 118.6, 123.
2, 128.9, 138.2, 153.4, MS(30 eV) m/z (#1%} It)
179 (M* ; 43), 93(100), B4 & L TAHED N-
benzoyl- V- phenylurea (6a) 7375 & #1172 (0.108g ; &l
2202~210C),
8. RUX7IVPF(2)1bD1-FT %/ —ILFTOR
o
FBe 4 LT UTFNET, 2a0.604g(4.99mmol). 1b 1.
565¢ (5.20mmol), 1-7'% /—/)L(40cm?®), ¥ 7o v £
% > (15cm®) B £ U'DBU 1.715¢(11.27mmol) D ¥ 7
vw Xy (5em?)EE ML TiTh itz 0.
472g (INER49%) . H k& Butyl phenylcarbamate (5
a5) (Al42~46C), 'HNMR(CDCl,) 6=0.94(3H,
t, J=7.30Hz), 1.40(2H, sext, J=7.30Hz), 1.
64 (2H, quin, J=6.50Hz), 4.16(2H, t, J=6.50
Hz), 7.02(1H, t, J=7.30Hz), 7.20(1H, br. s),
7.24(2H, q, J=7.60Hz), 7.42(2H, d, J=7.60
Hz), BCNMR (CDCl,) ¢§=13.7, 19.1, 31.0, 64.9,
118.7, 123.3, 129.0, 138.1, 153.8, MS(30 eV)
my/z (RHX ) 193 (M 5 70),93(100) . ElZERH & L T
L1 D N- benzoyl- N~ phenylurea (6a) 2375 5 #1172
(0.135¢g ; RlA202~210C),
9. RYX73IF(2)E1bDI1-RY T/ —LFTDH
Rte
B4 LA UFNET, 2a0.605g(4.99mmol). 1b 1.
564g (5.19mmol) . 1-~¢> ¥/ — )L (40cm?), ¥ 7 @ o
2 %> (15cm®) B £ U'DBU 1.712g(11.24mmol) » ¥
zanaxFr(5em?)EilEMHL Tirbitiz, s
0.472g (J#46%) . BI04 Pentyl phenylcarbamate
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(5a6) (A28 ~30C), '"HNMR (CDCl,;) ¢=0.88(3H,
t, J=7.10Hz), 1.30~1.32(4H, m), 1.60~1.
62(2H, m), 4.13(2H, t, J=6.60Hz), 7.00~7.
42(6H,m), CNMR(CDCl;) 6=14.0, 22.4, 28.0,
28.7, 65.3, 118.8, 123.2, 128.9, 138.3, 154.1,
MS (30 eV) m/z (FEXFLE) 207 (M* 5 70), 93(100), &l
R & LT A N-benzoyl- N- phenylurea (6
a) S L7 (Rl 203~207C)

10, 4-AFNRY X7 I F(2b)1aD A% /=)L

THORIE,

J28 1 & 7 L FIET. 2b 0.676g(5.00mmol) . 1a 2.
160g(5.49mmol), #* ¥ /—/L(40cm?®), ¥ 7 aw X § >
(15cm?) 3 £ U'DBU 1.678g(11.02mmol) »¥ 7 v v X
%> (5 em?®) I & I L Tt b7z IR0 . 455g (I
55%) . F1fafisMethyl (4-methylphenyl) carbamate (5
bl) (ff #93~98°C), 'HNMR(CDCl,) ¢=2.29(3H,
s), 3.74(3H, s), 6.74(1H, br. s), 7.70(2H, d,
J=8.60Hz), 7.26(2H, d, J=8.60Hz). *CNMR
(CDCl;) ¢=20.7, 52.2, 119.1, 129.5, 133.0, 135.
4, 154.3, MS(30 eV) m/z 165(M*), 93(100), il
i & L C it @ N- (4- methylbenzoyl) - N*- (4-
methylphenyl) urea (6b) 2% 75 & 11 72 (0.066g ; &l &
244~247C).
NA-AFUR X7 I F(2b)E1aDT ¥ /=R T

DRIEo

1 X UFNET, 2b 0.676g(5.00mmol). 1a 2.
356g(5.99mmol) . =% /—/(40cm?). ¥ 7o X ¥
(15cm?®) 3 &£ 'DBU 1.678g(11.02mmol) ¥ 7 v o #
&> (5 em®) 2 M L TAThb itz IR0 . 421g (IER
47%) . F1 54 5 Ethyl (4- methylphenyl) carbamate (5
b2) (Bl49~517C), 'HNMR(CDCl,) ¢=1.28(3H, t,
J=7.30Hz), 2.28(3H, s), 4.20(2H, q, J=7.30
Hz), 6.70(1H, br. s ), 7.70(2H, d, J=8.40Hz),
7.26(2H, d, J=8.40Hz), ®*CNMR(CDCl;) 6=14.6,
20.7, 61.1, 119.0, 129.5, 132.9, 135.5, 153.9,
MS (30 eV) m/z179(M*) ., RlA&EM & L Thma N-
(4- methylbenzoyl) - V= (4- methylphenyl) urea (6b) %
154172 (0.141g ; BE246~248°C)

12, 4-AF R X7 3 F(2b)E1laDd1-70s8 / —
LR TORIE,

HBr1 LR CFNET, 2b0.676g(5.00mmol). 1a 2.
356g(5.99mmol), 1-7" @,/ —)L(40cm?®), ¥ 7 uan
* % > (15cm®) B £ *'DBUL.830g (12.02mmol) O ¥
zuava 2 gy (5em?)BEREZHHAL Tirbit/z, =
0.453g (F47%) . F{OfE i Propyl (4-methylphenyl)
carbamate (5b3) (i 1541~45C)., 'HNMR (CDCl,)
6=0.96(3H, t, J=6.81Hz), 1.68(2H, q, J=6.
81Hz), 2.29(3H, s), 4.11(2H, t, J=6.79Hz),
6.68(1H, br. s ), 7.02~7.32(4H, m). *CNMR
(CDCl;) ¢6=10.4, 20.7, 22.4, 66.8, 119.0, 129.

