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1. General Information:

All the reagents were purchased from commercial suppliers and were distilled prior to use.
The solvents used in the reactions were distilled and dried prior to use. Purification was done
using silica gel column chromatography and reactions were monitored by using thin-layer
chromatography (TLC) and visualized using UV light."H NMR and *C NMR were recorded
on a JEOL FT-NMR spectrometer at 300 and 75.45 MHz using CDCl; solution and TMS as
an internal standard. *H and **C shifts are given in ppm scale and are measured relative to
tetramethylsilane as a standard (TMS). Coupling constants (J values) are given in Hz, and
chemical shift multiplicities denoted by s (singlet), bs (broad singlet), d (doublet), dd (doublet
of doublets), m (multiplet), g (quartet), and t (triplet).

2. General Experimental Procedure:

N-chlorosuccinimide (1.2 mmol) was added to a solution of amine (1 mmol) in 3 mL of
acetonitrile and stirred at room temperature for 3 hours. To this solution, were added an
aldehyde (0.5 mmol), AIBN (10 mol %) and TBHP (70% aqg.) (4 equiv). The reaction mixture
was stirred at 80 °C in an oil bath for 24h. Then the reaction was stopped and extracted with
ethyl acetate (3 times). Combined organic layers were dried and evaporated under reduced
pressure. The crude obtained was purified using silica gel column chromatography.

3. Characterization data of the products:

N-Benzylbenzamide (3a)’

(o]
OO
H
White solid; *H NMR (CDCls, 300 MHz): § 7.79 (d, J = 7.2 Hz, 2H), 7.50-7.32 (m, 8H),

6.61 (bs, 1H), 4.62 (d, J = 5.7 Hz, 2H); *C NMR (CDCls, 75 MHz): & 167.3, 138.2, 134.3,
131.5, 128.7, 128.5, 127.8, 127.5, 126.9, 44.0.

N-Benzyl-4-methylbenzamide (3b)’

oo

Yellow solid; *H NMR (CDCls, 300 MHz): § 7.78-7.65 (m, 2H), 7.36-7.12 (m, 7H), 6.93
(bs, 1H), 4.54 (d, J = 4.8 Hz, 2H), 2.34 (s, 3H); **C NMR (CDCls, 75 MHz): § 167.4, 141.7,
138.3, 131.3, 129.0, 128.5, 127.6, 127.2, 126.9, 43.8, 21.2.

N-Benzyl-4-methoxybenzamide (3c)°
2
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Neane

White solid; *H NMR (CDCls, 300 MHz): § 7.77 (d, J = 8.1 Hz, 2H), 7.34 (bs, 5H), 6.92 (d,
J = 8.4 Hz, 2H), 6.36 (bs, 1H), 4.64 (d, J = 5.4 Hz, 2H), 3.84 (s, 3H); *C NMR (CDCls, 75
MHz): & 166.8, 162.2, 138.4, 132.3, 128.7, 127.9, 127.5, 126.6, 113.7, 55.3, 44.1.

N-Benzyl-4-chlorobenzamide (3d)’

Neane

Yellow solid; *H NMR (CDCls, 300 MHz): & 7.69-7.60 (m, 2H), 7.33-7.28 (m, 7H), 6.48 (s,
1H), 4.52 (d, J = 4.8, 2H); *3C NMR (CDCls, 75 MHz):  166.4, 138.0, 137.8, 131.5, 128.8,
128.4,127.8,127.6, 126.9, 44.3.

N-Benzyl-4-nitrobenzamide (3¢e)

(o)
N
/©)LH/\©
O,N

Yellow solid; *H NMR (CDCls, 300 MHz): & 8.27 (m, 2H), 7.95 (m, 2H), 7.35-7.26 (m,
5H), 6.64 (bs, 1H), 4.66 (d, J = 5.4, 2H); **C NMR (CDCls, 75 MHz): § 165.3, 149.6, 139.9,
137.4,128.9, 128.6, 128.2, 127.9, 123.8, 44.4.

