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1. Copies of 'H and *C NMR spectra of products (3a-3n, 1A and 1B)
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Bn ORI RSReRAINA AN S8 2835380 ARE age
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85 TETTAAAANANGQARBRRRR08en AN @@ 1 Data File Name F:/ 12 10 2015/ data/
‘”\7 "QV"’]'j'jj’j'}'j‘fffffj““‘““”“"“'\w "\"“/" NMR/ SRK934P_1H-1.jdf
2 Title S#398882
3 Origin JEOL
4 Spectrometer  ECS 400
5 Author PRAMOD KUMAR
0] 6 Solvent CHLOROFORM-D
[ 7 Temperature  23.9
OEt 8 Pulse Sequence single_pulse.ex2
9 Experiment 1D
10 Probe 2692
OH 11 Number of 16
Scans
3a 12 Receiver Gain 34
13 Relaxation 1.0000
Delay
14 Pulse Width 53750
15 Acquisition Time 2.1837
16 Acquisition Date 2015-07-29T14:43:03
17 Modification ~ 2015-07-29T11:09:39
Date
18 Spectrometer  399.78
Frequency
19 Spectral Width  6002.4
20 Lowest -991.9
VA AN/ Frequency
21 Nucleus 1H
22 Acquired Size 16384
23 Spectral Size 52430
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g 1 DataFile  Fy/1210
. o . o Temo 8 Name 2015/ data/
2 a 2 R XRESQ oso o @ NMR/
8 2 < 52 RNG9 288 R 2
M 4 3 R b £22 s ¥ SRK934P_13
g a g 88 R”Snn RRE g b C-L.jdf
\ N N | |2 Tite S#606050
3 Origin JEOL
4 Spectromete ECS 400
r
5 Author Suneeta
Sharma
6 Solvent CHLOROFO
RM-D
7 Temperature 25.4
8 pulse single_pulse
O Sequence _dec
9 Experiment 1D
\ O Et 10 Probe 2756
11 Number of 1000
cans
12 Receiver 60
OH Gain
3a 13 Relaxation  2.0000
Delay
14 Pulse Width 2.6667
15 Acquisition 1.0486
Time
16 Acquisition ~ 2015-08-02T
Date 23:44:41
17 Modification 2015-08-02T
Date 20:22:08
18 Spectromete 99.55
r Frequency
19 Spectral  25000.0
Width
20 Lowest -2534.1
Frequency
21 Nucleus 13C
22 Acquired Size 32768
23 Spectral Size 52430
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!H and **C NMR spectra of (E)-ethyl 3-(2-hydroxyphenyl)acrylate (3a)
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17 Acquisition
18 Modification
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21 Spectral
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22 Lowest
Frequency
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Parameter  Value
1 DataFile  Di/RK/
Name NMR/
SRK971_1H-:
Jof
2 Title 54585308
3 origin JEOL
4 Spectrometer ECS 400
5 Author PRAMOD
KUMAR
6 Solvent CHLOROFOR
M-D
7 Temperature 23.8
8 Pulse single_pulse.
Sequence  ex2
9 Experiment 1D
10 Probe 2692
11 Number of 16
Scans
12 Receiver  34.0
Gain
13 Relaxation  5.0000
Delay
14 Pulse Width  5.3750
15 Presaturation
Frequency
16 Acquisition  2.1837
ime

20 Spectrometer 399.78

24 Acquired Size 16384
25 Spectral Size 52430
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@ ) S o g o ] N ~ ] A .
© n < ma N N NN O = S < Name 10 2015/
2 4 p o938 dZC RRR 8 ] 3
Y e I AN
SRK971_13C
-4.jdf
2 Title S#466462
3 Origin JEOL
4 Spectromete ECS 400
r
O 5 Author Suneeta
Sharma
Me A 6 Solvent  CHLOROFO
OEt RM-D
7 Temperature 22.8
OH 8 Pulse single_pulse
Sequence _dec
3b 9 Experiment 1D
10 Probe 2756
11 Number of 1000
Scans
12 Receiver 60
Gain
13 Relaxation 1.5000
Delay
14 Pulse Width 2.6667
15 Acquisition  1.0486
Time
16 Acquisition  2015-08-20T
Date 17:04:16
17 Modification 2015-08-20T
Date 14:33:30
18 Spectromete 99.55
r Frequency
19 Spectral 24998.7
Width
20 Lowest -2535.9
Frequency
21 Nucleus 13C
22 Acquired Size 32768
23 Spectral Size 26214
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1H and *C NMR spectra of (E)-ethyl 3-(2-hydroxy-5-methylphenyl)acrylate (3b)
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Parameter Value

o 1 Data File Name F:/ 12 10 2015/ data/
3
o SRK9123_1H-1.jdf
RNO T DT VNARNT N R AMNDTON O St Ton y
PEBRILTRNRIBNIIFTAINBN2SIR N3G R RAK |2 Tite S#461552
SSNTE NS00 00 RN BRD DY N naaN R
BOANNNNNNUOGCOSOGOOOEU6O606086S T FE T - 3 Origin JEOL
VT | er———— N\ N |4 spectrometer ECS 400
5 Author PRAMOD KUMAR
6 Solvent CHLOROFORM-D
7 Temperature 21.9
O 8 Pulse single_pulse.ex2
Sequence

F NN 9 Experiment 1D
OEt 10 Probe 2692

11 Number of 16

OH Scans

12 Receiver Gain 40

3c 13 Relaxation 2.0000
Delay

14 Pulse Width 5.3750
15 Acquisition 2.1837

Time

16 Acquisition 2015-09-26T16:34:03
Date

17 Modification 2015-09-26T12:54:33
Date

18 Spectrometer  399.78

- IS s / Frequency

19 Spectral Width 6002.4

20 Lowest -991.9
Frequency

21 Nucleus 1H

22 Acquired Size 16384
23 Spectral Size 52430
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Y Ny a g NNABBNN T T L !
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2 aaag a2 (R Rl R e e RRR 5 - SRK9123-13C-1.
Y% v S N o
2 Tite 5#526143

3 Comment

4 Origin JE0L
5 Owner

6 Site

Spectrometer ECX 500

Author RAJA BABU

Solvent CHLOROFORM-
D

O Et 10 Temperature ~ 25.0

11 Pulse Sequence single_pulse_de
c

OH 12 Experiment 1D

(©)

