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1. Electrochemical Reactor set up

The electrochemical reactor was set up starting with a 5v mobile charger and a multiple USB
port. A mobile phone charger was attached to a multiple USB port to divert the current to
different reaction vessels. The wire from USB port was attached to electrodes through
alligator clips, the electrodes were mainly carbon (0.5 mm diameter) and wire of aluminium
(0.5 mm diameter) (Figure 1). Constant electric current of 0.35A cm-2 was passed through the
reaction mixture for required time at room temperature for complete conversion. This was
helpful in carrying out multiple reactions at a time.

A _— . : »
‘A B\ » e \e ;“ +
: A RN\ -

Figure 1. Multiple reaction assembly.

Scale up assembly to keep reaction in bigger scale. 5g batches were done. (Figure 2)
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Figure 2. Electrochemical batch of a 5g reaction.
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2. Analytical data of Compound 3a to 3qg, 4 and 5.

1H NMR of Compound 3a
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LCMS of Compound 3a
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13C NMR of Compound 3b
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LCMS of Compound 3b
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H NMR of Compound 3c

ARKIVOC 2023, xiii, $1-533
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LCMS of Compound 3c
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13C NMR of Compound 3d
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1H NMR of Compound 3e
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13C NMR of Compound 3e
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LCMS of Compound 3e
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13C NMR of Compound 3f
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1H NMR of Compound 3g
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LCMS of Compound 3g
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H NMR of Compound 3h
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LCMS of Compound 3h
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H NMR of Compound 3i
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LCMS of Compound 3i
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H NMR of Compound 3j
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LCMS of Compound 3j
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13C NMR of Compound 3k
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H NMR of Compound 3|

Molecular Weight: 272.05

13C NMR of Compound 3|
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LCMS of Compound 3l
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13C NMR of Compound 3m
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H NMR of Compound 3n
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n
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Chemical Formula: ©pgH o N.O
Molecular Weight: 174 20

L]

ARKIVOC 2023, xiii, $1-533

- — —

| Current Data Parameters
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1B 1.00 Hz
GH o

PC 1.00

13C NMR of Compound 3n
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Chemical Formula: CH, N,
Molecular Weight: 174,20
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LCMS of Compound 3n
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H NMR of Compound 30
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LCMS of Compound 30
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H NMR of Compound 3p
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LCMS of Compound 3p
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Current Data Parameters
NAME

v omo= P T, ow 73724-NEO-12
& =z SEELAA = EXPNO 1
-~ ~ o o e e o PROCNO 1
7 NVAYERY S
Date 20211204
Time™ 10.05
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULBROG zg30
33998
SOLVENT DM30
NS 96
DS 0
SHH 10000.000 Hz
FIDRES 0.250012 Hz
O 1.99%3000 sec
RG 33.74
D 50.000 usec
O DE £.50 usec
TE 295.6 K
~ D1 1.00000000 sec
TDO 1

o

Molecular Weight: 206.20

CHANNEL f1 = =
400.3024720 MHz
1H

13.348 usec
15.00000000 W

FZ - Processing parameters
sI 65536
SF 400.3000113 MHz
WDW EM
S5B a
LB 1.00 Hz
GB a
BC 1.00
11 10 9 8 7 3 5 4 3 2 1 0 ppm
ANINAYA )
Ead =l n=]
= Y ) 9
13
C NMR of Compound 3q
. —

n o~ wmT ~  om
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n @ omm o =m DN oM e e e n
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O
Molecular Weight: 206.20

L )

Current Data Parameters
ME 73751-HEO-12
1

EXPNO

PROCNG 1

F2Z - Acquisition Parameters

Date_ 20211204

Time 1z.23

INSTRUM Spect

PROBHD 5 mm PAEBO BB/

EULPROG zapa30

T 65536

SOLVENT OMS0

S 2000

DS 0

SWH 319682.53% Hz

FIDRES 0_.605507 Hz

AQ 0.B257536 sec

RG 193.66

oW 12.600 usec

DE 6.50 usec

TE 295.6 K

D1 2.00000000 sec

D11 ©.03000000 sec

DO 1
CHRNNEL £l

SFOl1 100.622B293 MHz

NUC1 13C

Pl 10.00 usec

PLW1 54.00000000 W
CHRNNEL £2

SFO2 400.1316005 MHz

NuC2 1H

CPDPRG[2 waltzlé

BCPD2 90.00 usec

PLWZ 18.00000000 W

PLW12 0.41102001 W

PLW13 0.33293000 W

FZ - Frocessing parameters

81 32768

SF 100.56127685 MHz

WDW

83B (]

