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EPR Experiments on potassium tert-butoxide mediate intermolecular biaryl coupling.

Sample preparation for EPR experiment: KO'Bu (561 mg, 5.0 mmol) was heated in benzene
(5 mL) in a sealed tube for 1.5 h at 110 °C. After this reaction mixture was cooled to room
temperature. White color precipitate which was settled in sealed tube, was transferred to EPR
tube under nitrogen. one signal was observed in EPR which suggests that the radical present in

the mixture of KO'Bu and benzene. Reaction mixture of KO'Bu and benzene without any heating

does not show any peak in EPR spectrum.
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Figure S1. EPR spectrum of KO'Bu after reflux in benzene for 1.5 h.
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Figure S3. EPR spectrum of solution from reaction mixture after 3h
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Parameter Value
1 DataFile D:/ BhagathMR Data/
Name biaryls/ Sangit-BH-
phPhOMe/ 1/ fid
2 Title PROTOMRQ CDCI3 [
opt/ topspin/ nmrsu/
Sangit/ JAN 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CcDCl3
6 Pulse zg30
Sequence
7 Acquisition 2013-01-17T07:17:10
Date
8 Modification
Date

9 Temperature 298.3
10 Mumber of 16

Scans

11 Spectrometer 400.13
Freguency

12 Spectral 8196.7
Width

13 Lowest -1713.7
Freguency

14 Nudeus H

15 Acquired Size 32768

16 Spectral Size 65536

This journal is © The Royal Society of Chemistry and The Centre National de la Recherche Scientifique 2014
Figure S4'H NMR of 1
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Parameter Value _._.“..._..._

Data File Name D:/BhagatNMR Dataf -
biaryls/ Sangit-BH- o)
phPhOMe/ 2/ fid w

Title C13CPD CDCI3 / opt/ _
topspin/ nmrsuf Sangit/
JAM13 nmrsu

Origin Bruker BioSpin GmbH

Owner nmrsy

Solvent CDCI3

Pulse Sequence zgpg30

Acquisiion Date 2013-01-17T10:22:53

Medification

Date

Temperature 293.2

10 Mumber of 314

Scans

11 Spectrometer  100.561

Frequency
12 Spectral Width 24038.5
13 Lowest -1958.9
Frequency

14 Nudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536

This journal is © The Royal Society of Chemistry and The Centre National de la Recherche Scientifique 2014
Figure S5*C NMR spectrum of 1
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arameter ue g m 9 2 -
1 DataFleMame  D:/BhagatNMR Data/ =M O N H
biaryls/ Sangit-BH- Wowwo :
i ey 0RO R = 19
phPhOMe/ 3/ fid e e L
2 Tite Sangit BH-phPhOMe e |
C13DEPT135 COCI3 f opt/
topspin/ nmrsu/ Sangitf I
JAN13 nmrsu |
3 Origin Bruker BioSpin GmbH
4 Owner Mmirsu I
5 Solvent cocl3
6 Pulse Sequence deptsp135
7 Acquisition Date 2013-01-17T10:96:26
8 Modification Date
9 Temperature 298.2
10 Number of Scans 82
11 Specirometer 100.61
Frequency
12 Spectral Width 24038.5
13 Lowest Frequency -1958.8
14 Nudeus 13C
15 Acquired Size 32768
16 Spectral Size 55535
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Figure S7'H NMR of 2
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Parameter Value
1 Data File D:f BhagatMMR. Data/
MName biaryls/ Sangit-BH-Fh-
Phy 1/ fid d
2 Title PROTOMRO CDCI3 /
opt/ topspin/ nmrsu/
Sangit/ JAN13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CDCI3
6 Pulse zg30
Seguence
7 Acguisiion  2013-01-16T10:42:33
Date
8 Modification
Date
9 Temperature 298.2
T T I T T T I T T . I T T T I T T
10 Mumber of 16
i 7.65 7.60 7.55 7.50 7.45 7.40 7.35 7.30 71.25
11 Spectrometer 400,13 f1 (ppm)
Frequency
12 Spectral 8196.7
Width
13 Lowest -1713.7
Frequency
14 Nudeus H
15 Acguired Size 32768
16 Spectral Size 65536
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Figure S8 **C NMR spectrum of 2

Parameter
1 Data File Name

Crrigin

Owner

Salvent

Pulse Sequence
Acqguisition Date
Modification Date
Temperature

10 Mumber of Scans

11 Spectrometer
Frequency

12 Spectral Width

13 Lowest
Frequency

14 Nudeus
15 Acguired Size
16 Spectral Size

[T RO (T, B ]

Value
D:/ BhagatNMR. Data/
biaryls/ Sangit-BH-Ph-Fh/
2/ fid
Sangit-BH-Ph-Ph
€13CFD CDCI3 J optf
topspin/ nmrsu/ Sangitf
JAM13 nmirsu
Bruker BioSpin GmbH
nmrsu
CDCI3
zgpg30
2013-01-16T10:51:48

—141.255

298.3
150
100.61

24038.5
-1958.9

13C
32768
65536

128,757
127.255
127.176

/
1

210

190 170

130

110 90 80 70 60 50 40 30 20 10
f1 (ppm)
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Parameter Value M~ LN O
) M~
1 DataFile Mame D:/BhagatNMR Data/ M~ o
biaryls/ Sangit-BH-Ph-Ph/ E n_.n ﬂ
3/ fid o -
2 Tite SangitBH-Fh-Ph e o
C13DEPT135 CDCI3 [ opt/
topspin/ nmrsu/ Sangit/
JAM13 nmrsu
Origin Bruker BioSpin GmbH
Owner nimrsu
Solvent CDCl3

Pulse Sequence  deptspl135
Acquisiion Date  2013-01-16T11:03:40
Modification Date

GO ow] ot s L

9 Temperature 298.2
10 Mumber of Scans 80
11 Spectrometer 100.61

Frequency
12 Spectral Width ~ 24038.5
13 Lowest -2058.5
Freguency
14 Nudeus 13C

15 Acquired Size 32758
16 Spectral Size 65536

This journal is © The Royal Society of Chemistry and The Centre National de la Recherche Scientifique 2014
Figure S9 **C NMR DEPT-135 of 2
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Parameter Value
1 DataFile Name D:fBhagathMR Data/
biaryls/ Sangit-BH-
phPhMe/ 1/ fid
2 Title PROTOMRO CDCI3 f opt/
topspin/ nmrsuf MAR 13/
Sangit nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsy
5 Salvent CDCI3
6 Pulse Sequence zg30
7 Acquisiion Date 2013-03-21T06:38:06
& Modification
Date
9 Temperature 298.3
10 Mumber of Scans 16
11 Spectrometer 400.13
Frequency
12 Spectral Width  8196.7
13 Lowest -1713.7
Frequency
14 Mudeus H
15 Acquired Size 32768 fl ﬁ—u_—u_.-.-u

16 Spectral Size 65536

This journal is © The Royal Society of Chemistry and The Centre National de la Recherche Scientifique 2014
Figure S10*H NMR of 3
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Figure S11'*C NMR spectrum of 3

Parameter Value WM NS Mmoo

1 Data File Mame D:/ BhagatMMR. Data/ e 00— O0W0M wom [u]
biaryls/ Sangit-BH-phPhMe/ Mo ITrMROCOO % w m m
2/ fid = OM~ oM~WWw

sSMOMm oo [~ o -

2 Tite C13CPD CDCI3 [ opt/f oA A - [~ P~ [
topspin/ nmrsu, MAR 13/ | | m———" _
Sangit nmrsu

3 Origin Bruker BioSpin GmbH

4 Owner nmrsu

5 Solvent Coal3

6 Pulse Sequence zgpg30

7 Acguisition Date 2013-03-21T06:57:43

8 Modification Date

9 Temperature 298.4

10 Mumber of Scans 256

11 Spectrometer 100.61

Freguency

12 Spectral Width 24038.5

13 Lowest Frequency -1958.9

14 Mudeus 13C

15 Acquired Size 32768

16 Spectral Size 65536
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Figure S12 *C NMR DEPT-135 of 3
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wmﬁm_.:mwmﬂ value : % w m M M -

1 Data File Name D:/ BhagatMMR. Data/ biaryls/ tr~0O0 G (=]
Sangit-BH-phPhMe/ 3/ fid MY WY —

2 Tile Sangit-EH-phPhMe i i LA =
C13DEFT135 CDCI3 [ o
topspin/ nmrsu/ _e__bx___.uu_ﬂ_,ﬁ_m.m_._m_; _rrr_unv:fhm.ulL |
nmrsu

3 Origin Bruker BioSpin GmbH

4 Owner nmrsu :

5 Solvent COCl3

6 Pulse Sequence deptsp135

7 Acguisiion Date 2013-03-21T07:26:32

8 Modification Date _

9 Temperature 298.2

10 Mumber of Scans 200

11 Spectrometer 100.61

Frequency

12 Spectral Width 24038.5

13 Lowest Frequency -1953.8

14 Nudeus 13C

15 Acquired Size 32768

16 Spectral Size 65536

110 90 80 70 60 50 40 30 20 10 O
f1 (ppm)
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Parameter Value
1 DataFile C:/ Users/ Sangit/
Name Desktop/ Sangit-BH-P-
CF3Fh-Phf 1/ fid
2 Title PROTONRO CDCI3 /
opty topspin/ nmrsu/
Sangit/ APR.13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nimrsu
5 Solvent Coal3
6 Pulse 2g30
Sequence
7 Acquisition 2013-04-11T10:26:15
Date
8 Medification
Date