13 Probe 2692

14 Numberof 1000
3c Scans

15 Recelver Gain 60

16 Relaxation  1.5000

Delay
17 Pulse Width ~ 3.9167

18 Presaturation
19 Acquisition  0.8336
20 Acquisition  2015-09-26T14]
Date 16:45
21 Modification  2015-09-26T15]
54:16
22 Class

23 Spectrometer  125.77

Frequency

24 Spectral Width 31446.5

25 Lowest 3138.9
Frequency

26 Nucleus 13C

27 Acquired Size 32768
28 Spectral Size 52430
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'H and **C NMR spectra of (E)-ethyl 3-(5-fluoro-2-hydroxyphenyl)acrylate (3c)
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Data File Name G:/ data/ 12 10

2015/ data/
NMR/
SRK972CR_1H-
1.jdf

Title S#369855

Origin JEOL

Spectrometer  ECS 400

Author PRAMOD
KUMAR

Solvent CHLOROFORM-
D

Temperature  22.5
Pulse Sequence single_pulse.ex
2

Experiment 1D

Probe 2692

Number of 32

Scans

Receiver Gain 40

Relaxation 2.0000

Delay

Pulse Width 5.3750

Acquisition Time 2.1837

Acquisition Date 2016-07-10T13
:56:53

Modification 2016-07-10T10

Date :122:43

Spectrometer  399.78

Frequency

Spectral Width  6002.4

Lowest -991.9

Frequency

Nucleus 1H

Acquired Size 16384

Spectral Size 52430
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@ < a S@muma N TR = 2 |1 pataFile G/ data/ 12
g bl Q o8Nz RRR 3 hA Name 10 2015/
NENEY NP data/ NMR/
SRK972_13C
-1.jdf
2 Title S#612565
3 Origin JEOL
4 Spectromete ECS 400
r
5 Author Suneeta
Sharma
6 Solvent CHLOROFO
o) RM-D
7 Temperature 22.8
Cl NN 8 Pulse single_pulse
O Et Sequence _dec
9 Experiment 1D
OH 10 Probe 2756
11 Number of 1000
3d Scans
12 Receiver 60
Gain
13 Relaxation  1.5000
Delay

14 Pulse Width  2.6667
15 Acquisition  1.0486

Time

16 Acquisition  2015-08-20T
Date 21:07:50

17 Modification 2015-08-20T
Date 17:45:52

18 Spectromete 99.55
r Frequency

19 Spectral  25000.0
Width

20 Lowest -2548.7
Frequency

21 Nucleus 13¢

22 Acquired Size 32768
23 Spectral Size 52430
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!H and *C NMR spectrum of (E)-ethyl 3-(5-chloro-2-hydroxyphenyl)acrylate (3d)
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Data File
Name

Title
Origin

Author

Solvent

Pulse
Sequence

10 Probe
11 Number of

13 Relaxation

Frequency

16 Acquisition
Time

17 Acquisition

Date
19 Class

Frequency

21 Spectral
Width

22 Lowest
Frequency

23 Nucleus

Parameter

Spectrometer

Temperature

Experiment

12 Receiver Gain

14 Pulse Width
15 Presaturation

18 Modification

20 Spectrometer

24 Acquired Size
25 Spectral Size

Value

D:/ RK/ NMR/
SRK9B1P_1H-
4.4df
S#436332
JEOL

ECS 400

PRAMOD
KUMAR

CHLOROFOR
255

single_pulse.e
x2

1
2692
16

340
2.0000

53750

21837
2015-08-20T1
5:51:57
2015-08-29T1
2:20:14
399.78
6001.9
-996.8

H

16384
13107
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~

T T T T T T T T T T
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o
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Br
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— 131.4909

OH
3e
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119.2482
118.3312

£
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-

Data File
Name

~N

Title
Origin

aw

Spectromete
.