N-Benzyl-3-chlorobenzamide (3f)°

s

Yellow solid; *H NMR (CDCls, 300 MHz): 6 7.79-7.76 (m, 1H), 7.66 -7.63 (m, 1H), 7.47-
7.34 (m, 7H), 6.44 (bs, 1H), 4.63 (d, J = 5.4, 2H); *C NMR (CDCls, 75 MHz): § 166.3,
138.0, 137.7, 132.7, 131.5, 131.0, 128.7, 128.4, 127.8, 127.6, 126.9, 44.1.

4-Methoxy-N-(1-phenylethyl)benzamide (3g)"*

3
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o5

White solid; *H NMR (CDCls, 300 MHz): § 7.75-7.72 (m, 2H), 7.37-7.25 (m, 5Hz), 6.91 (d,
J = 8.7 Hz, 2H) 5.34-5.29 (m, 1H), 3.83 (s, 3H), 1.60 (d, J = 6.9 Hz, 3H); **C NMR (CDClIs,
75 MHz): § 166.1, 162.1, 143.3, 128.7, 127.3, 126.8, 126.2, 113.7, 55.3, 49.2, 21.8.

(4-Chlorophenyl)(piperidin-1-yl)methanone (3h)*

Nekel

Yellow solid; *H NMR (CDCls, 300 MHz): & 7.39-7.31 (m, 4H), 3.68 (bs, 2H), 3.33 (bs,
2H), 1.76-1.44 (m, 6H); *C NMR (CDCls, 75 MHz): & 169.2, 135.4, 134.8, 128.6, 128.4,
48.8,43.3,25.8, 25.6, 24.5.

N-Cyclohexylbenzamide (3i)*

©*~O
H
Yellow solid; *H NMR (CDCls, 300 MHz): § 7.76 (d, J = 6.8 Hz, 2H), 7.47-7.40 (m, 3H),

6.05 (bs, 1H), 3.99 (bs, 1H), 2.04-2.01 (m, 2H), 1.77-1.67 (m, 3H), 1.44-1.22 (m, 5H); *C
NMR (CDCls, 75 MHz): § 166.6, 135.1, 131.2, 128.4, 126.8, 48.6, 33.2, 25.5, 24.9.

N-Butylbenzamide (3j)°

o
dNM
H

Yellow liquid; *H NMR (CDCls, 300 MHz): & 7.77-7.74 (m, 2H), 7.47-7.38 (m, 3H), 6.32
(bs, 1H), 3.45 (dd, J = 6.6, 13.2 Hz, 2H), 1.62-1.54 (m, 2H), 1.44-1.34 (m, 2H), 0.95 (t, J =
7.2 Hz, 3H); **C NMR (CDCI3, 75 MHz): § 167.5, 134.8, 131.2, 128.4, 126.8, 39.8, 31.7,
20.1, 13.7.
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N-(1-Phenylethyl)benzamide (3k)?

oo

White solid; ‘*H NMR (CDCls, 300 MHz): & 7.77-7.75 (m, 2H), 7.47-7.29 (m, 8H), 6.41 (bs,
1H), 5.35-5.30 (m, 1H), 1.60 (d, J = 6.6 Hz, 3H); *C NMR (CDCls, 75 MHz): § 166.5,
143.1, 134.6, 131.4, 128.7, 128.5, 127.4, 126.9, 126.2, 49.1, 21.6.

N-Benzylthiophene-2-carboxamide (3I)°

oo

Yellow solid; *H NMR (CDCls, 300 MHz): § 7.52-7.25 (m, 7H), 7.06-7.03 (m, 1H), 6.43
(bs, 1H), 4.60 (d, J = 5.4, 2H); *C NMR (CDCls, 75 MHz): § 161.8, 138.7, 138.0, 131.5,

130.0, 128.7, 128.5, 128.1, 127.9, 127.6, 126.9, 43.9.

N-Phenethylbenzamide (3m)*

O

Yellow solid; *H NMR (CDCls, 300MHz): & 7.71-7.69 (m, 2H), 7.41-7.15 (m, 8H), 6.74 (bs,
1H), 3.68-3.61 (m, 2H), 2.88(t, J = 7.0 Hz, 2H); *C NMR (CDCl; 75 MHz): & 167.6,
138.8, 134.4, 131.2, 128.6, 128.4, 128.3, 126.7, 126.3, 41.1, 35.5.