5, 132.8, 135.5, 154.0, MS (30 eV)

m/z193(M*), ElAERY & L T4 N- (4-methyl-

benzoyl) - V- (4-methylphenyl) urea (6b) 257% & #1172

(0.049¢g ; FlA244~247°C),

13, 4-AFNLXX7 I F(2)E1aD1-FT 5 /=
FTHORE,

Bl L UFNET, 2b0.674g(4.99mmol). lal.
960g (4.98mmol). 1-7°% / — L (40cm?). ¥ 7 oo £
% > (15cm®) B £ U'DBU 1.564g(10.16mmol) D ¥ 7
vw Xy (5em?) ERE ML TiTh itz IO,
518g (L #50%) . il Ik #1’&f Butyl (4- methylphenyl)
carbamate (5b4) . MS (30 eV) m/z207 (M* ; 100),
107(33), A= pk4 & L T4 9 N- (4-methylben-
zoyl) - N~ (4-methylphenyl) urea (6b) 7575 & #1172 (0.
094g ; Bl 244~247C),

4. 3-AFNR X7 I F(2c)1aD A 5 / — LR
TORIT,

Ehp 1l LR UFNET, 2¢0.671g(4.96mmol). 1a 2.
163(5.50mmol). £ ¥ / —)L(40cm?). Y 7aua x ¥ >
(15cm®) B L *'DBU 1.672¢(10.98mmol) » ¥ 7 v u
AZ 2 (5em®)EHEZ ML Tirbitz, IE0.421g
(I#51%) . H sk & Methyl (3- methylphenyl) car-
bamate (5¢1) (Bl E62~65C), 'HNMR (CDCl;) §=2.
29(3H, s), 3.74(3H, s), 6.85(1H,br. s), 6.
90~7.30(4H, m). “CNMR(CDCl,) ¢=21.5, 52.
2, 116.0, 119.5, 124.3, 128.8, 137.9, 138.9,
154.3, MS(30 eV) m/z165(M*), Rl L <4
# ? N- (3-methylbenzoyl) - N~ (3- methylphenyl)
urea (6¢) 7515 5 1172,

15. 3-AFILXRY X7 I F(2c)1aDT 9 / —ILeh
THORIE

EEr 1 L UTFNET, 2¢0.675g(4.99mmol). 1la2.
164g (5.50mmol), =% /—/)L(40cm?®), ¥ 7aw X ¥
> (20cm®) B £ *'DBU 1.673g(10.99mmol) D> 7 v
o2 g (5em?) A L Titb iz, IE0.570
gL #64%), K ¥k & Ethyl (3- methylphenyl) car-
bamate (6¢2) (A48 ~54°C), 'HNMR(CDCl,) 6=
1.29(3H, t, J=7.03Hz),2.31(3H, s), 4.21(2H,
q, J=7.03Hz), 6.67(1H, br. s), 6.86~7.22(4
H, m), ®CNMR(CDCl,) ¢=14.6, 21.5, 61.2,
115.9, 119.4, 124.2, 128.9, 138.0, 138.9, 153.8,
MS (30 eV) m/z179(M*), BlZEEH & L TH=ma N-
(3- methylbenzoyl) - N~ (3- methylphenyl) urea (6c)
DG 172,

16. 3-XAFLRUX7 I F(2c)&1aD1-F O/ / —
LR TORIE,

FEE1 LU PIET, 2¢0.675g(4.99mmol), 1la2.
162g (5.50mmol), 1-7'2,%/ — )L (40cm?), ¥ 7o
% %> (15cm®) 3 £ ("DBU 1.673g(10.99mmol) 0 ¥
zun 2 Fr(5em?)ER AL Titbit/z, L&
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0.580g (IL#60%) . F ik st Propyl (3-methylphenyl)
carbamate (5¢3) (Al £55~60C), '"HNMR (CDCl,)
6=0.95(3H, t, J=7.47Hz), 1.48~1.79(2H,
m), 2.30(3H, s), 4.1002H, t, J=6.60Hz), 6.
78~7.40(6H, m), “CNMR(CDCl,) ¢=10.3, 21.
4, 22.3, 66.8, 116.0, 119.5, 124.1, 128,8, 138.
1, 138.8, 154.0, MS(30 eV) m/z193(M*)., mlIExRL
W& L T8 D N-(3- methylbenzoyl) - N=- (3-
methylphenyl) urea (6¢) 73455 1172,

17. 3-AFUXR X7 I F(2c)&1aMm2-7 O/ / —

IR TDORIE,

B 1 L UTFIET, 2¢0.675g (4.99mmol) . 1a 2.
163g(5.50mmol). 2-7'8,%/—)L (40cm?®)., ¥ 7o
A %> (15cm®) B L 'DBU 1.673g(10.99mmol) 7 ¥
vanx gy (5em?) HEREMHHL TiTbitiz, IE
0.498g (I #:52%) . K1 ok & (2- Propyl) (3- methyl-
phenyl) carbamate (5¢4) (fl $26~30C), 'HNMR
(CDCl;) ¢=1.28(6H, d, J=6.28Hz), 2.31(3H,
s), 5.00(1H, sep, J=6.28Hz), 6.60(1H, br.
s), 6.85~7.28(4H, m), *CNMR (CDCl;) §=21.5,
22.1, 68.8, 115.8, 119.3, 124.0, 128.1, 138.1,
138.9, 153.3, MS(30 eV) m/z193(M*),