Author

@

o

Solvent

~

Temperature

@

Pulse

Sequence

9 Experiment

10 Probe

11 Number of
Scans

12 Receiver
Gain

13 Relaxation
Delay

14 Pulse Width

15 Acquisition
Time

16 Acquisition
Date

17 Modification
Date

18 Spectromete
r Frequency

19 Spectral
Width

20 Lowest
Frequency

21 Nucleus

23 Spectral Size

22 Acquired Size 32768

Value

F:/ 12 10
2015/ data/
NMR/
SRK981P_13
C-1.jdf
S#543244
JEOL

ECS 400

Suneeta
Sharma

CHLOROFO
RM-D

23.1
single_pulse
_dec

1D

2756

1000

60

1.0000

2.6667
1.0486

2015-08-29T

20:12:28
2015-08-29T

16:50:24
99.55
25000.0

-2535.9

13C

52430
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'H and *C NMR spectrum of (E)-ethyl 3-(5-bromo-2-hydroxyphenyl)acrylate (3e)
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o ARANZABT 833K B ARG T Y Ras
§ NoS288GK 538R% 5HR3 & 2k . .
& BB BN N NNGGSS BUNL LR o T 1 Data File F:/ 12 10 2015/ data/
oSSV e VNN N SN Name ey
SRK91171_1H-1.jdf
2 Title S#510368
3 Origin JEOL
4 Spectrometer ECS 400
O 5 Author PRAMOD KUMAR
6 Solvent CHLOROFORM-D
Ac N 7 Temperature 24.2
OEt 8 Pulse single_pulse.ex2
Sequence
OH 9 Experiment 1D
10 Probe 2692
3f 11 Number of 16
Scans
12 Receiver Gain 40
13 Relaxation 5.0000
Delay
14 Pulse Width  5.3750
15 Acquisition 2.1837
Time
16 Acquisition 2015-09-21T17:56:18
Date
] 17 Modification  2015-09-21T14:16:57
Date
4 f, / s / 18 Spectrometer 399.78
Frequency
19 Spectral Width 6002.4
20 Lowest -991.9
Frequency
21 Nucleus 1H
22 Acquired Size 16384
23 Spectral Size 52430
| MU M . l M
I T g g 4 g4
& S 5 & 3 S & 5}
=] N - - N ~N o
T T T T T T T T T T T T T T T T T T T T T T T T
100 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4. 4.0 .5 3.0 2.5 2.0 1.5 1.0 0.5 00 -05 -1.0 -15 -J
f1 (ppm)
i}
%)
8
= 8 38 & 8485F 4RK¥ 299 < - < Parameter Value
A 8 2 8 258 €05 288 S = I
R @ < m SRa Runo 2383 bS] o 3 § .
5 2 2 g &g Jgg NS 3 M < |1 DataFile F/1210
2 A 2 I 829 4cd RRR e} ] R Name 2015/ data/
I I NV N NMR/
SRK91171_13
C-1.jdf
2 Title S#379709
3 Origin JEOL
4 Spectrometer ECS 400
5 Author Suneeta
O Sharma
6 Solvent CHLOROFOR
A N -
c OEt 7 Temperature 23.3
8 Pulse single_pulse_
Sequence dec
OH 9 Experiment 1D
10 Probe 2756
3f 11 Number of 752
Scans
12 Receiver Gain 60
13 Relaxation 1.5000
Delay
14 Pulse Width ~ 2.6667
15 Acquisition 1.0486
Time
16 Acquisition 2015-09-22T
Date 14:28:42
17 Modification  2015-09-22T
Date 11:05:34
18 Spectrometer 99.55
Frequency
19 Spectral 25000.0
Width
20 Lowest -2535.3
Frequency
21 Nucleus 13C
22 Acquired Size 32768
23 Spectral Size 52430
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'H and *C NMR spectrum of (E)-ethyl 3-(5-acetyl-2-hydroxyphenyl)acrylate (3f)
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—3.7903

1.3633
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A
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Parameter

Title
Origin
Spectrometer
Author

Solvent

Temperature

9 Experiment
10 Probe
11 Number of

12 Receiver Gain

13 Relaxation
Delay

14 Pulse Width
15 Presaturation
Frequency

16 Acquisition

17 Acquisition

18 Modification

Data File Name D:/ RK/ NMR/

Pulse Sequence single_pulse.ex!
2

Value

SRK983_1H-1.j
df

S#414855
JEOL

ECS 400

PRAMOD

KUMAR
CHLOROFORM
D

251

1D

2692
16

340
5.0000

53750

2.1837
2015-08-28T15,

2015-08-28T11,

19 Class
20 Spectrometer  399.78
Frequency
21 Spectral Width 6002.4
_ — s - 22 Lowest 997.1
Frequency
23 Nucleus H
24 Acquired Size 16384
25 Spectral Size 52430
|
|
|
! i
|
I [
” J i
by 27 Egin T4 by
< e cee < @ =
4 S A N ~ o
T T T T T T T T T T T T T T T T T T T T
10.0 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
1 (ppm)
™
o]
8
5 2 8 S 8 28 8 2 233 RS o Parameter Value
b 5 A I N 5o R 3 883 3 5 g
I © % a il < = s S 88 8 2 & "
g 3 B g 8 49 5 08 Re S w g |t pamFle  Fii210
- 1 - - - - ] NN © n - Name 2015/ data/
[ v (. N (. NMR/
SRK983-13C
-1.jdf
2 Title S#771346
3 Origin JEOL
4 Spectromete ECX 500
r
5 Author RAJA BABU
6 Solvent CHLOROFO
RM-D
(0] 7 Temperature 24.8
8 Pulse single_pulse
NS Sequence  _dec
OEt 9 Experiment 1D
10 Probe 2692
Meo OH 11 Number of 1000
Scans
3 12 Receiver 60
g Gain
13 Relaxation  1.0000
Delay
14 Pulse Width 3.2067
15 Acquisition  0.8336
Time
16 Acquisition  2015-08-29
Date T00:55:09
17 Modification 2015-08-29
Date T02:30:43
18 Spectromete 125.77
r Frequency
19 Spectral 31446.5
Width
20 Lowest -3133.4
Frequency
21 Nucleus 13C
22 Acquired 32768
Size
23 Spectral Size 52430
. .
T T T T T T T T T T T T T T T T T T T T T
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'H and *C NMR spectrum of (E)-ethyl 3-(2-hydroxy-4-methoxyphenyl)acrylate (3g)
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C0oVUYUMU DO DOow N TN oo Noo Parameter Value
IRSATUTNORNIB o 288T s IRaR)
TNERHINENRATAAR & BRAMS n®a
aaNeeeo®R®RR®R Yy = NN Mmoo 1 Data File F:/ 1210
AL ee ey 1R A 3 Neme 2015/ data/
NMR/
SRK980_1H-1
df
2 Title S#471829
O 3 Origin JEOL
4 Spectrometer ECS 400
NN 5 Author PRAMOD
OEt KUMAR
6 Solvent CHLOROFOR
M-D
OH 7 Temperature 25.7
8 Pulse single_pulse.
OMe 3h Seuence 2
9 Experiment 1D
10 Probe 2692
11 Number of 16
Scans
12 Receiver Gain 34
13 Relaxation 5.0000
Delay
14 Pulse Width ~ 5.3750
15 Acquisition 2.1837
Time
Ve 7 f Vi r / 16 Acquisition 2015-08-26T
Date 16:52:18
17 Modification ~ 2015-08-26T
Date 13:12:34
18 Spectrometer 399.78
Frequency
19 Spectral 6002.4
Width
20 Lowest -991.9
Frequency
21 Nucleus 1H
22 Acquired Size 16384
23 Spectral Size 52430
I ads” 31 d
a caq a S 5 a
S Aho S & @ o
T T T T 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 -0.5 -1.0 -1.5 -4
1 (ppm)
o
2 Parameter Value
@ -9 noom © =
3 S8 = ERLe 3 288 8 3 & 1 DataFile G/ NMR/
N as v ceanm *9a o 2 = Name SRK980_13C-1
~ [CRT Y “ooa Nl A 3 -
S I3 0 NeDE o RRR 8 8 p ’
VN Ny ’\\'\‘/’\ “" | 2 Tite 5#624107
3 Origin JEOL
4 Spectrometer ECS 400
5 Author Suneeta
Sharma
6 Solvent CHLOROFORM
r
7 Temperature  22.8
8 Pulse Sequencesingle_pulse_d
ec
9 Experiment 1D
10 Probe 2756
e} 11 Number of 1500
Scans
12 Receiver Gain 60.0
N OEt 13 Relaxation 10000
14 Pulse Width  2.6667
15 Presaturation
OH Frequency
16 Acquisition 10486
Time
OMe 3h 17 Acquisition  2015-08-26T21)
34:45
18 Modification  2015-08-26T18)
112:19
19 Class
20 Spectrometer  99.55
Frequency
21 Spectral Width 25000.0
22 Lowest -2542.9
Frequency
23 Nuleus 13¢
24 Acquired Size 32768
25 Spectral Size 52430
T T T T T T T T T T T T T T T T T T T T T T T
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!H and BC NMR spectrum of (E)-ethyl 3-(2-hydroxy-3-methoxyphenyl)acrylate (3h)
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7.2600 CDCI3|