1B 3.00 Hz

GB (]

BC 1.40

T T
200 190

T T T T T T T T T T T T T T

T T T T T
1o 170 160 150 140 130 120 110 loo 20 an 70 &0 50 40 El 20 10
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H NMR of Compound 4
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3 Ao mMOTEwwWEm o o war
w NEo o nTOEa oo @ @ omno
- ammoeernanTn o mToomne
— @@W W ™ L] ™o Current Data Parameters
\V x\\l%/' | ‘ H | NAME 30297-NEO-15
EXPNO 1
PROCNO 1
F2Z - Acquisition Parameters
Date_ 20200702
Time 11.45
INSTRUM Spect
PROBHD 5 mm BBOQ BB-1lH
PULFROG zg30
TD 399938
SOLVENT DMSO
NS 64
Ds 0
SWH 10000.000 Hz
Cl FIDRES 0.250012 Hz
F anp 1.9999501 sec
EG 193.66
D 50.000 usec
DE 6.50 usec
TE 299.0 K
HN D1 2.00000000 sec
D0 1
=N
CHANNEL f1 = =
~ /) 400.1324710 MHz
O N 1H
14.25 usec
Exact Mass: 303.06 10.49499589 W
F2 - Processing parameters
SI 6553
SF 400.1200000 MHz
WDW EM
SSB [¢]
LB 1.00 Hz
GE [¢]
\ J N BC 1.00
T T T T T T T T T T T T
12 11 10 El -] 7 [ 4 3 2 1 0 ppm
B FMH ﬁ HmH {DW FTFW ﬁ H
i == = = i K 2l
= == ==l o olo =l ol
13
C NMR of Compound 4
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RN B LN
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H NMR of Compound 5
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E & FToONE DM ® o = @
o = OF mwiowo T - @ =3
w - aeenaanan = " “
N N TrRnnTesy TT i Current Data Parameters
\\KM// | ‘ ‘ NAME 67601-NEO-12
EXPNO 1
PROCNG 1
F2 - Acquisition Parameters
Date_ 20211025
Time 21.34
INSTRUM Spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 40000
SOLVENT DMSO
NS 64
F. Br [ a
SWH 12019.230 Hz
FIDRES 0.300481 Hz
HN AQ 1.6640000 sec
RG 193.66
0 =N oW 41.600 usec
‘ DE €6.50 usec
~ /) TE 284.5 K
/o) N Dl 1.00000000 sec
TDO 1
Molecular Weight: 378.20
======== CHANNEL fl ========
SFO1 400.1324710 MHz
NUCL 1
Pl 13.38 usec
PLW1 15.00000000 w
F2 - Processing parameters
sI 65536
SF 400.1300000 MHz
WDW EM
SSB o]
LB 1.00 Hz
GB 0
JL BC 1.00
T T T T T T T T T T T T T
17 16 15 14 13 1z 11 10 9 a T 4 3 ppm
o | fi= [ | =
! < <l =lEE =
o ELIN 1 | B Y o
13
H NMR of Compound 5
L OoN® e N @T NN H® @ oy e
mPoo®T w weroma nw = TO TENA~O®
R - e e e - -e TO OTNO©WOM Current Data Parameters
Sorwoo v omTooao cT o S L YavE 5
0@ D M N NNN NN co o - cocooan
ik g P QU i | purfpurg Ny TITTmmn
F Br
HN
/O ‘ =N
CHANNEL f2
N /) :
(0] N 400.30
Molecular Weight: 378.20 sec
F2 - Processing parameters
SI 32768
F 100.6555
a
&
a
r T T T T T T T T T T T T T T T T T T T T 1
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