18. 3-XFARYX7 I F(2k)1aD1-FT 5 /=
FTORIT,

HBr1 L UFNET, 2¢0.675g(4.99mmol). 1a 2.
163g(5.50mmol). 1-7°% /— L (40cm?®), ¥ 7 oo X
% > (16cm®) B £ U'DBU 1.672g(10.98mmol) » ¥ 7
vn XY (5em?)ERE L TiTh itz IURO.
536g (L F52%) . K {0 % i Butyl (3- methylphenyl)
carbamate (5¢4) (@ #40~427C), 'HNMR (CDCls)
6=0.93(3H, t, J=7.25Hz), 1.34~1.64(6H,
m), 2.19(3H, s), 4.13(2H, t, J=6.10Hz), 6.
52(1H, br. s), 6.88~7.24(4H, m). *CNMR
(CDCl;) ¢=13.7, 17.6, 19.1, 31.0, 65.1, 121.9,
124.2, 126.7, 128.4, 130.3, 136.1, 154.3, MS(30
eV) m/z207(M+),

19. -AFIRX7 I FQd)E1aD A% / —ILrh
TORIT,

EE1 LR UPFIET, 2d0.679g(5.02mmol). 1la 2.
166g (5.51mmol), #* ¥ /—/L(40cm?®), ¥ 7awu X ¥
> (15cm®) 3 £ U'DBU 1.672g (10.98mmol) » & 7 &
v A%y (5em?) EREMHL TThbitz, IE0.617
g (INET75%), Mk Methyl (2-methylphenyl) car-
bamate (5d1) (&l #55~58C)., 'HNMR(CDCl,) 6=
2.20(3H, s), 3.74(3H, s), 6.42(1H, br. s), 6.
90~7.77(4H, m)., “CNMR(CDCl,) ¢=17.6, 52.
3, 121.6, 124.3, 126.8, 128.0, 130.4, 135.8,
154.4 . MS(30 eV) m/z165(M*), iy & L 0.
128g & N- (2- methylbenzoyl) - N~ (2- methyl-
phenyl) urea (6d) 2315 & 1172,

20, 2-AFNANRXF7 I F(2d)E1aDT ¥ / — I
TORIE,

EE1 EEUTIET, 2d0.676g(5.00mmol)., la2.
164g(5.50mmol), =% /—)L(40cm?), ¥ Z7on £ ¥
> (15em®) 3 & 'DBU 1.673¢(10.98mmol) » > 7 o
v A F > (5em?®) A B L TiThitie, IGE0.412
g (I E469%) , 11 154k it Ethyl (2- methylphenyl) car-
bamate (5d2) (f# #137~39C), 'HNMR (CDCl,) 6=
1.30(3H, t, J=7.25Hz), 2.23(3H, s), 4.29(2H,
q, J=7.25Hz), 7.00(1H, br, s), 7.05~7.81(4
H, m). ®CNMR(CDCl;,) 6=13.7, 17.6, 61.2,
121.4, 124.4, 126.8, 127.8, 130.4, 136.0, 154.0,
MS (30 eV) m/z179 (M™*) . BlEBdy & L TAHRED N-
(2- methylbenzoyl) - V- (2- methylphenyl) urea (6d)
(0.065g) D315 4172,

M. 2-AFNMRYX7 3 F(2d) E1aD1-FOs8 /7 —
LR TORIE,

B LR UFMET. 2d0.676g(5.00mmol). 1a 2.
164g(5.50mmol). 1-7" @3/ —)L (40cm?®). ¥ 7 v u
2 %> (15ecm?) B £ *'DBU 1.673g(10.99mmol) # ¥
zan 2 g (5em?)EREMHL Tirbitic, =
0.526g (I#55%) . F1fhiE S Propyl (2-methylphenyl)
carbamate (5d3) . '"HNMR (CDCl,) ¢=0.95(3H, t,
J=7.04Hz), 1.68(2H, sep, J=7.04Hz), 2.21(3
H, s), 4.10(2H, t, J=6.60Hz), 6.47(1H, br.
s),7.04~7.77(4H, m)., *CNMR(CDCl,;) 6=10.3,
17.6, 22.3, 66.9, 121.6, 124.2, 126.7, 130.4,
133.0, 136.0, 154.2, MS(30 eV) m/2z193 (M*). &l
i & L T N- (2-methylbenzoyl) - N- (2-
methylphenyl) urea (6d) (0.007g) %% & 4172,

22. 2-AFNURY X7 I F(2d)E1am2-7"nsN / —
LR TORIE,

EEr 1 EFEUFNET, 2d0.676g(5.00mmol). 1la2.
165¢(5.50mmol). 2-7"©,%/—)L (40cm?®)., ¥ 7 v w
2 %> (156em?®) B X *'DBU 1.673g(10.99mmol) # >
zaua Ay (bem®) A HHL Tirbite, &
0.564g (IL#:58%) . K ik i (2- Propyl) (2- methyl-
phenyl) carbamate (5d4) (f# 251~53C), '"HNMR
(CDCl;) 6=1.29(6H, d, J=6.16Hz), 2.22(3H,
s), 5.01(H, sep, J=6.16Hz), 6.36(1H, br, s),
6.90~7.82(4H, m). "CNMR(CDCl,) ¢=17.6,
22.0, 68.7, 121.2, 123.9, 126.8, 127.6, 130.3,
136.1, 153.6, MS(30 eV) m/z193(M*), B4
& L o N- (2-methylbenzoyl) - N~ (2-methyl-
phenyl) urea (6d) (0.190g) 7375 & 17z,

23. -AFNURXT7 I F(2d)E1aDI-FT 57 / — 1
FTHORE

FBe1 R UTFNET, 2d0.679g(5.02mmol). la2.
163g (5.50mmol), 1-7°% /—/L (40cm?) . ¥ 7o X
%> (15cm®) 5 X U'DBU 1.685g (11.07mmol) @ & 7
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o 2y (5em?)EREMHHL Tthit/z, IR0,
528g (I #:51%) ., K 4 % & Butyl (2- methylphenyl)
carbamate (5d5) (@l #37~39°C), '"HNMR (CDCl,)
6=0.93(3H, t, J=7.25Hz), 1.27~1.65(4H,
m), 2.21(3H, s), 4.14(2H, t, J=6.37Hz), 6.
46 (1H, br. s), 6.98~7.77(4H, m). *CNMR
(CDCl,) ¢=13.6, 17.5, 19.0, 30.9, 65.0, 121.4,
124.0, 126.6, 127.9, 130.2, 135.9, 154.0, MS(30
eV) m/z207(M*),
24, 2-AFNURXF7 I F(2d)E1aD1-R> 5 /) —
LB THORIT,