N-Hexylbenzamide (3n)*

‘ 0
©)LN/\/\/\
H

White solid; *H NMR (CDCls, 300 MHz): & 7.80-7.75 (m, 2H), 7.48-7.35 (m, 3H), 6.59 (bs,
1H), 3.44-3.37 (m, 2H), 1.61-1.56 (m, 2H), 1.33 (m, 6H), 0.93-0.86 (m, 3H); *C NMR
(CDCls, 75 MHz): § 167.5, 134.8, 131.1, 128.3, 126.8, 40.0, 31.4, 29.5, 26.6, 22.4, 13.9.
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N-Hexyl-4-methylbenzamide (30)*

‘ 0
Jeanns
H

White solid; *H NMR (CDCls, 300 MHz): & 7.67 (d, J = 7.8 Hz, 2H), 7.22 (d, J = 7.8 Hz,
2H), 6.18 (bs, 1H), 3.51-3.40 (m, 2H), 2.38 (s, 3H), 1.60-1.57 (m, 2H), 1.32-1.18 (m, 6H),
0.91-0.87 (m, 3H); *C NMR (CDCls, 75 MHz): 5 167.5, 141.6, 132.0, 129.1, 126.8, 40.0,
31.5, 29.6, 26.6, 22.5, 21.4, 14.0.

Morpholino(phenyl)methanone (3p)®

Yellow liquid; *"H NMR (CDCls, 300 MHz): & 7.58-7.36 (m, 5H), 3.7 (bs, 8H); *C NMR
(CDCls3, 75 MHz): 6 170.3, 135.2, 129.7, 128.4, 126.9, 66.7, 48.0, 42.5.

Morpholino(p-tolyl)methanone (3r)®

\ fene

Yellow liquid; *H NMR (CDCls, 300 MHz): & 7.31 (d, J = 7.8 Hz, 2H), 7.21 (d, J = 7.8 Hz,
2H), 3.68 (bs, 8H), 2.37 (s, 3H); *C NMR (CDCI3, 75 MHz): § 170.4, 139.9, 132.0, 128.9,
127.0, 66.6, 48.1, 42.4, 21.2.

4-Chloro-N-hexylbenzamide (3s)*

White solid; *H NMR (CDCls, 300 MHz): § 7.74-7.68 (m, 2H), 7.43-7.37 (m, 2H), 6.18 (bs,
1H), 3.46-3.39 (m, 2H), 1.71-1.55 (m, 2H), 1.33-1.25 (m, 6H), 0.89-0.87 (m, 3H); *C NMR
(CDCl; 75 MHz): 6 166.4, 137.5, 133.2, 128.7, 128.3, 40.2, 31.5, 29.6, 26.6, 22.5, 14.0.
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4-Chloro-N-phenethylbenzamide (3t)°

o O

Yellow solid; *H NMR (CDCls, 300 MHz): § 7.69-7.60 (m, 2H), 7.47-7.21 (7H, m), 6.12
(bs, 1H), 3.74-3.67 (M, 2H), 2.93 (t, J = 6.9 Hz, 2H); *C NMR (CDCls, 75 MHz2): & 166.1,
138.7, 134.7, 131.4, 129.8, 128.7, 127.2, 126.6, 124.8, 41.2, 35.6.

4-Nitro-N-phenethylbenzamide (3u)™

0 /\@
N
0* g
O,N

Yellow solid; *H NMR (CDCls, 300 MHz): § 8.24 (d, J = 8.4 Hz, 2H), 7.84 (d, J = 8.4 Hz,
2H), 7.35-7.21 (m, 5H), 6.40 (bs, 1H) 3.76-3.70 (m, 2H), 2.95 (t, J = 6.9 Hz, 2H); *C NMR
(CDCls, 75 MHz): § 165.4, 149.4, 140.1, 138.4, 128.7, 128.0, 126.7, 123.7, 41.3, 35.4.