on 0o s o Nmmo Noo
33 288 2 28eRBRR gn Parameter Value
@ @ Nin % = SN a® m om0
~~ © 8o © AR D EEEA i 1 Data File F:/ 12 10 2015/ data/
\/ Y I N\ SN Name NMR/
SRK987_1H-1.jdf
2 Title S#417641
3 Origin JEOL
4 Spectrometer ECS 400
(@] 5 Author PRAMOD KUMAR
6 Solvent CHLOROFORM-D
MeO A OEt 7 Temperature 25.0
8 Pulse single_pulse.ex2
Sequence
MeO OH 9 Experiment 1D
10 Probe 2692
OMe 3 11 Number of 16
Scans
12 Receiver Gain 36
13 Relaxation  5.0000
Delay
14 Pulse Width ~ 5.3750
15 Acquisition ~ 2.1837
Time
16 Acquisition  2015-09-01T15:21:55
Date
/ 17 Modification ~ 2015-09-01T11:42:18
7 5 r / Date
18 Spectrometer 399.78
Frequency
19 Spectral 6002.4
Width
20 Lowest -991.9
Frequency
21 Nucleus 1H
22 Acquired Size 16384
23 Spectral Size 52430
I I A
b 47 7 I S8 Y
o a @ a S aca IS
s s o s ISR -
U T T T T T T T T T T T T T T T T T T T T T T T
p.5 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 -0.5 -1.0 -15 -J
f1 (ppm)
o
g
< oT oo - @ o Parameter Value
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9 Experiment 1D
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'H and **C NMR spectrum of (E)-methyl 3-(2-hydroxyphenyl)acrylate (3Kk)
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OH 9 Experiment 1D
10 Probe 2692
3m 11 Number of Scans 32
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'H and BC NMR spectrum of (E)-tert-butyl 3-(2-hydroxyphenyl)acrylate (3m)
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Time
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17 Modification 2016-10-17T1
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18 Spectrometer 399.78
Frequency
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7 Temperature 235
o) 8 pulse Sequence  single_pulse.ex2
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e 10 Probe 2692
OEt 11 Number of Scans 16
12 Receiver Gain  32.0
13 Relaxation Delay 5.0000
Ho OH 14 Pulse Width 5.3750
15 Presaturation
1A Frequency
16 Acquisition Time  2.1837
17 Acquisition Date  2015-09-18T13:20:27
18 Modification Date 2015-09-18T09:41:11
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20 Spectrometer  399.78
Frequency
21 Spectral Width  6002.4
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4 Spectrometer ECS 400
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6 Solvent DMSO-D6
7 Temperature 23.5
O 8 Pulse single_pulse_
Sequence dec
A OEt 9 Experiment 1D
10 Probe 2756
11 Number of 1000
HO OH Scans
12 Receiver Gain 60
1A 13 Relaxation 1.5000
Delay
14 Pulse Width  2.6667
15 Acquisition 1.0486
Time
16 Acquisition 2015-09-18T1
Date 6:53:25
17 Modification  2015-09-18T1
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18 Spectrometer 99.55
Frequency
19 Spectral Width 25000.0
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23 Spectral Size 52430

mmmmnmmmmlmi wmv«nmelJmme«mm-mmLn’mmmjmummmmmnmmmmmmwjﬂmmmmw

memmm

o

190

180

170 160 150

140

130 120 110

100

90 80
1 (ppm)

70

60

50

40 30 20

10 0 -10 -20

'H and BC NMR spectrum of (E)-ethyl 3-(2,4-dihydroxyphenyl)acrylate (1A)
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KUMAR
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7 Temperature 18.6
0 N 8 Pulse single_pulse_
OEt Sequence  dec
< 9 Experiment 1D
0] OH 10 Probe 2692
11 Number of 1024
1B Scans
12 Receiver Gain 60
13 Relaxation  2.0000
Delay
14 Pulse Width  2.8333
15 Acquisition  1.0433
Time
16 Acquisition 2016-10-20T
Date 06:40:02
17 Modification ~ 2016-10-20T
Date 03:00:34
18 Spectrometer 100.53
Frequency
19 Spectral 25125.6
Width
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Frequency
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22 Acquired Size 32768
23 Spectral Size 52430
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!H and BC NMR spectrum of (E)-ethyl 3-(6-hydroxybenzo[d][1,3]dioxol-5-yl)acrylate (1B)
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2. Copies of IH and *C NMR spectra of products (4a-4d)
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7 Temperature  21.9
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8 Pulse Sequence single_pulse.ex
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OH 9 Experiment 1D
10 Probe 2692
4a 11 Number of 16
Scans
12 Receiver Gain 40
13 Relaxation 2.0000
Delay
14 Pulse Width  5.3750
15 Acquisition Time 2.1837
16 Acquisition Date 2016-02-19T15:
f f 17 Modification  2016-02-19T12:
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Delay
14 Pulse Width  2.8333
15 Acquisition  1.0433
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'H and *C NMR spectrum of (E)-3-(2-hydroxyphenyl)-N,N-dimethylacrylamide (4a)
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= a8Bag 3 e R NS MmT MmO o 1 Data File Name G/ data/ 12 10 2015/
I ¥a¢q 2 SAIRAHBT T RS AREH ata/ NMR/
N NETS 2 fa3E3ATA RANCSALY
w 8 ¥ NN @ NNBRRGm e N R SRK1211911_13C-1.jdf
8 BHEG 0 NRASS2T SRTAGR GBS §
& B 2 R R=pepaie g FTRAMAARAME 2 Tite s#603511
[ SNV NS === |5 onwn oL
4 Spectrometer  ECS 400
5 Author PRAMOD KUMAR
6 Solvent DMSO-D6
7 Temperature 219
8 Pulse Sequence single_pulse_dec
9 Experiment 1D
10 Probe 2692
(@] 11 Numberof 1000
Scans