9 Temperature 298.2
10 Mumber of 16

Scans

11 Spectrometer 400.13
Freguency

12 Spectral Width 8196.7

13 Lowest -1713.7
Freguency

14 Nudeus H

15 Acquired Size 32758
| 16 Spectral Size 65536
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Figure S13'H NMR of 4

Electronic Supplementary Material (ESI) for New Journal of Chemistry

10.0 9.0 8.0 7.0 6.0 5.0 4.0
f1 (ppm)



Electronic Supplementary Material (ESI) for New Journal of Chemistry
This journal is © The Royal Society of Chemistry and The Centre National de la Recherche Scientifique 2014

Figure S143C NMR spectrum of 4
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Parameter

Data File Mame

Title

Qrigin

Owner

Solvent

Pulse Sequence
Acguisition Date
Modification Date

Temperature

10 Mumber of Scans

11 Spectrometer Frequency

12 Spectral Width

13 Lowest Frequency
14 Mudeus

15 Acquired Size

16 Spectral Size

—-143.970
—139.782

Value
G/ bbmmr/ Sangit-BH-P-CF3-Ph-Ph/ 4/
fid

Sangit-BH-P-CF3-Ph-Ph
C13CPD CDCI3 / optf topspin/ nmrsu/
Sangit/ APR.13 nmrsu

Bruker BioSpin GmbH
MImrsy

CDCI3

zgpg30
2013-04-13T05:17:24

298.2
700
100.61
24038.5
-1958.9
13C
32758
65538

128.985
/-128.181

\

127426
127.285

-125.687

771.327
7R 692

—128.985

—128.181

—127.426

Co—
=

—127.285

~125.726

~125.687
—122.278

210

190

170 150

130

110 90
1 (ppm)

80 70 60 S

0 40

30 2
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Figure S15 *C NMR DEPT-135 of 4
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Parameter Value _ _ - _
1 Data File Mame G:/ bbmmr/ Sangit-BH-P-CF3-Ph-Ph/
3/ fid
2 Title Sangit-BH-P-CF3-Ph-Ph
C13DEPT135 CDCI3 { opt/ topspin/
nmrsu/ Sangit{ APR 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsy
5 Solvent CDCI3
6 Pulse Sequence deptsp135 l |
7 Acguisition Date 2013-04-11T21: 30:41
8 Modification Date
9 Temperature 298.2 [
10 Mumber of Scans 256
11 Spectrometer Frequency 100.61
12 Spectral Width 24038.5
13 Lowest Frequency -1953.8
14 Mudeus 13C
15 Acquired Size 32788
16 Spectral Size 65536 i
VeV
=7 T T T T il
1 (ppm)

170 150 130

110 90 80 70 60 50 40 30 20 10 O
1 (ppm)

210 190
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Parameter

Data File Name
Title

Origin

Owner

Saolvent

Pulse Sequence
Acquisition Date
Madification Date

L= I = R L~ I

9 Temperature
10 Mumber of Scans

11 Spectrometer Frequency

12 Spectral Width

13 Lowest Frequency
14 Mudeus

15 Acquired Size

16 Spectral Size

Value

C:/f Users/ selenium/ Desktop, nmr bhakuni/ Sangit-BH-o0-MeOPhPh/ 1/ fid
PROTONRO CDCI3 f opt/ topspin, nmrsu/ Sanait/ APR. 13 nmrsu

Bruker BioSpin GmbH

nmrsu

CDCI3

zg30

2013-04-10T08:02:43

298.2
16
400.13
8196.7
-1713.7
1H
32758
65536

S-16

76 75 74 73

This journal is © The Royal Society of Chemistry and The Centre National de la Recherche Scientifique 2014
Figure S16'H NMR of 5
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Figure S17 **C NMR spectrum of 5

—156.565

Parameter

1 Data File Name

QOrigin

Owner

Solvent

Pulse Sequence
Arquisition Date
Modification Date

o o~ o L

9 Temperature
10 Mumber of Scans

11 Spectrometer Frequency
12 Spectral Width

13 Lowest Freguency

14 Mudeus

15 Acquired Size

16 Spectral Size

Value

C:/f Users/ selenium/ Desktop/
nmr bhakunif Sangit-BH-0-
MeOPhPhy 2/ fid

Sangit-BH-MeOPhPh
C13CPD CDCI3 [ opt/ topspin/
nmrsu/ Sangitf APR13 nmrsu

Bruker BioSpin GmbH
FImrsy

CDCI3

zgpg30
2013-04-11T04:27:30

298.4
34
100.61
24038.5
-1958.9
13C
32768
65536

—138.655

=126.999
—120.928

—111.341

77471
77.153
76.835

—55.613

~130.981
~130.824

429.644

—128.706

428.070

—126.999

190

170

130

110
f1 (ppm)

90

80 7

0 60 50

40 30 2
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Figure S18 *C NMR DEPT-135 of 5

Electronic Supplementary Material (ESI) for New Journal of Chemistry

N~ M o
O O ~O = o~ - 0O
QaENS S % & © O ==
NN N - W ww W
= m pm pm m - L'y B 'r BTl y]
L L L [
==l | _ e
N PO
=T OO
Parameter Value DO~ OO
1 Data File Mame C:f Users/ selenium/ Desktop/ nmr m E % m ﬂ
bhakuni/ Sangit-BH-0-MeOPhPh/ 3/ ol ol o
fid [
2 Tite Sangit-BH-MeOPhPh
C13DEPT135 CDCI3 / opt/ topspin/
nmrsuy Sangit{ APR 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner MIirsu !
5 Solvent CDCI3
6 Pulse Sequence deptsp135
7 Acguisition Date 2013-04-11T04:25:02
8 Modification Date |
\ |
9 Temperature 298.2 o)
10 Mumber of Scans 177
11 Spectrometer Frequency 100.61 i’ |
12 Spectral Width 24038.5 ]
13 Lowest Frequency -2058.5
14 Nudeus 13C — " o
15 Acquired Size 32788
16 Spectral Size 65536 [ ———— — ~
134 128
1 (ppm)
P | | "
— 1
e e R B e e e e B e B e N [ e e e e B B e e A B e e e B Y ML p e
210 190 170 150 130 110 90 80 70 60 50 40 30 20 10 0 -10

1 (ppm)
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Figure S19'H NMR of 6

Parameter

1 Data File Name

2 Title

Origin

Cwener

Solvent

Pulse Sequence
Acquisition Date
Modification Date

o o~ o kL

9 Temperature
10 Mumber of Scans

11 Spectrometer
Freguency

12 Spectral Width

13 Lowest Freguency
14 Mudeus

15 Acquired Size

16 Spectral Size

Value

C:/ Users/ iiser bhopalf
Desktop/ Sangit-AY-Ortho-
MePhPh/ 1f fid

Sangit-AY-0-MePhPh
PROTONRO CDCI3 / optf
topspin, nmrsu/ Sangit,
MAY 13 nmrsu

Bruker BioSpin GmbH
nmrsu

CDCI3

zg30
2013-05-06T08:49:51

298.5
15
400.13

8196.7
-1713.7
1H
32768
65536

L T

7.45

7.30
f1 (ppm)

Boo—TJ =

ot T L T . T T
95 90 85 8.0

T T T T Y T T T T ! T T »
75 70 65 60 55 50 45 4.0 35
f1 (ppm)

T " I T ) 1 T
20 1.5 1.0 05 0.0
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Figure S20 *C NMR spectrum of 6
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Parameter Value - ol o o o M= P = ™~
1 Data File Mame C:f Users/ iiser bhopal/ Desktop/ G M M M~ = o
Sangit-AY-Ortho-MePhPh/ 2/ fid M M % m E m m
2 Title Sangit-AY-0-MePhPh — — - i i -
C13CPD CDCI3 / optf topspin/ |~ | | | | |
nmrsu/ Sangitf MAY13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent Ccod3
6 Pulse Seguence zgpg30
7 Acquisition Date 2013-05-06T20:07:16
8 Modification Date
9 Temperature 298.7
10 Mumber of Scans 800
11 Spectrometer 100.61
Freguency

|
12 Spectral Width 24038.5
13 Lowest Frequency -1958.9
14 Mudeus 13C
15 Acquired Size 32768 |
16 Spectral Size 65536 L ;ﬂ —.
» (uk)v ‘l»l -

200 190 180 170 160 150 140 130 120 E_“:::J 90 80 70 60 50 40 30 20 10 O
ppm
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Figure S21°C NMR DEPT-135 spectrum of 6
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Parameter Value | m = O N M~ < |
1 Data File Name C:fUsers/ iiser bhopal Q o] I~ 1 O
Desktop/ Sangit-AY-Ortho- B mJ__ 1“ m m J_
MePhPh/ 3/ fid 5 ~ |
2 Title Sangit-AY-0-MePhFh
C13DEPT135 CDCI3 / optyf
topspin/ nmrsu/ Sangit/
MAY 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu |
5 Solvent coclz |
6 Pulse Sequence deptsp135
7 Acquisition Date 2013-05-06T20:33:11
8 Modification Date
9 Temperature 298.5
10 Mumber of Scans 400 __ I
11 Spectrometer 100.61
Freguency
12 Spectral Width 24038.5
13 Lowest Frequency  -2058.5 \_ ; Lt i [ ]
14 Nudeus 13C
15 Acquired Size 32788
16 Spectral Size 65536 ¥ 7 5 L e O P [
130
f1 (ppm)
1 T T T T T T ) T T I T ¥ T 1 T ¥ T L] T T T
200 190 180 170 160 150 140 130 120 110 100 9 80 70 60 50 40 30 20 10

f1 (ppm)
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Figure S22'H NMR of 7
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Parameter Value