KB 1 LR UTIET, 2d0.679g(5.02mmol). la 2.
164g (5.50mmol), 1-~%> % /—)L(40cm?). ¥ 7o n
A %> (15cm®) B L 'DBU 1.677g(11.02mmol) 7 ¥
zan x>y (5em®)HElRE ML TiTbitiz, IE
0.605g (IN#55%) . Itk it Pentyl (2-methylphenyl)
carbamate (5d6) (fill £26~28C), *CNMR (CDCl,)
60=13.9, 17.6, 22.4, 28.0, 28.7, 65.5, 121.4,
124.1, 126.8, 127.8, 130.4, 136.0, 154.1, MS(30
eV) m/z221 (M%), Rl & L Thman N-(2-
methylbenzoyl) - N~ (2- methylphenyl) urea (6d) (0.
028g ; AlT190~191 C) H 5 17z,

25. 4-2O0A~XYX7 I F()1adD A9 /=L
TORIE

Bl LR UFNET, 2 0.774g(4.97mmol) . 1a 2.
169g (5.52mmol), #* ¥ /—/)L(40cm?®). ¥ 7uawu X ¥
> (15cm?) 8 £ U'DBU 1.678¢(11.02 mmol) » ¥ 7 1
v A% (5em?) ER %ML TiTh itz IE0.564
g (INFE57%) ., A ik & Methyl (4-chlorophenyl) car-
bamate (5el) (fl£95~102°C), 'HNMR (CDCl,) 6=
3.76(3H, s), 6.89(1H, br. s), 7.24(2H, d, J=
8.78Hz), 7.33(2H, d, J=8.54Hz), "*CNMR
(CDCl;) 6=52.5, 120.0, 128.6, 129.1, 136.5,
153.9, MS(30 eV) m/z (fH & ) 187 (M*+2 ; 45) ,
185(M* ; 100), &AM & L T4 &7 N- (4-chlor-
obenzoyl) - N*- (4- chlorophenyl) urea (6e) (0.190g ;
Al 198 ~200) C A3 5 17z,

26. 4-20A~XYX7 I F()1adT ¥ /— L
THOR,

EE1 LR UPFIET, 2¢0.780g(5.0lmmol). la2.
048g (5.21mmol), =% /—/)L(40cm?®), ¥ 7 wu £ ¥
> (15cm®) 3 & *'DBU 1.708(11.21 mmol) » > 7 m
0 A% (5em?) B EMH L TTh itz IE0.564
g (I #56%), H o &5 &% Ethyl (4- chlorophenyl)
carbamate (5e2) (ffl #60.5~64.8C)., '"HNMR
(CDCl;) ¢=1.30(3H, t, J=7.20Hz), 4.22(2H,
q, J=7.22Hz), 6.79(1H, br. s), 7.24(2H, d,
J=8.78Hz), 7.33(2H, d, J=8.78Hz), *CNMR
(CDCl;) o¢=14.5, 61.4, 120.0, 128.4, 129.0,
136.7, 153.6. MS(30 eV) m/z (% ¥ k) 201 (M*+

2 38),199(M* ; 100), BB & L THwmd N- (4-

chlorolbenzoyl) - N - (4- chlorophenyl) urea (6e) (0.

068g ; Al 198~200°C) 7315 7z,

21. 4-20OR>X7 3 F(Q2e)1ad1-7ms~N/ —
VR THORIT,

EB1 EEUTIET, 20.779g(5.0lmmol) ., 1a 2.
047¢(5.20mmol), 1-7 @</ —)L (40cm?®), ¥ 7o n
£ %> (16cm®) B £ U'DBU 1.706g(11.20 mmol) D ¥
zuan 2y (5em?)EilEMHL Tfrbitiz, I
0.712g (I#67%) . H ks S Propyl (4-chlorophenyl)
carbamate (5e3) (fl /543~45C), 'HNMR (CDCl,)
6=0.97(3H, t, J=7.40Hz), 1.69(2H, sext, J=
7.10Hz), 4.12(2H, t, J=6.70Hz), 6.68(1H, br.
s), 7.26(2H, d, J=8.78Hz), 7.34(2H, d, J=8.
50Hz)., BCNMR(CDCl;) ¢=10.3, 22.2, 67.0,
119.8, 128.3, 129.0, 136.6, 153.6, MS(30 eV)
m/e (FExF10) 215 (M*+2 ; 40), 213(M* ; 100),

28. 4-s0AXYX7 I F(2e)1a?D1-7 9 /=
FTHORE,

EE 1 R UFMET, 2 0.778¢(5.00mmol) , 1a 2.
045g (5.20mmol), 1-7°% / —/)L(40cm?®), ¥ 7w o £
%> (15ecm?®) 3 L U'DBU 1.760g(11.20 mmol) D ¥ 7
vw Ay (5em?) E A L UTh iz, ILRO.
722g (WL #63%) . 1 {0 4% & Butyl (4- chlorophenyl)
carbamate (5e5) (il 2540~41C). 'HNMR (CDCl,)
0=0.94(3H, t, J=7.44Hz), 1.40(2H, sext, J=
7.46Hz), 1.64(2H, quin, J=7.08Hz), 4.15(2H,
t, J=7.09Hz), 6.80(1H, br. s), 7.24(2H, d,
J=9.02Hz), 7.33(2H, d, J=8.54Hz), “CNMR
(CDCl;) ¢=13.7, 19.1, 30.9, 65.3, 119.9, 128.
7, 129.0, 136.7, 153.7, MS(30 eV) m/e (#1 4} It)
229(M*+2; 48), 227(M* ; 90), 127(100),