F X 12 Receiver Gain ~ 60.0
NM e, 13 Relaxation Delay 1.5000

14 Pulse Width 28333
15 Acquisition 1.0433
Time

OH 16 Acquistion Date 2017-01-25T21:05:49
17 Modification  2017-01-25T17:33:06
4b Date

18 Spectrometer  100.53
Frequency

19 Spectral Width  25125.6

20 Lowest -2560.8
Frequency
21 Nucleus 13

22 Acquired Size 32768
23 Spectral Size 52430
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!H and *C NMR spectrum of (E)-3-(5-fluoro-2-hydroxyphenyl)-N,N-dimethylacrylamide (4b)
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Cl

"\-7.2600 CcDCI3|

_-7.7444
- 7.7051

Parameter

Data File Name

— 3.0753
— 2.9740

Title
Origin
Spectrometer
Author
Solvent
Temperature

Pulse Sequence

R

Experiment
10 Probe

11 Number of Scans
12 Receiver Gain

13 Relaxation Delay
14 Pulse Width

15 Acquisition Time.

16 Acquisition Date

17 Modification Date

18 Spectrometer
Frequency

J/

Value

G/ data/ 12 10 2015/
data/ NMR/
SRK12120_1H-1.df

S#551404
JEOL

ECS 400
SUNEETA SHARMA
CHLOROFORM-D
236

single_pulse.ex2
1

2756

9

44.0

1.0000

5.0000

Cl

NMe2

OH
4c

19 Spectral Width 5938.2
20 Lowest Frequency -984.2
21 Nucleus "
22 Acquired Size 16384
23 Spectral Size 52430
|
|
1!
AN T
< @ aac a =
3 3 =332 N
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® o N w2 me 9. e Parameter Value
b=} 5 8 2338 3% R¥S 2S
§ 5 5 a :@ E @ E E E g E ; 1 Data File Name G:/ data/ 12 10 2015/
SRK12120_13C-1jdf
Y (W P seetions
3 Origin JEOL
4 Spectrometer ECS 400
5 Author PRAMOD KUMAR
6 Solvent CHLOROFORM-D
7 Temperature 200
8 Pulse Sequence single_pulse_dec
9 Experiment 1D
10 Probe 2692

12 Receiver Gain

11 Number of Scans 1000

60.0

13 Relaxation Delay 1.5000
14 Pulse Width 28333
15 Acquisition Time 1.0433
16 Acquisition Date 2017-01-25T01:01:49
17 Modification Date 2017-01-24T21:29:07

18 Spectrometer 10053
Frequency

19 Spectral Width  25125.6

20 Lowest 25222
Frequency

21 Nucleus 13C

22 Acquired Size 32768

23 Spectral Size 52430
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!H and *C NMR spectrum of (E)-3-(5-chloro-2-hydroxyphenyl)-N,N-dimethylacrylamide (4c)
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2.5000 DMSO-d6|

Parameter

Value

0 VYLV NONNOND N® T O @ 8 8 vogon
2 ShRSRSNNEN e AN S 3 g & 338R8%
o SN EEER R S 13 ] 3 F 22292 1 DataFile Name G/ data/ 12 10 2015/
@ NRRRRNRNR G660 6S © © N NNNNN data/ NMR/
\/ Ny | gm=———" RN SRK12156_1H-1.df
2 Title 5#345428
3 Origin JEOL
4 Spectrometer  ECS 400
5 Author PRAMOD KUMAR
(0] 6 Solvent DMSO-D6
7 Temperatwre 216
NN 8 Pulse Sequence  single_pulse.ex2
NMe, s o—
10 Probe 2692
11 Number of Scans 32
OH 12 Receiver Gain  32.0
13 Relaxation Delay ~ 2.0000
OMe 4d 14 Pulse Width 5.3750
15 Acquisition Time  1.4890
16 Acquisition Date  2017-02-26T13:11:11
17 Modification Date ~ 2017-02-26T09:41:01
18 Spectrometer  399.78
Frequency
19 Spectral Width  8802.8
I 20 Lowest Frequency -2386.1
- -~ s 21 Nucleus H
22 Acquired Size 16384
23 Spectral Size 104858
|
!
|
J L "
1 d B3l 4 i
@ bl ceac o ~Noo®
S S = o NN
T T 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)
T
2
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3
8 @3 3 d28R 3 ~ modomwosn |1 DamFle  Gdata/ 12
a N 2 SB8R § R RE-83383%
E & 2 5285 ¥ 5 RE¥mR3&Ea T Name 10 2015/
5] [N © N @ el R e R R R data/ NMR/
2 55 a S e =i s ! SRR RRRA SRK12156_13
1l SN2 PR
2 Tite S#501545
3 origin JEOL
4 Spectrometer ECS 400
5 Author SUNEETA
SHARMA
6 Solvent DMSO-D6
7 Temperature 24.2
8 pulse single_pulse_
Sequence  dec
0 9 Experiment 1D
10 Probe 2756
e 11 Number of 1024
NMe Scans
2 12 Receiver Gain 60.0
13 Relaxation  1.5000
Delay
OH 14 Pulse Width  2.8333
15 Acquisition 10486
OMe 4d Time
16 Acquisition  2017-02-26T1,
8:00:48
17 Modification  2017-02-26T1
Date 4:42:12
18 Spectrometer 99.55
Frequency
19 Spectral 250000
Width
20 Lowest -2597.9
Frequency
21 Nucleus  13C
22 Acquired Size 32768
23 Spectral Size 52430
T T T T T T T T T T T T T T T T T T T T
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100
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'H and **C NMR spectrum of (E)-3-(2-hydroxy-3-methoxyphenyl)-N,N-dimethylacrylamide (4d)
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3. Copies of HRMS spectra of products (3a-3n, 1A, 1B and 4a-4d)