1 Data File Name C:f Users/ selenium/ Desktop/
nmr bhakunif m- mephph/ 1/ fid

2 Title PROTONRO €DCI3 f optf
topspin/ nmrsu/f Sangit/ APR.13
MIMmrsL

3 Origin Bruker BioSpin GmbH

4 Owner nmrsu

5 Solvent CDCI3

6 Pulse Sequence zg30

7 Acquisition Date 2013-04-08T08:59:18

8 Modification Date

9 Temperature 293.2
10 Mumber of Scans 16 O O

S-22

11 Spectrometer 400.13
Freguency
12 Spectral Width 8196.7
13 Lowest Frequency -1713.7
14 Mudeus H
15 Acquired Size 32768
16 Spectral Size 65536
Bl | T T T T T
7.6 7.4
1 (ppm)
e s e o o e B I B B e o e e o e B L E ae s |
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1 (ppm)



Parameter

1 Data File Mame

2 Tite

Origin

Cwner

Solvent

Pulse Sequence
Acguisiion Date
Medification Date

o0 o~ o s W

9 Temperature
10 Mumber of Scans

11 Spectrometer Freguency

12 Spectral Width

13 Lowest Frequency

14 Mudeus
15 Acquired Size
16 Spectral Size

141400
/141278

Value
C:f Users/ selenium/ Desktop/ nmr
bhakuniy m- mephph/ 2/ fid
Sangit-AY-27
C13CPD CDCI3 [ opt/ topspin/
nmrsu/ Sangit/ APR 13 nmrsu

Bruker BioSpin GmbH
nmrsu

CDCI3

zgpg30
2013-04-08T12:37:56

298.2
512
100.61
24038.5
-1958.9
13C
32768
65536

This journal is © The Royal Society of Chemistry and The Centre National de la Recherche Scientifique 2014
Figure S23'*C NMR spectrum of 7
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77.369
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—138.348

—3428.720
—21.574

k

141400
428720
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128.026
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Figure S24 *C NMR DEPT-135 of 7
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Parameter Value M~ co N -
1 Data File Name C:/f Users/ selenium/ Desktop, nmr % % % % -.2... 92...
bhakunif m- mephph/ 3/ fid =l — -
2 Title Sangit-AY-27 - !
C13DEPT 135 CDCI3 [ opt/ topspin/
nmrsu/ Sangitf APR13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CcDCI3
6 Pulse Sequence deptsp135
7 Acquisiion Date 2013-04-08T12:58:11 I
8 Modification Date
9 Temperature 298.2
10 Mumber of Scans 300
11 Spectrometer Frequency 100.61
12 Spectral Width 24038.5
13 Lowest Frequency -2058.5
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
Ay
O O - | _ | _ | _
1326.0 128.5 128.0 127.5 127.0
1 (ppm)

210 190 170 150

130

110 90 80 70 60 50 40 30 20 10 0 -10
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Parameter

Value

1 Data File Mame C:/Users/ Sangitf

2 Tite

Qrigin
Owner
Solvent

L

Pulze

Sequence

7 Acquisition
Date

8 Medification
Date

9 Temperature

10 Mumber of
Scans

11 Specirometer
Freguency

12 Spectral Width

13 Lowest
Freguency

14 Nudeus

15 Acquired Size

16 Speciral Size

Desktop/ Sangit-BH-0-
MHZ-Ph-Ph/ 1/ fid

PROTONRO CDCI3 f
opt/ topspinf nmrsu/
Sangit/ APR.13 nmrsu

Bruker BioSpin GmbH
MImrsy

CDCI3

zg30

2013-04-15T08: 47:46

298.2
16

400.13

8196.7
-1713.7

iH
32768
65538

3.55-=

2097
2.00—
{ 200

)

Pt.?\\/r
Qo

Figure S25'H NMR of 8
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Figure S26 *C NMR spectrum of 8

ﬁﬁm:._mwmﬂ _.._.m_:w % m :3._._ M % o -
1 Data File Name C:/ Users/ Sangit/ Desktop/ <t LN - 0 m o
Sangit-BH-0-MH2-Ph-Ph/ 2/ 1 ~ o m 0
fid @ (U] ™~ — I~ 0
— - — — I~ I~
2 Title Sangit-BH-O-NH2-Ph-Ph ,.. _ _ _ \
C13CPD €DCI3 [/ optf
topspin/ nmrsu/ Sangit/
APR.13 nmrsu
3 Origin Bruker BioSpin GmbH (] )] — O 0 — [r2]
i 1 h ™ @ (o) = e ] ﬁ = w
4 Owner nmrsu < Ln T OW<w w0 LN
5 Solvent CcDCI3 @ )] O Oy Q0 00~ w Ly
M m I ] — =
6 Pulse Sequence Zgpg30 - — — — o - -
7 Acquisition Date  2013-04-15T18:00:03 _ | _ = | |
8 Modification Date
9 Temperature 298.2 | [ [
10 Mumber of Scans 512
11 Spectrometer 100.61 | 1 |
Freguency
12 Spectral Width 24038.5
13 Lowest Frequency -1858.9 _ ; _ . _ ] i . . ) ;
14 Nudeus 13C
i 140 135 130 12 120 115
15 Acquired Size 32768 f1 ﬁﬁﬁ_._.-u
16 Spectral Size 65536
N
I
1 | I z
|
|
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Figure S27 *C NMR DEPT-135 of 8
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Parameter Value

@ 0 00 L B (=]
< hO 0L [0}
1 Data File Mame C:f Users/ Sangit/ Desktop/ TOow<— 0 1
Sangit-BH-0-NH2-Ph-Phy 4/ m E E E ﬂ ® 1
fid B e e R
2 Tite Sangit BH-0-NH2-Ph-Fh et | ¢
C13CPD COCI3 / opt/
topspin/ nmrsu/ Sangit/
APR.13 nmrsu @ [l W ) n B o
3 Origin Bruker BioSpin GmbH =+ w % m m w0 w
4 Owner nmrsu o g 0 W [ o0 n
— —
5 Solvent cocl3 B n - u u — i
| 6 Pulse Sequence dept135 _ P | | |
7 Acqguisition Date 2013-04-16T07: 35:46
8 Modification Date : _
9 Temperature 298.2
10 Mumber of Scans 512
11 Specirometer 100.61
Freguency
12 Spectral Width 24038.5 . : i : i _ e e
13 Lowest Frequency  -1953.4 130 128 119 117 115
14 Mudeus 13C f1 (ppm)
15 Acquired Size 32768
16 Spectral Size 65536
- |
|

)

T T T T T T T T

110 90 80 70 60 50 40 30 20 10 O
f1 (ppm)

210 190 170 150 130
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Parameter Value

1 Data File Name D:/ BhagatMNMR. Data/

biaryls/ Sangit-BH-0-
NO2ph-ph/ 1/ fid

2 Title PROTONRO CDCI3 [ optf
topspin/ nmrsu/ MAR13f
Sangit nmrsu

3 Origin Bruker BioSpin GmbH

4 Owner nmrsu

5 Solvent CDCl3

6 Pulse Sequence zg30

7 Acquisition Date 2013-03-25T05:40:56

8 Medification Date

9 Temperature 298.3

10 Mumber of Scans 16

11 Spectrometer 400.13

Freguency

12 Spectral Width 8196.7
13 Lowest Frequency -1713.7

14 Nudeus H
15 Acquired Size 32768
16 Spectral Size 65536

NO,

S-28

0.87—T
1.00—
g |

5.58
1.77
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Figure S28'H NMR of 9
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Parameter Value

1 Data File Name D:/ BhagatMMR Data/ % & % M % % H % % ﬂ o<t~
U__mﬁ{_mg.m_mm:n_ﬁ.ml.o- < MoV n —— 0o ﬂ % n
N EEELEERE nR

e e B | — o o

e ey | RIS 3
Sangit nmrsu

3 Origin Bruker BioSpin GmbH

4 Owner mirsu

5 Solvent CDCl3

6 Pulse Sequence zgpg30

7 Acquisition Date 2013-03-25T11:39:35

8 Modification Date

9 Temperature 298.2

10 Mumber of Scans 89

11 Spectrometer 100.61

Frequency

12 Spectral Width 24038.5
13 Lowest Frequency -1958.9

14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65538
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Figure $29°C NMR spectrum of 9

Electronic Supplementary Material (ESI) for New Journal of Chemistry

110 90 80 70 60 50 40 30 20 10 O
f1 (ppm)

210 190 170 150 130

S-29



Figure S30 *C NMR DEPT-135 of 9

Electronic Supplementary Material (ESI) for New Journal of Chemistry
This journal is © The Royal Society of Chemistry and The Centre National de la Recherche Scientifique 2014

Parameter Value ML — M~
! WM~OYTM~O0W®

1 Data File Mame D:/ BhagatMMR. Data/ MNOMNMN— OO
biaryls Sangit-BH-0-NO2ph- o~ 00 00 00 M=
ph/ 3/ fid M m o [ N

2 Title Sangit-BH-0-NO2ph-ph 1_11.u__.rr.n......_ M.lHLH_
C13DEPT135 CDCI3 / opt/
topspin/ nmrsu, MAR 13/
Sangit nmrsu

3 Origin Bruker BioSpin GmbH

4 QOwner nMmrsu

5 Solvent CcDCl3

6 Pulse Sequence deptsp135

7 Acquisition Date 2013-03-25T11:44:02

8 Modification Date

9 Temperature 298.3

10 Number of Scans 22

11 Specirometer 100.61

Fregquency

12 Spectral Width 24038.5

13 Lowest Frequency  -2058.5 |

14 Nudeus 13C

15 Acquired Size 32768

16 Spectral Size 65536

150 130 110 90 80 70 60 50 40 30 20 10 O -10
f1 (ppm)

