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1. Copies of H, 3C{*H} and ‘°F Spectra of the Products 3a-3v and 4a-4m

N-(4-(2-Cyano-3-phenylallyl)phenyl)acetamide (3a):

!H NMR, CDCl3, 500 MHz
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N-(4-(2-Cyano-3-(p-tolyl)allyl)phenyl)acetamide (3b):

'H NMR, CDCls, 500 MHz

0£1T—
e
09€T—

979'E ~
69—

9889~
6169~
S8TL
10z°L V
p-uiojoioyd 09z,
Lyl ~
bov'L A
09 \
029, \

SeL

=10'€

—£T¢

>
d “\ozo
=

.I]i 10T
= —= =120

=94/6

3b, ZIE

T0
Wmo.ﬁ

=9T't
E6T'C

=61'C
EL60

9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)

10.0

13C{1H} NMR, CDCls, 126 MHz

6SS°TC —
YIS YT —

659'Ty —

S06'9L \
p-wi040101UYD 09T°LL W
9Tv'LL

99%'60T —

T60°6TT ~
0zZy'0cT —

TLL8TT
0z5'62T W
+29'6CT
G88°0ET *
LObTET
89€°LET "
E€TL°0vT —
80T HHT ~_

TEL'BIT —

AcHN

NC™ ™

Y

94/6

3b, ZIE

S2



N-(4-(2-Cyano-3-(o-tolyl)allyl)phenyl)acetamide (3c):

'H NMR, CDCls, 500 MHz
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N-(4-(2-Cyano-3-(m-tolyl)allyl)phenyl)acetamide (3d):

'H NMR, CDCls, 500 MHz
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N-(4-(3-(4-Chlorophenyl)-2-cyanoallyl)phenyl)acetamide (3e):
'H NMR, CDCls, 500 MHz

7

£

5

°

s

=

O
@oomamoTaoo 20 )
2HEBBIRBLERKT 22 2y
LeTTMnNNTR®R ] ==
NRNRNRRNNRRRNG S - o N
=\ N \

AcHN

NC™ ™

Cl
3e, Z/E = 87/13

LTS 2% 4% £%
‘ g
100 95 90 85 80 75 70 65 60 5 5.0 40 35 30 25 20 15 10 05 00
f1 (ppm)
13
C{1H} NMR, CDCls, 126 MHz
£
5
5
g
© mommmNge mo o 5
B ggegeass g7 g 388 5 3
g SHBRRRAR BT 3 RRE 3 3
SN | N
AcHN
NC™ ™
(¢]]
3e, Z/E = 87/13
|
| |
‘ e ‘ |
] I bl | | o
T T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 f11(00 ) %0 80 70 60 50 40 30 20 10
ppm

S5



N-(4-(3-(3-Chlorophenyl)-2-cyanoallyl)phenyl)acetamide (3f):
'H NMR, CDCls, 500 MHz
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N-(4-(3-(2-Chlorophenyl)-2-cyanoallyl)phenyl)acetamide (3g):

'H NMR, CDCls, 500 MHz
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N-(4-(3-(4-Bromophenyl)-2-cyanoallyl)phenyl)acetamide (3h):

'H NMR, CDCls, 500 MHz
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N-(4-(3-(3-Bromophenyl)-2-cyanoallyl)phenyl)acetamide (3i):
'H NMR, CDCls, 500 MHz
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N-(4-(2-Cyano-3-(4-fluorophenyl)allyl)phenyl)acetamide (3j):

'H NMR, CDCls, 500 MHz
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F NMR, CDCl3,471 MHz
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N-(4-(2-Cyano-3-(3-fluorophenyl)allyl)phenyl)acetamide (4k):
'H NMR, CDCls, 500 MHz
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F NMR, CDCl3,471 MHz
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N-(4-(2-Cyano-3-(4-nitrophenyl)allyl)phenyl)acetamide (3I):
'H NMR, CDCls, 500 MHz
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N-(4-(3-([1,1'-Biphenyl]-4-yl)-2-cyanoallyl)phenyl)acetamide (3m):

'H NMR, DMSO-d®, 500 MHz
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N-(4-(2-Cyano-3-(naphthalen-1-yl)allyl)phenyl)acetamide (3n):
'H NMR, CDCls, 500 MHz
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N-(4-(2-Cyano-3-(thiophen-2-yl)allyl)phenyl)acetamide (30):

'H NMR, CDCls, 500 MHz
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N-(4-(2-Cyano-3-phenylallyl)-3-methylphenyl)acetamide (3p):

'H NMR, CDCls, 500 MHz
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N-(4-(3-(4-Chlorophenyl)-2-cyanoallyl)-3-methylphenyl)acetamide (3q):

'H NMR, CDCls, 500 MHz
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N-(4-(2-Cyano-3-phenylallyl)-2-methylphenyl)acetamide (3r):
!H NMR, CDCl3, 500 MHz
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N-(4-(3-(4-Chlorophenyl)-2-cyanoallyl)-2-methylphenyl)acetamide (3s):
'H NMR, CDCls, 500 MHz
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N-(3-Chloro-4-(2-cyano-3-phenylallyl)phenyl)acetamide (3t):

'H NMR, CDCls, 500 MHz
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N-(3-Chloro-4-(3-(4-chlorophenyl)-2-cyanoallyl)phenyl)acetamide (3u):
'H NMR, CDCls, 500 MHz
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N-(4-(2-Cyano-3-phenylallyl)-3-fluorophenyl)acetamide (3v) :

'H NMR, CDCls, 500 MHz
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F NMR, CDCl3,471 MHz,

-115.244
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(2)-N-(2-(2-Cyano-3-phenylallyl)-4-methylphenyl)acetamide (4a):

'H NMR, CDCls, 500 MHz
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(2)-N-(2-(2-Cyano-3-(p-tolyl)allyl)-4-methylphenyl)acetamide (4b):

'H NMR, CDCls, 500 MHz

SST'T~
82€T~_
wuer—

§59'€ —

£68'9
LL0°L
€01T°L
8IT°L
861°L
€L
Pp-wiojololyd 092°L \

80€°L
vwm.nv.