29. -2 0OR>X7 I F(2e)1aD1-R> 5 / —
LR TORIE,

Fhr 1 L FEUFNET, 2d0.779g(5.00mmol) . 1a 2.
043g(5.19mmol), 1-<> % /—)L (40cm?®)., ¥ 7 un
2 %> (156cm?) 8 L U'DBU 1.707g(11.20 mmol) ¥
smam 2y (5em?) AL Tirbit/z, I
0.752g (I#62%) . 1kt i Pentyl (4-chlorophenyl)
carbamate (5e6) (Fl #45~46C), CNMR (CDCl,)
0=13.9, 22.6, 28.6, 29.6, 65.5, 119.9, 128.7,
128.9, 136.8, 153.8, MS (30 eV) m/e (#H X 1t)
243(M*+2;68), 241(M* ; 100),

30. -2 0AaxRYX7IF(2f)E1ad A9 /=T
DRI

1 L CTPIET, 2£0.774g(4.97mmol). la 2.
163 (5.50mmol) . £ % /—)L(40cm?). ¥ 7 mwa £ %
> (15cm?) B £ *'DBU 1.676g(11.01 mmol) » ¥ 7 v
v X (5cem?) I E ML TiTh itz ILE0.760
o (IL#82%), Methyl (2-chlorophenyl) carbamate (5
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f1). 'HNMR(CDCl,) ¢=3.87(3H, s), 6.97~8.

30(5H, m), *CNMR(CDCl,) ¢=52.5, 120.0,

122.1, 123.8, 127.7, 129.0, 134.7, 153.7, MS

(30 eV) m/e (FH *+ 1) 185 (M*+2 ; 45), 183 (M* ;

18), 150(100),

31. -20axyX7 I FQf)E1adTy /—LFHT
DRIEo

S 1 x 6 L FIE T, 2£0.775 g (4.97mmol) . 1a 2.
048g (5.20mmol). =% /—)L(40cm?®), ¥ 7w w X ¥
> (15cm?) 8 £ U'DBU 1.705g (11.19mmol) » ¥ 7 v
v A% (5em?) ERE ML TThitz, IR0, 624
g (I #63%), Ethyl(2- chlorophenyl) carbamate (5
f2), 'THNMR(CDCl;) 6=1.32(3H, t, J=7.25Hz),
4.24(2H, q, J=7.25Hz), 6.88~8.22(5H, m), '
CNMR(CDCl,) ¢6=14.5, 61.5, 120.0, 122.1,
123.6, 127.7, 129.0, 134.9, 153.2, MS(30 eV)
m/e (FHRFIE) 201 (M*+2 5 100), 199(M* ; 35), HiE
Wy & L T4 o N-(2-chlorolbenzoyl) - N*- (2-
chlorophenyl) urea (6f) (0.040g ; fl #200~2107C) A%
H5i7e,

32, -7 OERYXT7 IF(2g)E1aD A% / — LR
THORITE,

HBr 1 LR CFNET, 2g 1.000g(5.00mmol). 1a 2.
046g (5.20mmol), # ¥ /—/)L(40cm?®), ¥ 7 wu £ ¥
> (15cm®) 8 £ U'DBU 1.714g(11.25mmol) » ¥ 7 v
v A% (5em?) ER %ML TThit7z, ILE0.580
g (INFEH50%) ., M ki i Methyl (4-bromophenyl) car-
bamate (5¢1) (Fl597~103C), 'HNMR (CDCl,) 6=
3.77(3H, s), 6.80(1H, br. s), 7.28(2H, d, J=
8.50Hz), 7.40(2H, d, J=8.70Hz), "*CNMR
(CDCl;) 6=52.5, 116.0, 120.2, 132.9, 137.0,
153.9, MS(30 eV) m/e (fH k) 231 (M*+2 ; 100) ,
229 (M ; 100),

33. -7 RERVX7IF(28)&1aDT ¥ / — Lk
THORIT,

EE 1 LW UFMET, 2g1.000g(5.00mmol). 1a 2.
046g (5.20mmol), =% /—)L(40cm?). ¥ 7 wvw X ¥
> (15cm®) B L U'DBU 1.704g(11.18 mmol) »¥ 7 o
v A% (5em?) EREMH L TThb itz IE0.720
g (I #:59%), K 4 &% & Ethyl (4- bromophenyl) car-
bamate (5g2) (il &72~73C), 'HNMR (CDCl;) 6=
1.28(3H, t, J=7.07Hz), 4.21(2H, q, J=7.07
Hz), 6.96(1H, br. s),7.28(2H, d, J=8.78Hz),
7.38(2H, d, J=8.78 Hz), ®*CNMR (CDCl;) §=14.
5, 61.4, 115.8, 120.3, 131.9, 137.2, 153.8, MS
(30 eV) m/e (A Xt k) 245 (M*+2 5 100), 243 (M* ;
98).

4. 4-7OERVYXT7 I F(2g) ¥1ad1-7 /8 / —
IR TDORIE,
B &AL FIET, 2g 1.000g (5.00mmol) . 1a 2.