210 190 170
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Parameter Value

1 Data File Mame  C:/ Users/ selenium/

Desktop/ Sangit-
AY-55(I1)f 1/ fid
2 Tite PROTOMRO COCI3 [ optf
topspin/ nmrsuf Sanait/
MAY 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CDCI3
6 Pulse Sequence zg30
7 Acqguisition Date 2013-05-22T04:41:17
8 Medification
Date
9 Temperature 298.7
10 Mumber of 15
Scans
11 Specirometer 400,13
Freguency
12 Spectral Width  8196.7
13 Lowest -1713.7
Freguency
14 Nudleus 1H

15 Acquired Size 32768
16 Spectral Size 655538
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Figure S31'H NMR of 10
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Figure $32*C NMR spectrum of 10

[

o o= o L

9

Parameter

Data File Mame

Qrigin

Owner

Solvent

Pulse Sequence
Acguisiion Date

Modification
Date

Temperature

Value

C:/f Users/ selenium/
Desktop/ Sangit-
AY-55(11)f 2/ fid
Sangit-AY-55{I1)
€13CPD CDCI3 / optf
topspin/ nmrsu/ Sanait/
MAY 13 nmrsu

Bruker BioSpin GmbH
nmrsu

CDCI3

zgpg30
2013-05-22T07:06:06

298.0

10 Mumber of Scans 425

1

1 Specirometer
Frequency

12 Spectral Width
13 Lowest

Frequency

14 Mudeus

15 Acquired Size
16 Spectral Size

100,61

24038.5
-1958.9

13C
32788
65538

—157.510

M NO oOOm
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@ I~ 9Qn 0T N
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== MM ™NANA [ T
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| N I 1~ ) © 0o o
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_ N
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126.929

—149.693
—136.748
—122.101
120581
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(o] w0 0 0 (=] - -—
Parameter Value m m.. % ﬁ m nUI %
le Mame  C: i @ o w0 o ™ =
e ecbtoed g AT SSH1T i & 8¢ § § 8
3/ fid _ | ~ _ _
2 Title Sangit-AY-55(1T)
C13DEPT135 COCI3 [ optf
topspin/ nmrsu/ Sangit/
MAY 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsy
5 Solvent cocl3
6 Pulse Sequence deptsp135 I
7 Acguisition Date 2013-05-22T07:23:12
8 Modification Date
9 Temperature 298.4 _
10 Mumber of Scans 66 |
11 Spectrometer 100,61
Frequency |

12 Spectral Width 24038.5
13 Lowest Frequency -2058.5 I

14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65535 » ool \uabn {‘-F\z Ay C "™ L_F!... o | W,

This journal is © The Royal Society of Chemistry and The Centre National de la Recherche Scientifique 2014
Figure S33 *C NMR DEPT-135 of 10
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Figure S34'H NMR of 11

Parameter Value
1 Data File D:/ BhagatMMR. Data/
Narme biaryls/ Sangit-
BH-3PYr-ph-ph/ 1/ fid
2 Title PROTOMRO CDCI3 /
opt/ topspin) nmrsu/
MAR 13/ Sangit nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nMmrsu
5 Solvent CDCI3
& Pulse zg30
Seguence
7 Acguisition 2013-03-26T09:14:31
Date
8 Modification
Date
9 Temperature 298.3
10 Mumber of 16
Scans
11 Spectrometer 400.13
Frequency
12 Spectral Width 8§1956.7
13 Lowest -1713.7
Frequency
14 Nudeus H
15 Acguired Size 32768
16 Spectral S5ize 65536
\ N/
Z
oo - w
e a @
- o (-] (]
T T T T ] T T T T L T T T T T T
12.0 11.0 10.0 9.0 .0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0.0
f1 (ppm)
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Figure $35'*C NMR spectrum of 11
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™~ O P~ =0 NO
vm.qm_._._mﬁmﬁ Value 083 woanN3 -

1 Data File Name D:/ BhagatMMR. Dataf <t M w0 Mmo—~ -1 o] (=]

biaryls/ Sangit-BH-3P¥r-ph- ) M~ < G MM Mm@ M~

ph/ 2/ fid %%3 Mmool I~ [(s]
2 Title Sangit-BH-3PYr-ph-ph 1r;..ﬂ 1rfJ1__ .ﬂa\.k..k\Hb.. e

C13CPD CDCI3 f opt/

topspin/ nmrsu/ MAR 13/

Sangit nmrsu
3 Origin Bruker BioSpin GmbH o oo I~ — o o
4 Owner nmrsu % % % % % m “ ” :‘w
5 Solvent CDCI3 @ @ M~ 0 s o 00 H m
6 Pulse Sequence  zgpg30 i B B B H m 5 u
7 Acquisiion Date  2013-03-27T09:40:43 S~ | | | |
8 Modification Date
9 Temperature 293.2
10 Mumber of Scans 700 |
11 Spectrometer 100.61

Freguency
12 Spectral Width 24038.5
13 Lowest Frequency -1958.9 Loy
14 Nudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
T T 1 i i e s e
[
! 152 148 4 140 136 132
f1 (ppm)
_ | —
| \ \
Pz
|
|
|
T T T T T T T T T T T T T T T T T T
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Parameter Value
Oh B oa~o
1 DataFile Name  D:/BhagatNMR Data/
biaryls/ Sangit-BH-3PYr - < m H o M “ H
ph-ph/ 3/ fid 2 0 el N
2 Title Sangit-BH-3PYr-ph-ph i v il e -
C13DEPT135 COCI3 / apt/ ' | ==
topspin/ nmrsu/ MAR.13/
Sangit nmrsu
Origin Bruker BioSpin GmbH
Cwner nmrsu
Solvent CDCl3

Pulse Sequence  deptspl35
Acquisition Date  2013-03-27T10:06:42
Modification Date

0 = 0ot s L

9 Temperature 298.2
10 Mumber of Scans 400
11 Spectrometer 100.61

Frequency
12 Spectral Width 24038.5 !
13 Lowest -2058.5 |
Frequency
14 Nudeus 13C

15 Acguired Size 32758
16 Spectral Size 65536
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Figure S36 *C NMR DEPT-135 of 11
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Parameter Value
1 Data File Name D:/ BhagatMMR. Data/ biaryls/ Sangit-BH-THIO-UP/ 1/ fid
2 Title PROTOMRO CDCI3 / opt/ topspin, nmrsuf MAR 13/ Sangit nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner MMrsu
5 Solvent CDCl3
6 Pulze Sequence zg30
7 Acqguisiion Date 2013-03-22T03:02: 156
8 Modification Date
9 Temperature 293.3
10 Mumber of Scans 16
11 Spectrometer Frequency 400.13
12 Spectral Width 8196.7
13 Lowest Frequency -1713.7
14 Nudeus 1H
15 Acqguired Size 32768
16 Spectral Size 65536 _

/\

: - :

1.96 —
381
1.00—=
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Figure S37'H NMR of 12
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Figure S38'*C NMR spectrum of 12

00w ot s L

g

Parameter

Data File Mame
Title

Origin

Owner

Solvent

Pulse Sequence
Acquisition Date
Medification Date

Temperature

10 Mumber of Scans
11 Specirometer

Freguency

12 Spectral Width
13 Lowest Freguency
14 Nudeus

15 Acquired Size
16 Spectral Size

Value
D:/ BhagatMMR. Data/ biaryls/
Sangit-BH-THIO-UP/ 2/ fid
C13CPD CDCI3 f opt/ topspin/
nmrsu) MAR 13/ Sangit nmrsu
Bruker BioSpin GmbH
nmrsu
CDCI3
zgpg30
2013-03-22T20:39:56

298.2
1024
100.61

24038.5
-1958.9
13C
32758
65536

o)
3
:
T

—134.419
128.881

127.995
127.461
125,968
124,800
123.076

77334

|
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130
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Figure S39 *C NMR DEPT-135 of 12
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Parameter Value w % m @ m ﬁ
1 Data File Name D:f BhagatMMR. Data/ biaryls/ L R )
Sangit-BH-THIO-UP/ 3/ fid RELS % n
2 Title Sangit-BH-THIO-UP b B B B
C13DEPT135 CDCI3 [ opt/ = e
topspin/ nmrsuy MAR 13/ Sangit
nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu |
5 Solvent CDCl3 ]
6 Pulse Sequence deptsp135
7 Acqguisition Date 2013-03-27T21:12:18
8 Medification Date
9 Temperature 298.2
10 Mumber of Scans 512
11 Spectrometer 100.61
Freguency
12 Spectral Width 24038.5
13 Lowest Freguency -2058.5
14 Nudeus 13C
15 Acquired Size 32768 _ \ /
16 Spectral Size 65536
: n
[
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Figure S40'H NMR of 13

Parameter Value
1 Data File D:/ BhagatMMR. Data/
MName biaryls/ Sangit-BH-
Mapth-Ph/ 1f fid
2 Title PROTOMRO CDCI3 f
opt/ topspin/ nmrsu/
MAR 13/ Sangit nmrsu
3 Origin Bruker BioSpin GmbH
4 QOwner nmrsu
5 Solvent CDCI3
& Pulse zg30
Seguence