)

Electron lonisation WATERS GCT Premier -CAB155 31-Aug-201513:05:01
SRK-9-34 121 (5.277) AM (Cen,4, 70.00, Ar,7000.0,218.99,20.00); Sm (Mn, 2x5.00); Sb (10,1.00 ); Cm (120:134) TOF MS El+
100 118.0427 3.09e3
(0]
OH
3a
146.0372 [M]* calcd. 192.0786

68.9964
3
91.0554
130.9936 147.0440
89.0396
43.9915 119.0248
63.0243 192.0782
103.0564
51.0240 73.0476
62.0165 75.0248 92.0543 ' 113.9964 120.0573 148.0466 190.9976  193.0687
1004 168.9851
OA TN VYOV TIR DI ST ST . I 0 OGN EVRPUONS O3 O 5 SPRSROVED SOy Ssran 18 Y VI — PN NI I SUCIUSSESTERGRORI N G A RSES SDVISIUU B X W S T gt - % S st S S . m/Z
40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200

EI(HRMS) spectrum of (E)-ethyl 3-(2-hydroxyphenyl)acrylate (3a)
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Electron lonisation WATERS GCT Premier -CAB155 14-Oct-201515:08:33

SRK_9-71+ 435 (11.035) AM (Cen 4, 50.00, Ar,7000.0,218.99,20.00); Sm (Mn, 2x5.00); Sb (10,1.00 ); Cm (434:468) TOF MS El+
68.9947 1.36e4
100
O
Me A OEt
OH
3b
[M]* calcd. 206.0943
131.0040
\
|
i
132.0563
160.0524
X
X
¢ r’{\‘
161.0584 7
77.0388 v
105.0694 206.0941
43.9896
780455  99.9930 118.9904 133.0604 207.0388
51.0227 '
” 79.0528 91,0537 115.0542
i Stz 121.0623  134.0679 149 969 162.0608 175 9979 208.0383
e 0 NN L T N~ | e . ; B[ . 190.997 v sl

40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210

EI(HRMS) spectrum of (E)-ethyl 3-(2-hydroxy-5-methylphenyl)acrylate (3b)
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)
Electrospray ionisation -MS WATERS Q-TOF Premier-HAB21J 03-Oct-2016

10:49:59
SRK9-123 15 (0.313) AM (Cen,4, 100.00, Ar,8500.0,556.28,0.60,LS 10); Sm (SG, 2x5.00); Sb (10,1.00 ); Cm (15:18-1:3) 1: TOF MS ES+

100 211.0776 5.95e3

o)
F
OH

3c
[M+H]* caled. 211.0770

%

212.0810
213.0817 220.9875 222.0602 7
199.1094 201.1539 203.0932 205.0171 208.04%6 09,1632 " , 215.0942 2191000  — :1/2
200 202 204 206 208 210 212 214 216 218 220 222 224

ESI(HRMS) spectrum of (E)-ethyl 3-(5-fluoro-2-hydroxyphenyl)acrylate (3c)
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) )
/Electron lonisation WATERS GCT Premier -CAB155 28-Aug-201515:27:33

SRK-9-72 223 (7.147) AM (Cen 4, 80.00, Ar,7000.0,218.99,0.20); Sm (SG, 2x5.00); Sb (10,1.00 ) TOF MS El+
152.0030 1.91e3
100
0]
OH
179.9978 3d

[M]* calcd. 226.0397

89.0391

=
| 125.0152
| 63.0234 181.0035

A

226.0380
183.0008

228.0375
old Wbl AW L, f ) %o%6281053 419193 4139738 432 ee77 5019638  eososes -
50 100 150 200 250 300 350 400 450 500 550 600 650 700 750

EI(HRMS) spectrum of (E)-ethyl 3-(5-chloro-2-hydroxyphenyl)acrylate (3d)
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Electrospray ionisation -MS WATERS Q-TOF Premier-HAB213 19-Oct-2016

16:09:21
SRK9-81 10 (0.221) AM (Cen,4, 100.00, Ar,8500.0,556.28,0.70,LS 10); Sm (SG, 2x5.00); Sb (10,1.00 ); Cm (9:10-72:81) 1: TOF MS ES+
100 270.?977 272.9951 2.48e3
|
3 ‘ O
OH
3e
[M+H]* calcd. 270.9970
<
HLDO2E | oo i
ol 2°95%8 2632182 9663707 2661036 267.7285  270.0529 | | 000076 5415 2776899 9808788 2828792 site
260 262 264 266 268 270 272 274 276 278 280 282 284

ESI(HRMS) spectrum of (E)-ethyl 3-(5-bromo-2-hydroxyphenyl)acrylate (3e)
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)

)
Electrospray ionisation -MS WATERS Q-TOF Premier-HAB213 03-Oct-2016

10:55:31
SRK9-117-1 12 (0.258) AM (Cen,4, 100.00, Ar,8500.0,556.28,0.70,LS 10); Sm (SG, 2x5.00); Sb (10,1.00 ); Cm (11:13-1:3) 1: TOF MS ES+
235.0973 7.96e3
100 3
I (0]
Ac X
OEt
OH
3f
[M+H]* calcd. 235.0970
189.0558
°\° |
491.1688
469.1846 oS
236.1009 S0 1696
‘ 725.2600
( 605.7026
‘ 524.1113 pra
1hz.0%5 \ 2910216 371.1111 - 06,2043 758.1969
l 3716110 ]\ | o218l 67113 || 959.3451
. L | LL R il ‘ 1 526 1209 ﬂ‘ L 787 2231 9134291080628
100 200 300 400 500 600 700 800 900 1000 1100

ESI(HRMS) spectrum of (E)-ethyl 3-(5-acetyl-2-hydroxyphenyl)acrylate (3f)
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Electrospray ionisation -MS WATERS Q-TOF Premier-HAB213
SRK9-83 16 (0.332) AM (Cen,4, 100.00, Ar,8500.0,556.28,0.70,LS 10); Sm (SG, 1x5.00); Sb (10,10.00 ); Cm (16:18-98:104)
223.0970
100
X
D
o
F\#‘
<
QD /
\;\/ O
MeO OH
3g
[M+H]* calcd. 223.0970
i
177.0554 |
=
357.1965
224.1006
445.1870467.1683
‘ 689.2598
ol TR S i AL 6203549 [ TS12375  911.3555
100 200 300 400 500 600 700 800 900