045¢ (5.20mmol). 1-7 0%/ —)L (40cm?®). ¥ 7 o0
2% > (156cm?®) 8 £ U'DBU 1.706g(11.20 mmol) ¥
zan 2 F >y (5em?)EREZHHL Titbit/z, L=
0.790g (I#61%) ., 1 fhfE 5 Propyl (4-bromophenyl)
carbamate (5g3) (fl 67~69C), 'HNMR (CDCl,)
6=0.96(3H, t, J=7.44Hz), 1.68(2H, sext, J=
7.20Hz), 4.11(2H, t, J=6.71Hz), 6.83(1H, br.
s),7.28(2H, d, J=8.54Hz), 7.38(2H, d, J=8.
78Hz)., “CNMR(CDCl,) ¢=10.3, 22.2, 67.1,
115.8, 120.2, 131.9, 137.2, 153.6, MS(30 eV)
m/e (FRF10) 259 (M*+2 ; 100), 257 (M* ; 99),

35. -7 RERVXT7IFQ2g)E1aD1-T 9 / — 1

FTHORE

S8 1 & L FIAC. 2g1.000g (5.00mmol) . 1a 2.
045g (5.20mmol). 1-7°% / —)L (40cm?). ¥ 7w o £
%> (16cm?®) B XL U'DBU 1.706g (11.27 mmol) D 7
uw 2y (5em?) EREBHL Uthbit/, IL=0.
900g (IN#:66%) . I1{ukE fh Butyl (4-bromophenyl) car-
bamate (5g5) (#li =50 ~51C), 'HNMR(CDCl,) 6=
0.94(3H, t, J=7.30Hz), 1.40(2H, sext, J=7.40
Hz), 1.64(2H, quintet, J=7.13Hz), 4.15(2H,
t, J=6.58Hz), 6.90(1H, br. s), 7.28(2H, d,
J=8.78Hz), 7.38(2H, d, J=8.78Hz), “*CNMR
(CDCl;) 6=13.7, 19.1, 30.9, 65.3, 115.8, 120.
2, 131.9, 137.2, 153.7, MS(30 eV) m/e (#*} kb)
273 (M*+2; 88), 271 (M~ ; 89), 57(100),

36. -7 OEXRXT7 I F(2g)1aDI-R> 7 / —
LR TORIT,

1 LR FIET, 22 1.000g(5.00mmol). la2.
045 (5.20mmol) . 1-~<> ¥ /— )L (40em?), ¥ 7 B @
# %> (15cm®) B £ *'DBU 1.705¢(11.20 mmol) » ¥
zun 2 F >y (5em®)ER AL Titbit/z, L&
0.430g UIE30%) . Kok i Pentyl (4-bromophenyl)
carbamate (5g6) (fif #i58~59C), 'HNMR (CDCl,)
6=0.91(3H, t, J=7.01Hz), 1.31~1.39(4H,
m), 1.66(2H, quin, J=7.31Hz), 4.15(2H, t,
J=6.71Hz), 6.70(1H, br.s), 7.28(2H, d, J=8.
78Hz), 7.38(2H, d, J=8.53Hz), "*CNMR
(CDCl;) 6=14.0, 22.3, 28.0, 28.6,65.6, 115.8,
120.2, 132.0, 137.1, 153.6, MS(30 eV) m/e (Xt
) 287 (M*+2 ;5 92), 285(M* ; 92), 43(100),

3. -7 A EXRYX7 I F(2h)&1lad * 9 / — L+
TORIT,

S 1 L UTFIET, 2h 1.00g(5.00mmol). la 2.
040g (5.18mmol). # % /—)L(40cm?®). ¥ 7 uw X ¥
> (15cm®) B £ *'DBU 1.705¢(11.19 mmol) » ¥ 7 v
O 2% (5em?) B E ML TiThbitse, IUE0.869
g (NFT5%) . A ok i Methyl (2-bromophenyl) car-
bamate (5h1), 'HNMR (CDCl;) ¢=3.75(3H,s), 7.
09(1H, br.s), 6.86~8.14(4H, m). *CNMR
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(CDCl,) 6=52.4, 112.6, 121.4, 124.8, 127.8,
132.1, 136.1, 153.6, MS(30 eV) m/e (#1 %} 1b)
231 (M*+2:49), 229(M* ; 50), 150(100).,
38. -7 OEXRYX7 I F(2h)E1ladT ¥ /—ILrh
THORIT,

9zBr 1 LW L FNET, 2h 1.00g(5.0lmmol). 1a 2.
055g (5.22mmol), =% /—1L(40cm®), ¥ 7mun X%
> (15cm®) 8 £ U'DBU 1.710g(11.22 mmol) » ¥ 7 v
X (5em?)iEl ML Tirhitz, I0.973

g (I #80%) ., H i #k & Ethyl (2- bromophenyl) car-

bamate (5h2), '"HNMR (CDCl;) 6=1.33(3H, t, J=
7.03Hz), 4.25(2H, q, J=7.03Hz), 7.09(1H,
br.s), 6.83~8.19(4H, m)., “CNMR(CDCl;) o=
14.5, 61.5, 120.2, 112.5, 124.1, 128.4, 132.0,
136.0, 153.3, MS(30 eV) m/e (fH X} F) 245 (M*+
2,100), 243(M*; 97),

39. 2-7AERYX7 I F(2h)E1ad1-7 /R / —

LR TORIT,

EE 1 EFUFMET, 2h1.001g(5.00mmol). 1a 2.
044g(5.20mmol). 1-7 v,/ —)L (40cm?). ¥ 7 o0
2 %> (15cm?®) 8 & O'DBU 1.708g(11.20 mmol) » >
zanv 2 g (5em?)EREZHHL Tithbit/z, =
0.950g (IL#74%) . FhiE S Propyl (2-bromophenyl)
carbamate (5h3) , '"HNMR (CDCl;) 6=0.96(3H, t,
J=7.37THz), 1.70(2H,sext, J=7.08Hz), 4.12(2
H, t, J=6.70Hz), 7.10(1H, br. s), 6.76~38.
19(4H, m), “CNMR(CDCl,) ¢=10.3, 22.2, 67.
1, 112.6, 120.3, 124.1, 128.3, 132.2, 136.0,
153.3,  MS(30 eV) m/e (fHxF1H) 259 (M*+2 ; 57),
257 (M* ; 56), 201(100),