7 Acquisition 2013-03-25T05:32:50
Date

8 Modification
Date

9 Temperature 298.3
10 Mumber of 16

Scans

11 Spectrometer 400,13
Frequency

12 Spectral Width 8196.7

13 Lowest -1713.7
Frequency

14 Nudeus H

15 Acguired Size 32768
16 Spectral Size 65536

9.5 9.0 8.5

S 400 T
~
th 11203

70 65 6.0 55 50 45 40 35 3.0 25 20 1.5 1.0 0.5 0.0
f1 (ppm)
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Figure S41'*C NMR spectrum of 13
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P te Val Mo 0 ot PP < (o)
ST e B CToomMITmYaND
1 Data File Name D:/ BhagatMMR Data/ N0 WO MNMNOUNGOCTOOMNM
biaryls/ Sangit-BH-Mapth- m. m. MeOWWMMWWY WL LW
Phf 2/ fid MmN
— ™
2 Title C13CPD CDCI3 [ optf N el el
topspin/ nmrsu/ MAR 13/ =
Sangit nmrsu
Origin Bruker BioSpin GmbH
Owner nimrsu
Solvent COoCl3

Pulse Sequence zgpg30

Acquisiion Date  2013-03-25T11:49:12
Medification Date

Temperature 298.2

10 Mumber of Scans 100

11 Spectrometer 100.61
Freguency

12 Spectral Width 24038.5
13 Lowest Frequency -1958.9

W0 w ot Ll

14 Nudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536 |
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f1 (ppm)
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Parameter
1 Data File Name

Origin

Owner

Solvent

Pulse Sequence
Arquisition Date
Modification Date
Temperature

10 Mumber of Scans

11 Spectrometer
Freguency

12 Spectral Width

D00 ] ot L

Value

D:/ BhagatMMR Data/
biaryls/ Sangit-BH-Mapth+h/
3/ fid

Sangit-BH-MNapth-Fh
C13DEPT135 CDCI3 f opt/
topspin/ nmrsu/ MAR 13/
Sangit nmrsu

Bruker BioSpin GmbH
nmrsu

CDCl3

deptsp135
2013-03-25T11:56: 14

298.3
60
100.61

24038.5

13 Lowest Frequency -2058.5

130.091
128.268
127.641
127.245
126,935
126.044
126.026
125,773
125.389

|
E
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Figure S42 *C NMR DEPT-135 of 13
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Figure S43'H NMR of 14

Parameter

1 Data File Name

Value

C:f Users/ iiser bhopalf
Desktop, Sangit-BH-XylPhome
1/ fid

2 Title PROTONRO CDCI3 [ opt/

topspin/ nmrsy Sangitf MAY 13

nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CDCI3
6 Pulse Sequence 030
7 Acquisition Date 2013-05-04T09: 11236
8 Modification Date
9 Temperature 288.1
10 Mumber of Scans 16
11 Spectrometer 400,13

Frequency -
12 Spectral Width 8196.7
P — T
13 Lowest Frequency -1713.7 3.8
14 Nudeus H f1 ﬂ -_._u.
15 Acquired Size 32768 PP
16 Spectral Size 65536
o 0 m
o o
] I 1 1 I I 1 &l I I _B Al I I ]
11.0 10.0 9.0 4.0 3.0 2.0 1.0 0.0

S-43



Electronic Supplementary Material (ESI) for New Journal of Chemistry
This journal is © The Royal Society of Chemistry and The Centre National de la Recherche Scientifique 2014

Figure S44*C NMR spectrum of 14
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Parameter Value M n m m m
1 Data File Mame C:/ Users/ selenium/ Desktop/ bl e - e
nmr bhakunif Sangit-BH- | _ | f
XylPhome/ 2/ fid
2 Tite Sangit-BH-XyIPhome
C13CPD CDCI3 / opt/ topspin/
nmrsu) Sangitf MAY 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu O O @)
5 Solvent ol \
& Pulse Sequence zgpg30
7 Acqguisition Date 2013-05-05T01:38:25 _
8 Modification Date
9 Temperature 295.2
10 Number of Scans 1024 | : |
11 Specirometer 100.61
Frequency A } ¥
12 Spectral Width 24038.5 |
13 Lowest Frequency -1958.9
14 Nudeus 13C 1 _ _ T -
15 Acquired Size 32768 134.5 1325 130.5
16 Spectral Size 65536 f1 (ppm)
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|
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Figure S45 *C NMR DEPT-135 of 14
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Parameter Value
1 Data File Name C:/ Users/ seleniumf Desktop/
nmr bhakunif Sangit-BH-
XylPhome/ 3/ fid
2 Title Sangit-BH-¥ylPhome
C13DEPT135 COCI3 / opt/
topspin/ nmrsuf Sanait) MAY 13
nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent Ccocl3
& Pulse Sequence deptspl3s
7 Acquisiion Date 2013-05-05T02: 10:45
8 Modification Date
9 Temperature 298.3
10 Mumber of Scans 512
11 Specirometer 100.61
Frequency
12 Spectral Width 24033.5 O O O/
13 Lowest Freguency -1953.8
14 Nudeus 13C __
15 Acquired Size 32768
16 Spectral Size 65536
1
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Parameter

Data File Name

Title

Origin

Cwner

Solvent

Pulse Sequence
Acquisition Date
Modification Date

L= I =

9 Temperature

10 Mumber of Scans

11 Spectrometer Frequency
12 Spectral Width

13 Lowest Freguency

14 Mudeus

15 Acquired Size

16 Spectral Size

N

©)

O -

Value
C:f Users/ selenium/ Desktop/
Sangit-BH-F-NO2/ 1/ fid

PROTONRO COCI3 f optf
topspin/ nmrsu/ Sangitf MAY 13
nmrsu

Bruker BioSpin GmbH
nmrsu

CDCI3

zg30
2013-05-20T05:11:42

298.4
16
400,13
8196.7
-1713.7
H
32768
65536

NO,

Waw,
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Figure S47 **C NMR spectrum of 15
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Figure S48 *C NMR DEPT-135 of 15

oLe

0cL 0sL

oLL

(wdd) 1)

0 oL

oL-

06l

0LL

0Z 0c Or 05 09 0L 08 06

HHHHHH

3|5 |pgaads o
3215 paJanbay g

QEGSD
BAULTE

SNIPNN &

JET
C'ecoz-

S'BEDFE

JAouznbalg 1samoT £

LRPIAL [20=ds Z

19'007T Adu=nbaug Jsjawoniads T

SUEDS 40 J3qUINK T

G5z
Lol

aumeRdwal g
e UoREIgipaly B

meg uogsinboy £

LOTZ 6T L0E-50-ET02

20uUaNbas 35Nd 9

GETdsidap

uEARS §

£/2ao

NSy

Haws udsong J=ynig

nsJwu £ Ay f1Bues /nsiwu

fuidsdoq f1do f £/D0D SET L43TETD

Bumg

ubug £

SpL Z

ZOM-4-H3-16ues
Py /€ JZON-+Hg-Hbueg

Jdopysaq funiusEs /50380 1D

awen 34 =jeg T

IFaweIed

anyen,

[-131.317
{130.300
{130.218
1130.059
1130.029
129.759
-129.677
128.951
+128.713
-128.384
-125.204
124.597
124.561
124.505
124.238
124.167
123.748
123.717
—121.673
115.857
-115.642
B
132.490)7

132.37619
},—131.968 2

+131.817
,130.300

129,759
1"5 128.951
\128.384
[124.505
/124.167

—-123.717

—121.673

{115.857
115.642
115431
T{115.307
\115.099
115.072

S-48



Electronic Supplementary Material (ESI) for New Journal of Chemistry
This journal is © The Royal Society of Chemistry and The Centre National de la Recherche Scientifique 2014

Figure S49'H NMR of 16

Parameter

1 Data File Name

2 Title

Crigin

Cwner

Solvent

Pulse Sequence
Acquisition Date
Modification Date

o~ o e

w

Temperature
10 Mumber of Scans
11 Spectrometer Frequency

Value

C:/f Users/ selenium/ Desktop, nmr bhakuni/
Sangit-BH-FphphNH2/ 1/ fid

PROTONRO CDCI3 f opt/ topsping nmrsu/
Sangitf MAY 13 nmrsu

Bruker BioSpin GmbH
nmrst

CDCI3

zg30
2013-05-03709:41:04

298.9
16
400.13

12 Spectral Width 8196.7
13 Lowest Frequency -1713.7
14 Mudeus 1H F
15 Acquired Size 32768
16 Spectral Size 65536
74 X2 T1 6.8 6.7
1 (ppm)
. ——
_|_|_
&
Lo}
11.0 10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0.0
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| 1 Data File Name C:/f Users/ selenium Desktop/ nmr
bhakunif Sangit-BH-FphphnH2/ 2/ fid
|2 Title C13CPD CDCI3 / opt/ topspin/ nmrsu/
Sangit/ MAY 13 nmrsu
| 3 Origin Bruker BioSpin GmbH
| 4 Owner nmrsy
|5 Solvent CoCI3
| & Pulse Sequence zgpg30
“m. Acguisition Date 2013-05-09T03:34:18
| 8 Modification Date