ESI(HRMS) spectrum of (E)-ethyl 3-(2-hydroxy-4-methoxyphenyl)acrylate (3g)
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/Electron lonisation WATERS GCT Premier -CAB155 31-Aug-201515:22:49

SRK-9-80 211 (6.927) AM (Cen,4, 10.00, Ar,7000.0,218.99,0.80); Sm (SG, 2x5.00); Sb (10,1.00) TOF MS El+
176.0434 3.49e3
100
(0]
X
OEt
OH
OMe 3h

[M]* calcd. 222.0892

%

< M
™

77.0394
148.0523 222.0882

78.0465
177.0525

105.0338
178.0592 e

24 10!
oMM AL AN AU B LT (2241005 2639908 3419873 4139726 501.9403 B -
50 100 150 200 250 300 350 400 450 500 550 600 650 700 750

EI(HRMS) spectrum of (E)-ethyl 3-(2-hydroxy-3-methoxyphenyl)acrylate (3h)
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Electrospray ionisation -MS

WATERS Q-TOF Premier-HAB213 18-Nov-2015

10:04:47
SRK9-87 15 (0.314) AM (Cen,4, 100.00, Ar,8500.0,556.28,0.35,LS 10); Sm (SG, 1x5.00); Sb (10,10.00 ); Cm (15:19-67:72) 1: TOF MS ES+
283.1183 8.22e3
100
"4
<
>
\i\‘
MeO
"okt
MeO OH
OMe 3i
.
S [M+H]" calcd. 283.1182
\
R
411.1650
433.1472
319.1000
365.1261
456.2214
129.0555 ‘ 587.2097
\ ‘ L N — 869.3242
101.0241 ‘ | Il ‘ ‘ ' g4asfay | 8709290
oo W LA Ll ‘ 1 931.2941 gg7 4100 '087-3718
0 - A Ll B It — e —— M2
100 200 300 400 500 600 700 800 900 1000 1100

ESI(HRMS) spectrum of (E)-ethyl 3-(2-hydroxy-3,4,5-trimethoxyphenyl)acrylate (3i)
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)
WATERS Q-TOF Premier-HAB213 03-Oct-2016

Electrospray ionisation -MS
16:38:34
SRK9-82-II- 16 (0.332) AM (Cen,4, 100.00, Ar,8500.0,554.26,0.60,LS 10); Sm (SG, 2x5.00); Sb (10,1.00 ); Cm (16:19-1:3) 1: TOF MS ES-
241.0869 9.80e3
100+ ‘
195.0451 |
|
1
? OEt
| OH
3
[M-HJ calcd. 241.0865
O\C’ {
| 167.0503
242.0917
163.0202
243.0925 1011.1676 1139.1981
\L a2a7er  ABBNTTE o Tssaz07 o 8831421 W v 7 1267.2148
0 1 ! i s A 1 i A ~ A A m/z
100 200 300 400 500 600 700 800 900 1000 1100 1200

ESI(HRMS) spectrum of (E)-ethyl 3-(2-hydroxynaphthalen-1-yl)acrylate (3j)

S31



Eéctron lonisation WATERS GCT Premier -CAB155 28-Aug-201512:59:44

SRK-9-59 85 (4.617) AM (Cen,4, 100.00, Ar,7000.0,218.99,1.00); Sm (SG, 2x5.00); Sb (10,1.00 ) TOF MS El+
146.0364 1.54e3
100
| O
| OH
‘ 3k

[M]* calcd. 178.0630

%

b}

. r,uvi,\
147.0436 > /
178.0637
i 148.0492 179.0735
145.0304 —_— 207.0316
| 148.3512 161.0614 13,0257 1089906 | 1800616  191.0083 2030800 TR 5439917

L L L A — m/z
140 145 150 155 160 165 170 175 180 185 190 195 200 205 210 215 220 225

EI(HRMS) spectrum of (E)-methyl 3-(2-hydroxyphenyl)acrylate (3k)
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) )

/Electron lonisation WATERS GCT Premier -CAB155 31-Aug-201510:44:57
SRK-9-60+ 227 (7.220) AM (Cen,4, 100.00, Ar,7000.0,218.99,1.00); Sm (SG, 2x5.00); Sb (10,1.00) TOF MS El+
100 146.0402 430

|
118.0444
O
| WOHBU
1 OH
3l

[M]* calcd. 220.1099

%

147.0444
91.0563
68.9966 &
r [l Al
220.1084
207.0351
263.9898 o
oLl b 22000 281.0481 5 2008 #1970 4359003 501.96765229197 5g g16g 6183666555 1g7 i,
o] AL ST STTW VaITT BV W 1T VUNVANSE W W7 T V7D W WA S — VY TN SEY D S_— vk L o il I S ENRENCIIEIUSS TR ST NERmees o bl ol v - RENEGS (1 . W S R — S—
50 100 150 200 250 300 350 400 450 500 550 600 650 700 750

EI(HRMS) spectrum of (E)-n-butyl 3-(2-hydroxyphenyl)acrylate (3I)
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Electrospray ionisation -MS WATERS Q-TOF Premier-HAB21j 03-Oct-2016

11:24:36
SRK10-48 14 (0.296) AM (Cen,4, 100.00, Ar,8500.0,556.28,0.70,LS 10); Sm (SG, 2x5.00); Sb (10,1.00 ); Cm (12:16-1:3) 1: TOF MS ES+
243.0998 4.82e3
100
O
v, ©j\)‘\0t8u
OH
3m
[M+Na]+ calcd. 243.0997
=
244.1040
245.1086
249.0097
238.1462 241.1159 —— S
236.0973 237.0816 241.0630 2422888 244 6011 .
. | 239.0794 : : 246.1091 248.0728 250.0158 ;
23 237 238 239 240 241 242 243 244 245 246 247 248 249 250