N-Benzyl-N-methylbenzamide (3v)"

oo

Yellow liquid; *H NMR (CDCls, 300 MHz): § 7.35-7.05 (m, 10H), 4.65 (s, 1H), 4.38 (s,
1H), 2.91 (s, 1.5H), 2.72 (s, 1.5H); *C NMR (CDCls, 75 MHz): § 171.5, 170.9, 136.5,
136.1, 135.7, 129.0, 128.4, 128.2, 127.8, 127.5, 127.2, 126.9, 126.3, 54.4, 50.1, 36.3, 32.5.

N-Benzyl-2-bromobenzamide (3y)"*

oro

Yellow solid; *H NMR (CDCls, 300 MHz): & 7.58 (d, J = 7.8 Hz, 1H), 7.5-7.22 (m, 8H),
6.47 (bs, 1H), 4.60 (d, J = 5.7 Hz, 2H); **C NMR (CDCls, 75 MHz): § 167.5, 137.6, 137.6,
133.2,131.1, 129.4, 128.6, 128.4, 127.9, 127.4, 119.2, 44.0.
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4-Chloro-N-(1-phenylethyl)benzamide (32)"

White solid; *H NMR (CDCls, 300 MHz): § 7.77-7.74 (m, 2H), 7.38-7.25 (m, 7H), 6.40 (bs,
1H), 5.34-5.25 (m, 1H), 1.60 (d, J = 7.2 Hz, 3H); **C NMR (CDCls, 75 MHz): § 165.5,
142.9, 137.7, 132.9, 128.8, 128.4, 127.5, 126.2, 49.3, 21.6.

4-Nitro-N-(1-phenylethyl)benzamide (3ab)"

Yellow solid; *H NMR (CDCls, 300 MHz): § 8.23 (d, J = 8.7 Hz, 2H), 7.91 (d, J = 8.4 Hz,
2H) 7.37-7.26 (m, 7H), 6.61 (bs, 1H), 5.35-5.26 (m, 1H), 1.63 (d, J = 7.2 Hz, 3H): *C NMR
(CDCls, 75 MHz2): & 164.6, 149.5, 142.4, 140.1, 128.8, 128.1, 127.7, 126.2, 123.7, 49.7,
21.5.
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JEOL AL300 FTHNR
CHEMISTRY DEPARTMENT
Banaraa Hlindu University,
VARANASI-221005

Operator : Nagendra Eumar

DFILE
COMNT
DATIM
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EXNOD
OBERQ
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FREQU
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Shishixr Singh
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JECL AL30O0 FTNMR
CHENISTRY OEPARTMENT
Banaras Hindu Univeralty,
VARANASI-221005

Oparatos : Nageandra Kumar

DFILE
COMNT
DATIN
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REXNCD
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OBFIN
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FREQU
SCANS
ACQTN
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CTENP
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C:\K.N. Singh,,I1.T\NBU-11 1H.als
NBU-11 1§ Mr. TirunAleswara
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JEOL AL3O0 FTRMR

CHEMIS

TRY DEBARTMENT

Banaras Hindu University,
VAFANAST~22100%

CUparator : Nagendrs Kumar

oFilx
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THE-2 1H Mr.Tirumaleswara
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Ci\K.R, Singh, , L.T\PEA _1H.als
E¥A 14 Mr.Rsieshwar
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ABHA 1M M. Bajeahwar
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JECL ALM00 FTNMR
CHEMISTRY DEPARTMENT
Banaras Hindo University,
VARAMASI-221005

Operator : Nagendra Kumer

oFIlE
COMNT
DATIM
ORNUC
XXNMOD
OSFRQ
QBSET
QBEIN
FOINT
FREQU
SCANS
MNCOT™
BD
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EXBEF
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Shishir Singh
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JECL ALYOU ETHME
CHENISTRY DEPARTYMENT
Banaras Hindu Univeraity,
VARANARST-22100%

Oparator : Nageondrz Kunar
Shishir Singh

OFILE C:\M.M. Singh,,I.T\STH
COMNT PTM 1H Mr. Rajeshwer
CATIM Thu Jun 20 32:29:30 20°
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EXMOD NON

OBFRQ 300,40 MH2
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FREQU 9505.7 Hs
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ACQT™ 3.447 nec
) 1.547 gec
1 5.2 ua
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CTEME 21.1 ¢
SLVNT ool