N
I
z
|8 Temperature 298.8
| 10 Mumber of Scans 1024 [T O O
| 11 Spectrometer Frequency 100.61

b5

| 12 Spectral Width 24038.5 L : L, '
| 13 Lowest Frequency -1958.9 .—N@ amm \_\_ﬂ
| 14 Nudeus 13C f1 (ppm)
| 15 Acguired Size 32768
16 Spectral Size 65536
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Figure S51'H NMR of 17
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Parameter

Data File Mame

Qrigin
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Solvent

Pulse Sequence
Acquisition Date
Modification Date

Temperature
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11 Specirometer

Freguency

12 Spectral Width

13 Lowest Frequency

14 Nudeus
15 Acquired Size
16 Spectral Size
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Desktop/ bbnmr/ Sangit-
BH-OMe-phphF/ 1/ fid
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Figure S53 *C NMR DEPT-135 of 17
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Parameter Value
1 Data File C:/ Users/ selenium/
Mame Desktop/ nmr bhakuni/
Sangit-BH-O-NO2-
phphMef 1f fid
2 Tite PROTOMRO CDCI3 f
opt/ topspin/ nmrsu/
Sangit/ APR.13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nNMrsu
5 Solvent CDCI3
& Pulse 7g30
Sequence
7 Acquisition 2013-04-26T07:09:45
Date
8 Modification
Date
9 Temperature 298.2
10 Mumber of 16

Scans
11 Spectrometer 400,13
Frequency
i o T _ : 12 Spectral Width 8196.7
@m M.Mm M. _‘_ m 13 Lowest -1713.7
.1— -..—u—u—..-.-u Frequency
14 Nudeus H

15 Acquired Size 32768
16 Spectral Size 65536
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Figure S54'H NMR of 18
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Figure S55'*C NMR spectrum of 18
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Figure S56 *C NMR DEPT-135 of 18

Parameter
1 Data File Name

Origin

Cwner

Solvent

Pulse Sequence
Arcquisition Date
Modification Date
Temperature

10 Mumber of Scans

LY== RN I = (R ¥ R - #X

11 Spectrometer Frequency
12 Spectral Width

13 Lowest Freguency

14 Mudeus

15 Acquired Size

16 Spectral Size

+132.536
-132.200
-131.963
129.999
129466
129.039
128.595
128.540

128.301

128.273
128.204
128.044
127.923
L 127.770
125,757
124.975
1124.099
1124.020
21.447
21.255
.19.880

Value

C:f Users/ selenium/ Desktop, nmr
bhakunif Sangit-BH-0-NO2-
phphMe/ 3/ fid
Sangit-BH-0-MO2-phphMe

C13DEPT135 CDCI3 / opt/ topspin/
nmrsuyf Sangitf APR 13 nmrsu

Bruker BioSpin GmbH
nmrsu

CcDCl3

deptsp135
2013-04-26T09:559:19

298.2
100
100.61
24038.5
-2058.5
13C
32758
65536

|

170 150

110 90 80 70 60 50 40 30 20 10 O
1 (ppm)
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Figure S57 'H NMR of 19
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Parameter Value
1 Data File Name C:f Users/ selenium Desktop, nmr
bhakuniy Sangit-BH-Mix-OMephph/ 1/
fid
2 Title PROTOMRO CDCI3 f opt/ topspin/
nmrsu)f Sangitf MAY 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent COCI3
6 Pulse Sequence zg30
7 Acqguisition Date 2013-05-01T06: 23:22
8 Modification Date O O
9 Temperature 299.3
10 Number of Scans 16 o
11 Spectrometer Frequency 400,13 Mmuo
12 Spectral Width 8196.7
13 Lowest Frequency -1713.7
14 Nudeus 1H
15 Acquired Size 32768
16 Spectral Size 65536
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Figure S58*C NMR spectrum of 19
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fid
2 Tite Sangit-BH-Mix-OMephph
C13DEPT 135 CDCI3 / opt/ topspinf
nmrsuyf Sangitf MAY 13 nmrsu
|3 Origin Bruker BioSpin GmbH i
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| 5 Solvent COCI3
|6 Pulse Sequence deptsp135
“u Acquisition Date 2013-05-01T16:44: 10
|8 Modification Date
mm_ Temperature 298.0
10 Mumber of Scans 1024
' 11 Spectrometer Frequency 100.61
| 12 Spectral Width 24038.5 _
13 Lowest Frequency -2058.5 L 4 ! ! ' ' J
14 Nudleus 13C i 131 130 129 128 127
| 15 Acquired Size 32768 1 (ppm)
| 16 Spectral Size 65536

QO OO0 OO

210 190 170 150 130 90 80 70 60 S50 40 30 20 10 c -10

S-58



S-59

This journal is © The Royal Society of Chemistry and The Centre National de la Recherche Scientifique 2014
Figure S59 *C NMR DEPT-135 of 19
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Figure S60'H NMR of 20
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Data File Mame
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Acquisition Date
Modification Date
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C:/ Usersf Sangitf Desktop/ Sangit-BH-OMePhPhOMe/ 1/ fid
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Bruker BioSpin GmbH

nmrsu

CDCI3
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2013-05-06T05:12:07

f1 (ppm)

9 Temperature 299.3
10 Mumber of Scans 16
11 Spectrometer Freguency 400.13
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13 Lowest Frequency -1713.7
14 Nudeus 1H
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Figure $61*C NMR spectrum of 20
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8 Modification Date B m mmw_ m m m m ﬁ M;
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10 Number of Scans 1024
11 Spectrometer Frequency 100.61
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Figure $62 *C NMR DEPT-135 of 20
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Data File Mame
Title

Origin

Owner

Solvent

Pulse Sequence
Acquisition Date
Modification Date

Temperature

10 Mumber of Scans
11 Spectrometer Frequency 400.13
12 Spectral Width

13 Lowest Frequency

14 Nudleus
15 Acquired Size
16 Spectral Size

Value

C:/ Usersf Sangit/ Desktop/ Sangit-AY-85(22.07.13)/ 1/ fid
PROTOMRO CDCI3 / opt/ topspin/ nmrsu/ Sangity’ JULY 13 nmrsu
Bruker BioSpin GmbH

nmrsu

CDCl3

zg30

2013-07-22T11:13:29

293.5
16

8196.7
-1747.0
1H
32768
65535

1 p—_T—T—T T T
3.76 3.72 3.68
f1 (ppm)
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Figure S63'H NMR of 20 obtained using aryl-diazo ligand L3
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Figure S64 *C NMR spectrum of 20 obtained using aryl-diazo ligand L3
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Parameter Value

1 Data File Name C:/ Users/ selenium/ Desktop/ napth iodobenzenef 1f
fid

2 Title PROTOMRO CDCI3 { opt/ topspin, nmrsuf Sangit/
MAY 13 nmrsu

3 Origin Bruker BioSpin GmbH

4 Owner nmrsu

5 Solvent CoCl3

6 Pulse Sequence zg30

7 Acqguisition Date 2013-05-21T04:43: 10

& Medification Date

9 Temperature 298.2

10 Mumber of Scans 16

11 Spectrometer Freguency 400,13

12 Spectral Width 8196.7

13 Lowest Frequency -1713.7

14 Mudeus 1H

15 Acquired Size 32768

16 Spectral Size 65536
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Figure S65'H NMR of 21
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Figure S66 *C NMR spectrum of 21
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Figure S67 *C NMR DEPT-135 of 21

N |
o
g2 Y=
1 81 ~ —130.083
| = 130.083
- r .
- | @ 128.864
' Q 128.419
1 = [ 128.259
=T Y 128.207
g = 448,664 & 127,652
1 128419 127.634
- 127.443
= 128.259
o Ty 128.207 . -127.358
S| B8 - = =127.237
35 127.652 126.927
- L127.838 126.293
4 | 1 E |126.036
=L o —127.237 126.017
T | N 125.936
g o —1203EF 125,814
= 125,765
= | 1125.608
@ - -126.293 1125.381
wl] 2 ~126.017 — P — —
Y TN - 125814 REZELEFS FEILOQ 3 g
i - —125.608 Reaglids SERaq8 g
S EEaLiEod pef” 2§
g | LA § s g E o § g ﬁ 3 %
-5 SEREEENY HEQIEigofie
8 #8a N~ FFOEgEdY¥DEg
= T T8 2 3oigd
' ? T By e§
3 - é:: a;
; & &
a -

S-67



1
2
3
4
3
3
7
a

9

Parameter

Data File Mame
Title

Origin

Owner

Solvent

Pulse Sequence
Acquisition Date
Modification Date

Temperature

10 Mumber of Scans

11 Spectrometer Fregquency

12 Spectral Width

13 Lowest Frequency

14 Nudleus
15 Acquired Size

16 Spectral Size

OCHs

Value

C:/ Users/ selenium/ Desktop/ napth iodo anisole/ 1/ fid
PROTOMRO CDCI3 [ optf topspin/ nmrsuf Sangitf MAY 13 nmrsu
Bruker BioSpin GmbH

nmrsu

CDCI3

zg30

2013-05-28T10:00:08

293.2

400.13
8196.7
-1713.7

32788
65538

OCHs
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Figure S68'H NMR of 22
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Figure $69*C NMR spectrum of 22
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Figure S70 *C NMR DEPT-135 of 22

oLe

0LL

0SL

oLL

(wdd) 13

0

oL-

06l

0€L

0Z o€ O 05 09 0L 08 06

oL

T Ty

@
Lo

o F
14
Efg'
o

bl - =
& u
How
m

9EGSS

2afZE

DET
§'850Z-

SRERE

Asuanbaig 1samoT £1 |

LpPIf [200ads 7T |

Aausnbaug

T9'00T

impwondads 11 |
SUEIS JO Jaquny 0T |

(wdd) 1)