40. -7 ERYX7 I F(2h)E1am2-7 /8 / —
IR TDORIE,

%B 1 1A L FIET, 2h 1.004g(5.02mmol) ., 1a 2.
048g (5.21mmol). 2-7'v,%/—)L(40cm?). ¥ 7 v n
2 %> (16cm?) B L U'DBU 1.715g(11.26 mmol) &
zau A (5em®) A HHL Tfrbit/z, s
0.745g (UL #58%) , I 1f i & (2- Propyl) (2- bromo-
phenyl) carbamate(5h4), '"HNMR (CDCl;) &=1.
31(6H, d, J=6.34Hz), 5.05(1H,sep, J=6.34
Hz), 7.08(1H, br. s), 7.30~8.16(4H, m).,
CNMR(CDCl;) ¢=22.01, 69.1, 112.4, 120.3,
124.0, 128.3, 132.3, 136.0, 152.9, MS(30 eV)
m/e (A xF ) 259 (M*+2; 50), 257(M* ; 50),
173(100),

41. -7aEXY X7 I F(2h)¥1lad1-7 9 /=1
FTHORIT,

EB1 LR UPIET, 2h1.004g(5.02mmol). 1a 2.
044g (5.20mmol). 1-7'% / — /)L (40cm?), ¥ 7o u £
%> (15cm®) B & 'DBU 1.714g(11.25 mmol) » ¥ 7
vu XY (5em?) EE ML TThit7z, ILEO.

— 20

697g (I#51%) . F1 ki Butyl (2-bromophenyl) car-
bamate (5h5) . 'HNMR (CDCl;) 6=0.95(3H, t, J=
6.16Hz), 1.28~1.81(4H, m), 4.12(2H, t, J=6.
37Hz), 6.79~8.19(56H, m)., “*CNMR(CDCl,) ¢=
13.6, 19.0, 30.9, 65.3, 112.6, 120.3, 124.1,
128.3, 132.3, 136.0, 153.3, MS(30 eV) m/e (Hxt
) 271(M*+2 ;5 38), 257(M*; 39), 136(100),

42. -7 0 EXRY X7 I F(2h)E1ad1-R>v 5 / —

LR TORIT,

SEE1 LA U TFIET, 2h1.006g(5.03mmol). la2.
048¢ (5.21mmol) . 1-%> ¥ /— /L (40cm?®), ¥ 7 w0
£ %> (15cm®) B L U'DBU 1.707g(11.20 mmol) D ¥
zun 2 Fr(5em?)ER AL Titbit/z, L=
0.597g (IN#R42%) . 1k i Pentyl (2-bromophenyl)
carbamate (5h6), 'HNMR (CDCl,) ¢=0.92(3H,
m), 1.36~1.68(6H, m), 4.16(2H, t, J=6.83
Hz),6.89~8.15(5H, m), ®*CNMR (CDCl;) §=13.
9, 22.3, 28.5, 28.6, 65.7, 112.5, 120.2, 124.1,
128.3, 132.2, 136.0, 153.3, MS(30 eV) m/e (FHx}
Ib) 287 (M*++2; 61), 285(M* ; 61), 136(100),

43. 4-Z FPARVXT7IFQ)C1aD Ay /=R T
DRI,

FEE1 ERUTFMET, 4-=bvxX> X7 2 F(20)0.
830g (4.99mmol). la 2.05g(5.21lmmol). # % /—)L
(40cm?), ¥ 7ww x> (15cm®) B L U'DBUL.710g
(11.22mmol) »y 7w wu £ ¥ > (5cm®) Il 2 M A L
TATh Tz, WEE0.200g (ILEE20%) . H il Methyl
(4-nitrophenyl) carbamate (5i1) (Rl %127~122°C), *
HNMR(CDCl,) ¢=3.83(3H, s), 7.03(1H, br.
s), 7.56(2H, d, J=9.00Hz), 8.20(2H, d, J=9.
30Hz), BCNMR(CDCl;) ¢=52.9, 117.7, 125.3,
143.2, 143.8, 153.3, MS(30 eV) m/e (# x It)
196 (M ; 100), 166(16).

44, 4-Z bARVXFT I FQ)E1aD Ty /=T
DRI

EB1 LM UPMET, 4= P> XT3 F2i0.
8302 (4.99mmol). 1a2.030g(5.16mmol). =% /—
N(40cm?). ¥ 7wvuw £ %> (15em®) B L *'DBU 1.
700g (11.16mmol) » ¥ 7 v w £ % > (5 cm?) e % il
AL Tirb iz, I0.250g (UL #24%), Ethyl (4-
nitrophenyl) carbamate (512) (#l #117~122°C), !
HNMR(CDCl,) ¢=1.34(3H, t, J=7.10Hz), 4.
27(2H, q, 7.10Hz), 7.03(1H, br. s), 7.56(2H,
d, J=9.30Hz), 8.19(2H, d, J=9.30Hz), '3
CNMR(CDCl,) ¢=14.4, 62.0, 117.7, 125.3,
143.0, 143.8, 153.3, MS(30 eV) m/z (} xf k)
210(M* ; 100), 166(35).

45. 4-Z P ARCX7 I F(2)&1ad1-7'a/~/ =)L
FTHORE
EE 1 L UFMET, 2i0.830g(4.99mmol). 1a 2.