EXREY 0,00 ppm
HE 1.20 He
RGAIN 11
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JEOL ALI0D FINME
CHEMISTRY DEPFARTMENT
Banaras Rindu University,
VABANASI-221005
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OFILE
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JEOL ALI0OC FTNMRE
CHEMISTRY DEPARTMENT
Banaras Mindu University,
VARANASI-221005

Operator : Hagendra ¥umar

DFILE
COMNY
DATINM
DBNUC
EXNOD
OBIRQ
ORSET
oarin
POINT
FREQU
SCANS
ACOTM
PO
W1
IRNUC
CTEMP
SLVUNT
EXREF
BF
RGAIN

Shishir Singh

C:\K.N, Singh,,1.T\OBB:
CRBZ 1H Mr.Rajeshwer
Mot Jul 15 1@:25:24 200
14
NOH
300,40 MHz
130.00 KBz
1150.0 Hz
12768
9505.7 Hz
44
3,447 sec
1.547 sec
5.2 us
1K
22.5 ¢
cocLl
0,00 ppm
1.20 Hz
i3
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C:\WINKNMR 95 \COMMON \_DEFAULT.ALS
OBBZ 13C Mr.R2ajeshuer

167.493

44,058
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JEOL AL3ILO FTHMR
CHEMISTRY DEBARTKENT
Banaras Hindu University,
VARANASI-221005

200 175 150 1

53

Operator ! Nagondra Xumaz
Shishir 3ingh

DFILE C:\WINHMR95\COMMON'_DEI

COMNT OBBZ_L3C Mr.Rajeshwer

DATIM on Jul 15 189:11:48 20

CRNUC  13C

£XMOD BOM

OBFRQ T5.45 MHz

OBSET 124.00 Kiz

OBRFIN 1B40.0 Mz

POINT 32768

FREQU Z0408.3 Hz

SCANS 4132

ACQTM 1.606 zec

{44 1.394 szac

Wl 5.9 us

IBNUC  1H

CTEMF 24,7 ¢

SLVNT CDCL3

EXREF 77,00 ppo

aF 1.20 Mz

RGAIN 2
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C:\WINNMR98\Data\CICR IHINON_ES.als
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JEOL ALIOG FTHMR
CHEMISTRY DEPARTMENT
Banaras Hindu University,
VARANASI-221005

Dperator : Nagendra Kumar

DFILE
COMNT
DATIM
QpRUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCARNE
ACQTH
PD
il
IRNOC
CIENP
SLVNT
EXAXF
BF
RGALN

Shishir Singh

T \WINNMEIB\Data\CICH _
CICR_LH Mr. Rajeshwar
Thu Sep 05 14:17:34 20
iH
NON
300,40 MEz
130.00 FHz
1150.0 Hz
12768
6016.8 Hz
16
5.446 pec
1.547 nec
5.6 ue
iR
21.% ¢
CoCL3
0.00 ppn
3.20 Hz
13
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C1 \WINHMRTE\COMMON\ DEFAULT.ALS
PCRN 1H Mr. Rajeshwar

JEOL AL30CD FTNMR
TN OO TED ow=mor ay e CHEMISTRY DEPARTMENT
nEaensanRa B nRRAS SE3 3 Banaras Hindu University,
S o PR L L 0 - on e VARARASI-221005
w W W Cperator : Nagendra Kumar
Shishir Singh
DFILE C:AWINNNRI\OCOMMON\ DEI
COMNT PCRN_1H Mr, Rajeshwar
DATIM Thu Sep 05 15:47:36 20
0BNUC IR
EXNOD NON
OBFRQ 300.40 NHz
o OBRSET 130,00 ¥Hz
QBFIN 1150.0 Hz
POINT 327¢8
N FREQU 9505.7 H=
H SCANS 16
O,N ACOTN 3.447 sec
2 P> 1,547 sec
Wl 5.2 us
IANOC  1H
CTEMP 2.3 ¢
SLVYNT CDCL3
* EXREF Q.00 ppm
oy BF 1.20 Rz
» RGAIN 18
( o
-
-
a2
-
. ; g
i
'
'
|
PPN
T T T | T T T | T T T T T T T ! T T T T
! L] 6 4 0
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