GoZL 0221

o5z
il =174

0'82L 6°8CL

G IZL

g'eZl 0921

(R +74 %

aJmeRdwal 6|

e UOGEILIPOl 8|

=jeq uogsinboy £ |

BGEG T IZE-50-ETOT

anuanbas asind 9§

geTds)dap

juanes g |

£[2aD

128.436

Bumg |

NS

HOWs Lidsolg J=3ng

ubuo £ |

NSIWU ET A

Jubues fnsawu fuidsdoy
fido [ €200 SETL4ICTETD

SpL T

9/ T-T0-H5-bues
py [t (3|osiue opol tpdeu

Jdoyysaq fwniusEs fsiasn i

428,347
~128.262

—128.055

—127.628
—127.337

—126.912

—126.235
—126.079
—125.921
—125.652
“T125'448

+125.408

—125.045

awen 34 Eeq 1|

IEeIEd

ane;,

131.121
128.436
128.347
128.262
128.055
127.628
[127.337
[126.912
126.235
126.079
125.921
125.703
125,652
1125.448
125.408
1.125.045

114332
113727

r 55.395
55.369

S-70



Parameter Value

1 Data File C:/ Users/ selenium/

Mame Desktop/ nmr bhakunif
ortho pyr ph/ 1/ fid
2 Title PROTONRO CDCI3 f
opt/ topspin/ nmrsu/
Sangit/ MAY 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Saolvent CDCI3
6 Pulse 7930
Sequence

7 Acquisition 2013-05-29T08:21:45
Date

8 Modification
Date

9 Temperature 294.8
10 Mumber of 16

Scans

11 Spectrometer 400, 13
Freguency

12 Spectral 8196.7
Width

13 Lowest -1713.7
Freguency

14 Nudleus H

15 Acquired Size 32768
16 Spectral Size 65536
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Figure S71'H NMR of 10 obtained from pyridine
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Parameter Value M m m m M % m % u = &
1 Data File Mame C:fUsers/ selenium/ = = e T Y=
Desktop/ nmr bhakuni/ W o= Mo NN NN T
ortho pyr ph/ 2/ fid - v T ....1..14..41 P P P
2 Title Sangit-AY-Py-Ph LT N e — ——
C13CPD COCI3 [ optf
topspin/ nmrsu/ Sangit/
MAY 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CDCl3
6 Pulze zgpg30
Sequence —
7 Acquisition 2013-05-29T18:11:38 / \N
Date
8 Modification
Date

9 Temperature 294.3
10 Mumber of 512

Scans
11 Spectrometer 100.61
Frequency [
12 Spectral Width 24038.5
13 Lowest -1958.9 :
Frequency
14 Nudeus 13C

15 Acquired Size 32763
16 Spectral Size 65536

S-72
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Figure S72*C NMR spectrum of 10 obtained from pyridine
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Figure S73 *C NMR DEPT-135 of 10 obtained from pyridine
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Parameter Value =+ &M NN ANNN =1 =1}
1 Data File Mame C:/ Users/ selenium/ _ _ un.1L|q||L1u.ﬂulll|L u b -+
Desktopf nmr bhakunif
ortho pyr ph/ 3/ fid i
2 Tite Sangit-AY-Py-Ph
C13DEPT135 CDCI3 [ optf
topspin/ nmrsu/ Sangit/
MAY 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nimrsy
5 Solvent CDcl3 —
& Pulse Sequence deptsp135 \ \N
7 Acquisition Date 2013-05-30T05:00:59
8 Modification Date
9 Temperature 293.8
10 Mumber of Scans 16 L
11 Spectrometer 100,61
Frequency
12 Spectral Width 24038.5 |
13 Lowest Frequency -2058.5
14 Mudeus 13C |
15 Acquired Size 32788
16 Spectral Size 65536
T T T T T T T
129.0 127.5
1 (ppm)
e e R B e e e e B e B e N [ e e e e B B e e A B e e e B Y ML p e
210 190 170 150 130 110 90 80 70 60 S50 40 30 20 10 0 -10
1 (ppm)
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Parameter Value
1 Data File Mame C:f Users/ selenium/ Desktop/
pyridine iodo benzene 2f 1f
fid
2 Title PROTONRO CDCI3 f optf
topspin/ nmrsuf Sangit/
JUNEL3 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu g
5 Solvent CDCI3 \ / zZ
6 Pulse Sequence 7g30
7 Acqguisition Date 2013-06-01T05:09:28
8 Medification Date _
9 Temperature 295.1
10 Mumber of Scans 16
11 Spectrometer 400.13
Freguency
12 Spectral Width 8196.7 “
13 Lowest Frequency  -1713.7
14 Nucleus 1H
15 Acquired Size 32768 C
16 Spectral Size 55536 L L
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Figure S74'H NMR of 11 obtained using pyridine substrate
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Figure S75 **C NMR DEPT-135 of 11 obtained using pyridine substrate
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Parameter Value
l— |
1 Data File Name C:/f Users/ selenium/
Desktop/ pyridine iodo
benzene 2/ 2/ fid
2 Title Sangit-AY-55-C{IL)
C13CPD CDCI3 | opt/ L
topspin/ nmrsu/ Sangit/
JUMNE13 nnarsu
3 Origin Bruker BioSpin GmbH -_—
Z
4 Owner nmrsu \ 7/
5 Solvent wnlalkc | |
6 Pulse Sequence zgpg30 —! P
|
7 Acquisition Date 2013-06-01T06:12:22 |
8 Modification Date
9 Temperature 293.3 T | L T T | | T T T
10 Mumber of Scans 311 146 141
11 Spectrometer 100,61 ; 1 -ﬁﬁ—.:u
Frequency

12 Spectral Width 24038.5
13 Lowest Frequency -1958.9
14 Mudeus 13C

15 Acquired Size 32768
16 Spectral Size
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148.393
148.297
148.261

—134.422
129.098
128.124
127.164

L123.567

{
}

|

9 Temperature
10 Mumber of Scans

11 Spectrometer
Frequency

12 Spectral Width
13 Lowest Frequency
14 Mudeus

15 Acquired Size
16 Spectral Size

[% |
o~
=
=]
=+
-
[S—
Parameter Value
1 Data File Name C:/ Users/ selenium/
Desktop/ pyridine iodo
benzene 2/ 3/ fid
2 Title Sangit-AY-59-C(IT)
C13DEPT135 COCI3 [ optf
topspin/ nmrsu/ Sanait
JUMEL3 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CDCI3
6 Pulse Sequence deptsp135
7 Acquisiion Date 2013-06-01T07:11:21
8 Modification Date

297.8
256
100.61

24033.5
-1958.8
13C
32763
65536

~148.422
~148.393
—148.297
~148.261

148.4 148.2
1 (ppm)

Figure S76 *C NMR DEPT-135 of 11 obtained using pyridine substrate
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Parameter Value
1 DataFile Name  C:f Users/ selenium/
Desktop/ pyridine iodo
benzene 3/ 1/ fid
2 Title PROTONRO CDCI3 f optf
topspinf nmrsu/ Sangit/
JUMEL3 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CDal3
& Pulse Sequence  zg30
7 Acquisiion Date  2013-00-01T05:01:12
3 Modification Date
9 Temperature 298.4 -
4
10 Mumber of Scans 16 N\ /,
11 Spectrometer 400.13
Freguency
12 Spectral Width 8196.7
13 Lowest -1713.7
Frequency
14 Nudeus H
15 Acquired Size 32758
16 Spectral Size 65536
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Figure S77 'H NMR spectrum of 23
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Parameter Value
o = (2] [=2]
1 Data File Name C:f Users/ selenium/ Desktop/ nmr u m m m w
wum_ﬁ:q pyridine iodo benzene 3/ 2/ P o o5 p J
[Ty Ty ] =+ [y}
2 Title Sangit-AY-59-C(III) == - hon o
C13CPD CDCI3 J opt/ topspin/ nmrsuf e | |
Sangit/ JUNE13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent cocl3 — |
& Pulse Sequence zgpg30 \ \N _
7 Acquisiion Date 2013-06-01T083:22: 17 _
8 Modification Date | — ;
9 Temperature 298.1 -~
10 Mumb fs 265
:mcamﬁoﬁnm_“:m 100.61 _ R _ o ook
pectrometer Frequency ¢
12 Spectral Width 24038.5 ‘_m‘_ ._H- .1— a“w.m.ﬁ-
13 Lowest Frequency -1958.9 _..ﬁ;u_._._ v
14 Mudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536

110 90 80 70 60 50 40 30 20 10 O
f1 (ppm)

210 190 170 150 130
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Figure S78'*C NMR spectrum of 23
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Figure S79 *C NMR DEPT-135 of 23
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Parameter Value 4 ﬂ___l
1 Data File Mame  C:f Users/ selenium/ p
Desktop/ pyridine iodo
benzene 3/ 3/ fid [
2 Title Sangit-AY-59-C(IIT) |
C13DEPT135 COCI3 [ optf
topspinf nmrsu/ Sangit,
JUME 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CcDcl3
& Pulse Sequence deptspl135 J 4
7 Acquisiion Date  2013-06-01T08:37:20 \ 2 150.1
8 Modification Date / .ﬂa ...—u—u-.—._..-
9 Temperature 298.0
10 Mumber of Scans 258
11 Spectrometer 100.61
Frequency |
12 Spectral Width ~ 24038.5
13 Lowest -1958.8
Frequency _
14 Nudeus 13C
15 Acquired Size 32768 |
16 Spectral Size 65536
T —T— — 77— ——T— —— ——— ———7 T
210 190 170 150 130 110 90 8 70 60 50 40 30 20
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Figure S80'H NMR of 24
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Parameter Value
1 DataFile Name  C:f Users/ selenium/
Desktop nmr bhakuni/
Sangit-BH-Py-ph-Me/ 1/ fid
2 Title PROTOMRO CDCI3 f optf
topspin/ nmrsu/ Sangit/
MAY 13 nmrsu
Crigin Bruker BioSpin GmbH
Cwner nmrsu
Solvent CDocl3