509°L
owm.nv

3.

=%

NHAc

NC™ ™

- M&aw
—_— T

FE0

‘e
€
€

‘T
‘T

T
€
‘T
T

o
r o
1
r o
o
-
1
-
o
M e~
L
]
o
o
1
Il
o
r <
nE
L 2g
=
=
M wn
1
M wn
<
o
n
o N
T
S >
~
<
| o -
)
= m
0 @)
| o :
o
L >
Z
n ~—
r o
I
2 Ny
= )
o
-

PTTTT~_
S8S' 1T~
8/8'€c "

19€°8€ —

£06'9L
09T°LL W
ST¥LL

000°80T —

8SE'6TT —

£98'921
018'821 \
691621 V

€69'62T ~%
LSL70ET
9TTTET
UETET
198°2€T \

b60"LET \
£€6°0bT \

[4:i g4y

LI€°69T —

NHAc

NC™ ™

190 180 170 160 150 140 130 120 110

200

S27



(2)-N-(2-(3-(4-Chlorophenyl)-2-cyanoallyl)-4-methylphenyl)acetamide (4c):

'H NMR, CDCls, 500 MHz
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(2)-N-(2-(2-Cyano-3-phenylallyl)-4-ethylphenyl)acetamide (4d):

'H NMR, CDCls, 500 MHz

v0T'T
ozt W
PET'T

17—

S09'C
029°'C
$E9'T
059'C

€89'€ —

+26'9
¥60°'L
8cTL
WL

8T€L
SEE'L
L9€°L
¥8EL
88€L
6EL

689°L
wa.nw
€0L°L

NHAc

NC™ ™

4d

- 01
—_— = ho.ﬁ

6'0

——==200'1

L \8TE |2

9.5

13C{1H} NMR, CDCls, 126 MHz

T
10.0

SES'ST —

6¥8'€C —

LLy'8T—

9EY'8E —

mom.mm
owﬁ.nnV
STv'LL s

92601 —

eI —
800°£2T
986°LTT /
S8°8TT
¥86'8CT V
vOT'0€T
86€°0ET N
86T'TET
2E0'EET
86b"EET

THP EPT ~
SSY'vbT

¥8E'69T —

NHAc

NC™ ™
100
f1 (ppm)

|
110

|
il
T
120

|
T T T T T
180 170 160 150 140 130

T
190

S29



(2)-N-(2-(3-(4-Chlorophenyl)-2-cyanoallyl)-4-methoxyphenyl)acetamide (4e) :

'H NMR, DMSO-d®, 500 MHz
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(2)-N-(2-(2-Cyano-3-phenylallyl)-4-methoxyphenyl)acetamide (4f):

'H NMR, CDCls, 500 MHz
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(2)-N-(2-(3-(4-Chlorophenyl)-2-cyanoallyl)-4-ethoxyphenyl)acetamide (49):

'H NMR, CDCls, 500 MHz
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(2)-N-(2-(2-Cyano-3-phenylallyl)-5-fluoro-4-methylphenyl)acetamide (4h):

'H NMR, CDCls, 500 MHz
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(2)-N-(2-(2-Cyano-3-phenylallyl)-4,6-dimethylphenyl)acetamide (4i):

'H NMR, CDCls, 500 MHz
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(2)-N-(6-(2-Cyano-3-phenylallyl)benzo[d][1,3]dioxol-5-yl)acetamide (4j):
'H NMR, CDCls, 500 MHz
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Butyl (2)-2-(2-acetamido-5-methoxybenzyl)-3-phenylacrylate (4Kk):
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Methyl (Z)-2-(2-acetamido-5-methylbenzyl)-3-phenylacrylate (41):

'H NMR, CDCls, 500 MHz
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Ethyl (Z2)-2-(2-acetamido-5-methylbenzyl)-3-(4-chlorophenyl)acrylate (4m):

'H NMR, CDCls, 500 MHz
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2. NOESY Spectrum of the Product 3e

1. The *H NMR shows 4 types of aromatic hydrogens with the splitting
pattern of doublet which correlates with para isomer.

2. No cross peak is observed between minor Hy and Ha in the 2D NMR
spectrum. Also, no cross peak between Hy, and CH3CO that suggests that
the ortho isomer is not formed

3. NOE correlation is observed between Ha (5 6.89, s) and Hs (6, 3.65, ).
Based on the *H NMR and NOESY Spectrum of 3e, it is concluded that
the major product is (Z)-isomer with the Z/E ratio 87:13.

f\'”h o B ‘ He | il

1
B

¥, 2erts per Milr - Profon
"

_-3.709
~3.649
2175
-2.156

=\

—“ecec e
NNNNNN

T T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)

IH NMR of 3e

S39



3. NOESY Spectrum of the Product 4b

NOE correlation is observed between Ha (5 6.89, s) and Hy (3, 3.66, S).
Based on the *H NMR and NOESY Spectrum of 4b, it is concluded that
the product is (Z)-isomer.
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4. HRMS of the TEMPO Adduct 3a":
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