ESI(HRMS) spectrum of (E)-tert-butyl 3-(2-hydroxyphenyl)acrylate (3m)
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Electrospray ionisation -MS WATERS Q-TOF Premier-HAB213 14-Aug-2017

15:34:57
SRK9-69 12 (0.258) AM (Cen .4, 100.00, Ar,8500.0,556.28,0.60,LS 10); Sm (SG, 2x5.00); Sb (10,1.00 ); Cm (12:15-1:3) 1: TOF MS ES+
235.0974 6.30e3
100
(0]
OHC A
OEt
OH
3n
[M+H]* calcd. 221.0814
<
221.0819
238.1083
189.0567
289.1058
243.0653
252.1236
222.0868
175 0407 190.0605 ok 09872790929 296.0677
(DT 030528 151 0psa 141997 1490256 1gsomey |TOONMIL  aoeome Il WML L Lttt iz

90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290

ESI(HRMS) spectrum of (E)-ethyl 3-(5-formyl-2-hydroxyphenyl)acrylate (3n)
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Electrospray ionisation -MS WATERS Q-TOF Premier-HAB213

SRK8-107- 17 (0.269) AM (Cen,4, 100.00, Ar,10000.0.554.26,0.70,LS 10); Sm (SG, 1x5.00); Sb (15,10.00 ); Cm (17:20-1:3)

Py 207.0642
(VY n \
0
HO OH
1A
[M-HJ calcd. 207.0657
X
208.0682
161.0225
96.9582 245.0430337.0210367.9086 4151352 5718718
. - 1 T 5399996 5718718 6759974 776.2686  899.5642
100 200 300 400 500 600 700 800

ESI(HRMS) spectrum of (E)-ethyl 3-(2,4-dihydroxyphenyl)acrylate (1A)
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Electrospray ionisation -MS WATERS Q-TOF Premier-HAB213 19-Oct-2016

= W 16:14:09
SRK9:148 14 (0.295) AM (Cen 4, 100.00, Ar,8500.0,556.28,0.75,LS 10); Sm (SG, 2x5.00); Sb (10,1.00 ); Cm (14:15-1:3) 1: TOF MS ES+
100 237.0769 3.96e3

¢ o}
S
0 OH
18
[M+H]* calcd. 237.0763
°
238.0800
247.0640
RS 246.9716 9.0591
o 21 2041760 227197 229 191050 1667 2330349 2360691, ., |, 2394638 2430841 T 248 0582249 i

222 224 226 228 230 232 234 236 238 240 242 244 246 248 250 252

ESI(HRMS) spectrum of (E)-ethyl 3-(6-hydroxybenzo[d][1,3]dioxol-5-yl)acrylate (1B)
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Electrospray ionisation -MS WATERS Q-TOF Premier-HAB213 24-Feb-2016

15:05:48
SRK10-136 22 (0.461) AM (Cen,4, 100.00, Ar,8500.0,556.28,1.00,LS 10); Sm (SG, 2x5.00); Sb (10,1.00 ); Cm (22:23-1:3) 1: TOF MS ES+
192.1026 551e3
100, | ”
' o)
| OH
‘ 4a
[M+H]* calcd. 192.1025
2|
i
|
|
214.0861
J‘ 431.3760
183-08451 ‘ 2269506 3062028 432.3742
olesoor L[ Wy v | 5202783  s09.0403 °707'%%60124937483315  soasasa M1 sose1ses
100 200 300 400 500 600 700 800 900 1000 1100

ESI(HRMS) spectrum of (E)-3-(2-hydroxyphenyl)-N,N-dimethylacrylamide (4a)
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Electrospray ionisation -MS WATERS Q-TOF Premier-HAB213 23-Mar-2017

14:43:51
SRK12-119-11 19 (0.405) AM (Cen.4, 100.00, Ar,8500.0,556.28,1.00,LS 10); Sm (SG, 2x5.00); Sb (10,1.00 ); Cm (19:20-1:3) 1: TOF MS ES+
) 2100935 1.20e4
100 i
o
FWNMez
“ oH
4b
[M+H]* calcd. 210.0930
o\o,
211.0985
1650372 | 2320768
1 ( 457.1247
419.1810
N L | i M e _509.0905 6502448708 5234729 1497 5'11-5165870.1437 10542844
I | : N | | T T T T L2 X T re
100 200 300 400 500 600 700 800 900 1000 1100

ESI(HRMS) spectrum of (E)-3-(5-fluoro-2-hydroxyphenyl)-N,N-dimethylacrylamide (4b)
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Electrospray ionisation -MS WATERS Q-TOF Premier-HAB213 23-Mar-2017

14:46:14
SRK12-120 19 (0.406) AM (Cen 4, 100.00, Ar,8500.0,556.28,5.00,LS 10); Sm (SG, 2x5.00); Sb (10,1.00 ); Cm (19:21-1:3) 1: TOF MS ES+
‘ 226.0637 1.08e4
100+
|
0]
OH
4c
‘ [M+H]* calcd. 226.0635
|
|
|
i
|
228.0623
¥
|
|
‘ 229.0654
915242 81007 |7 0711297 348.0633
0k Lk 0 - 451.1194473.0974 573.1053 716.1281 20998 .
| e | j 5L | \ I : i I T I T T T T T v
100 200 300 400 500 600 700 800 900 1000 1100

ESI(HRMS) spectrum of (E)-3-(5-chloro-2-hydroxyphenyl)-N,N-dimethylacrylamide (4c)
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Electrospray ionisation -MS WATERS Q-TOF Premier-HAB213 05-Apr-2017

12:56:31
SRK12-156 19 (0.405) AM (Cen,4, 100.00, Ar,8500.0,556.28,0.75,LS 10); Sm (SG, 2x5.00); Sb (10,1.00 ); Cm (19:21-1:3) 1: TOF MS ES+
] 222.1130 1.35e4
100 ‘ o
| {
| v
‘ 0
i X NM62
| o
OMe 4d
[M+H]* calcd. 222.1130
i
P |
223.1182
( 351.2551
177.0565 ‘
‘ 1352.2609
175'12453 fepe-rige | 465.1978
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ESI(HRMS) spectrum of (E)-3-(2-hydroxy-3-methoxyphenyl)-N,N-dimethylacrylamide (4d)
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