TNLVA—=NHPTHOT FITTAINLT =AY 70070 xt—F (1-) &7 3 FHEEDKG

030g(5.16mmol). 1-7 0,/ —)L (40cm?) . ¥ 7 o0
A %> (16cm®) 8 £ O'DBU 1.710g(11.22mmol) » ¥
zan 2 F >y (5ecm?)EREZHHL Tthbit/z, =
0.200g (IL#20%) . Propyl (4-nitrophenyl) carbamate
(5i3) (Flr5102 ~103C), 'HNMR(CDCl;) 6=0.99(3
H, t, J=6.81Hz), 1.72(2H, q, J=6.81Hz), 4.
17(2H, t, J=6.80Hz), 7.14(1H, br. s), 7.
57(H, d, J=9.00Hz), 8.20(2H, d, J=9.00
Hz), B*CNMR(CDCl;) ¢=10.3, 22.1, 67.6, 117.
6, 125.3, 142.9, 144.0, 153.3,

46. -Z tARCXTFT I F(2))L1aD A5 /=T

DRIE-

B 1 X UFMET, 2§0.415¢(2.49mmol). lal.
178¢(2.99mmol). #* ¥ /—/(40cm?®), ¥ 7ano £ ¥
> (15cm®) B £ U'DBU 0.915¢(6.01 mmol) » ¥ 7 v
v 2% (5em?) R HH L TThb iz, ILE0.220
g (I#45%) , Methyl (2-nitrophenyl) carbamate (5j1)
(Rl f39~41C), '"HNMR(CDCl;) 6=4.03(3H, s),
7.20~8.80(4H, m), 10.04(1H, br. s), *CNMR
(CDCl;) o¢=51.7, 119.6, 121.3, 124.8, 134 .4,
134.8, 135.1, 152.6, MS(30 eV) m/e (# x k)
196 (M* ; 54), 150(100), &4 4 & L C0.019g D
N- (2- nitrobenzoyl) - N~ (2- nitrophenyl) urea (6j)
(Fl = 209~212°C) 2355 4172,

47. -2 AR X7 I FQ2j))E1ad Ty /=T
DRIEo

EE1 LR UFNET, 2j0.414g(2.49mmol). lal.
178¢ (3.00mmol). =% /—/)L(40cm?®), ¥ 7uanw £ %
> (15cm®) 3 & *'DBU 0.913g(5.99 mmol) » ¥ 7 u
v X F v (5em?) W2 L TiTh iz, IE0.284
g (I #549%) ., Ethyl (2- nitrophenyl) carbamate (5j2)
(Rl #45~47C), '"HNMR(CDCl;) 6=1.35(3H, t,
J=7.04Hz), 4.27(2H, q, J=7.04Hz), 7.01~8.
61(4H, m), 9.81(1H, br. s), *CNMR (CDCl,)
o=14.4, 61.9, 120.7, 122.2, 125.8, 134.8, 135.
5, 136.1, 153.2, MS(30eV) m/e (Fx$1t) 210 (M* ;
60), 138(43),
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K1 ZLA—NLFTOFIFSTFATLEZILSZO007A04A—PET I FORIE?

)Q—NHCO 2R (B)DEK

s 7va— £ A0

Entry )Q_CONHz R-OH I his g i /h I %2 19
1 H (2a) CHs 24 bal 74
2 H (2a) CH;CHy— 24 5a2 55
3 H (2a) CH;CH,CHy— 24 5a83 51
4 4-CHjy (2b) CHs 24 5b1 55
5 4-CH,  (2b) CH;CHz— 24 5b2 47
6 4-CH,  (2b) CH,CH,CHy— 24 5b3 47
7 4-CH;  (2b) CH;3(CHo)5— 24 5b5 50
8 3-CH, (20 CHs L5 5c1 51
9 3-CH; (20 CH,CHz— 1.5 5c2 64
10 3-CH; (20 CH,CH,CH5;— 15 5¢3 60
11 3-CHy; (20 (CHg)CH— 1.5 5cd 52
12 3-CH,4 (2¢) CH3(CHo5— 1.5 5¢5 52
13 2-CH;  (2d) CHs 2 5d1 75
14 2-CH;  (2d) CH3;CHs— 24 5d2 46
15 2-CH,4 (2d) CH,CH,CHs— 20 5d3 55
16 2-CH;  (2d) (CH5),CH— 24 5d4 58
17 2-CH;  (2d) CH3(CHo)5— 24 5d5 51
18 2-CHy  (2d) CH4(CH ) — 18 5d6 55
19 4-Cl (2e) CHz 24 5el 57
20 4-Cl (2e) CH3CHz— 24 5e2 56
21 4-C1 (2e) CH,;CH,CH— 1 5e3 67
22 4-Cl (2e) CH4(CH )5 3 5eb 63
23 4-Cl (2e) CH4(CH)— 2 5e6 62
24 2-Cl 29 CH5;— 24 5f6 82
25 2-Cl (2f) CH,CHz— 1 56 63

a) EBROIHAS M, b) HEENER,



TNA—NHTHOT FZTNAXLT =7y 7an7at—} (1) T 3 FHEEDREG

K2 FLA—NLFTOFISTFALTLEZILSZO0Q070A—PET I FORIE?

X§:>memgum®ém

7 IR 7V a— ) R Y1 (5)D
Entry X@—CONHZ R-OH BGETIM e ob
26 4-Br (2g) CHs— 0.5 5g1 50
27 4-Br (2g) CH;CHs— 0.5 5g2 59
28 4-Br (2g) CH3CH,CHz— 0.5 5g3 61
29 4-Br  (2g) CH3(CHp)5 0.5 5g5 66
30 4-Br (29 CH5(CHy)— 24 5g6 30
31 2-Br (2h) CHsz— 0.5 5h1 75
32 2-Br (2h) CH;CH5— 0.5 5h2 80
33 2:Br  (2h) CH3CH,CHs— 0.5 5h3 74
34 2-Br  (2h) (CHg),CH— 2 5h4 58
35 2-Br  (2h) CH3(CH 35— 1 5h5 51
36 2-Br  (2h) CH3(CH ) 1 5h6 42
37 4-NO, (2i) CHz— 24 5i1 20
38 4-NO2 (21 CH3CHz— 24 5i2 24
39 4-NO, (2i) CH3;CH,CHz— 24 5i3 20
40 2:-NO,  (2j) CHz;— 48 5j1 45
41 2-NO, (2j) CH4;CHz— 48 5j2 54

a) & 11k,