Pulze Sequence  zg30

Acquisiion Date  2013-05-24T10:35:27
Modification Date

Temperature 298.3

10 Mumber of Scans 16

11 Spectrometer 400,13
Frequency

12 Spectral Width 8196.7
13 Lowest Frequency -1713.7
14 Mudeus H

15 Acquired Size 32768
16 Spectral Size 65536
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Parameter Value o Qo M P
[ Q0 W WO =]
1 Data File Mame C:/ Users/ selenium/ | ﬂ w H H Mv_
Desktop/ nmr bhakuni/ -, _/_\\_
Sangit-BH-Py-ph-Me/ 2/ fid
2 Title Sangit-BH-Py-ph-Me
C13CPD CDCI3 f optyf
topspin/ nmrsu/ Sangit,
MAY 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nimrsu
5 Solvent Ccoal3
6 Pulse Sequence zgpg30
7 Acqguisiion Date 2013-05-24713:25:56
28 Modification Date
9 Temperature 298.6 N
10 Mumber of Scans 512 | _
11 Spectrometer 100.61 | _ y
Freguency Z
12 Spectral Width 24038.5
13 Lowest Frequency -1958.9
14 Mudeus 13C
15 Acquired Size 32758
16 Spectral Size 65536
i
el =i e
YY) ¥¥¥¥ )Y 7 T T
210 190 170 150 130 110 90 80 70 60 S0 40 30 20 10 O
1 (ppm)
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Figure S81'*C NMR spectrum of 24
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Figure $82 *C NMR DEPT-135 of 24
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Parameter Value == o &N NN -—
1 Data File Mame C:/ Usersf selenium/ Desktop] 5 Lol i ™
nmr bhakunif Sangit-EBH-Py- _ _ | & _
ph-Me/ 3/ fid _ |
2 Title Sangit-BH-Py-ph-Me
C13DEPT135 CDCI3 f opt/
topspin/ nmrsuf Sanait/
MAY 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CDCl3
6 Pulse Sequence deptsp135
7 Acquisiion Date 2013-05-24T13:43:40
8 Modification Date
9 Temperature 298.0
10 Mumber of Scans 256
11 Spectrometer 100.561
Freguency
12 Spectral Width 24038.5
13 Lowest Frequency -2058.5
14 Nudeus 13C
15 Acquired Size 32788 |
16 Spectral Size 65536
|
|
2,
Z
e R B e e e e B e B L B e L e m e e e e e B e I S e e e e e e
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Parameter Value

1 Data File Mame  C:/ Users/ selenium/

Desktop/ Sangit-BH-
PyrPhMe-2f 1/ fid
2 Tite PROTOMNRO CDCI3 f optf

topspin/ nmrsuf Sangit/
MAY 13 nmrsu

Origin Bruker BioSpin GmbH

Owner nmrsy

Solvent CDCl3

Pulse Sequence  zg30
Acquisiion Date  2013-05-27T05:07:31
Modification Date

o) o] ot s

9 Temperature 298.1
10 Mumber of Scans 16
11 Specirometer 400.13

Frequency
12 Spectral width ~ 8196.7
13 Lowest -1713.7
Frequency
14 Mudeus H

15 Acquired Size 32788

16 Spectral Size 65536 : r’

Na /

1.00
1.06 —
1.03
318 —=

This journal is © The Royal Society of Chemistry and The Centre National de la Recherche Scientifique 2014
Figure S83'H NMR of 25
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Figure S84 '*C NMR spectrum of 25

Parameter

1 Data File Name
2 Title

Crigin

Cwner

Solvent

Pulse Sequence
Acquisition Date
Modification Date

(=T R I (R R |

9 Temperature
10 Mumber of Scans

148.051

Value

C:/ Users/ selenium/ Desktop/ Sangit-
BH-PyrPhMe-2/ 1/ fid

PROTOMRO CDCI3 { opt/ topspin/
nmrsuy Sangit/ MAY 13 nmrsu

Bruker BioSpin GmbH
nImrsU

cocl3

zg30
2013-05-27T05:07:31

298.1
16

11 Spectrometer Frequency 400.13

138.097
~134.298

129.827
126.993
123.594

%

77.347
\76.712

—148.051

—138.097
—136.654

—21.173

—134.298

12 Spectral Width 8196.7
13 Lowest Frequency -1713.7
14 Nudeus H
15 Acquired Size 32768
16 Spectral Size 65536
N
_ 2,
Z
210 190 170 150 130 110 90 80 70 60 S50 40 30 20 10
1 (ppm)
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Figure S$85 *C NMR DEPT-135 of 25
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[ [a = =]
[} oM P~
e ®muawn ~
] IDLQ e
Parameter Value =+ NN N -
- Ll o (3]
1 DataFile Name  C:f Users/ selenium/ | f N __ nL % m m % % _
Desktop/ Sangit-BH- [=] [y ] [==] (=] W
PyrPhMe-2/ 3/ fid =] M =] o o3
2 Title Sangit-BH-PyrPhMe-2 M — u u u
C13DEPT135 COCI3 [ opt/ | | _ |
topspinf nmrsu/ Sangit/ Pl
MAY13 nmrsu |
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CcDCI3
& Pulse Sequence  deptsp135
7 Acquisiion Date  2013-05-27T18:39:10
8 Modification Date
9 Temperature 294.0

10 Mumber of Scans 512

11 Spectrometer 100.61
Frequency

12 Spectral Width 24038.5
13 Lowest Frequency -2058.5
14 Nudeus 13C I
15 Acquired Size 32768
16 Spectral Size 65536

ettty

-

150 135 130 125
f1 (ppm)

110 90 80 70 60 50 40 30 20 10 0 -10
1 (ppm)

210 190 170 150 130
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Parameter Value

1 Data File Name C:f Users/ Sangit/ Desktop/
pyridine iodo anisole/ 1/ fid

2 Title PROTONRO CDCI3 f optf
topspin/ nmrsuy/ Sangit/
MAY13 nmrsu

3 Origin Bruker BioSpin GmbH

4 Owner nmrsu

5 Solvent Ccocl3

6 Pulse Sequence 2930

7 Acquisition Date 2013-05-16T09:03:09

8 Modification Date

9 Temperature 298.3

10 Number of Scans 16

11 Spectrometer 400.13

Frequency

12 Spectral Width 8196.7
13 Lowest Frequency -1713.7

14 Nudeus iH B e R B g e LI s A - TR S R i e i e
15 Acquired Size 32768 8.6 8.3 1B.0 1.7 7.4 7.1
16 Spectral Size 65536 f1 (ppm)

by
L_'_'_‘\
HzCO

S-86

e —
3.26— .F* =

S
-
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Figure S86'H NMR of 26
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Figure S87 **C NMR spectrum of 26

P te val (] — = —
R = ~¥ ™ w ® ¥ m S0 o)
1 DataFile Mame C:fUsers/ Sangit/ T~ In o = B, = % o n %
Deskto ridine iodo QPr~ O o @w o < £ x
sktop/ py O M o - - I~ M~ w0 Ln
anisole/ 2{ fid — — — — — — — P~ [~ I~ [Ty
2 Title Sangit-AY-4b L I | I ] _
C13CPD CDCI3 f opt/
topspin/ nmrsu/ Sangit/ - (=] <t M
MAY 13 nmrsu % w M =
M Mzm___._ Bruker BioSpin GmbH : n..m ﬂ ﬂ. m
Wher nimrsy i ik £ 5
5 Solvent cocl3 _
6 Pulse Sequence zgpg30 |
7 Acqguisiion Date 2013-05-16T14:05:42 —
8 Modification
Date —T —————t——— T T
9 tpeyine 1 136 132 128 124 120
10 Mumber of 512 fi ﬁﬂ_ﬂ._._.-u
Scans
11 Spectrometer  100.61
Frequency
12 Spectral width  24038.5
13 Lowest -1958.9
Frequency
14 Nudeus 13C
15 Acguired Size 327658
16 Spectral Size 65536
|
|
T T T T T T T T T T T T T T T T T T T
210 190 170 150 130 110 90 80 70 60 50 40 30 20 10 O
f1 (ppm)

S-87



Electronic Supplementary Material (ESI) for New Journal of Chemistry
This journal is © The Royal Society of Chemistry and The Centre National de la Recherche Scientifique 2014

Figure S88 *C NMR DEPT-135 of 26

P tel val — Y] - M~ O
m_..ms._m r r_m. M P ® 3@ %
1 DataFile Name C:/Users/ Sangit/ n 1] — m — LN
Desktop/ pyridine iodo o w W o < M
anisole/ 3/ fid < m Mo =— LN
— — — — Ly
2 Title Sangit-AY-4b [ | | I _
C13DEPT135 CDCI3 f
opt/ topspin/ nmrsu/
Sangit/ MAY 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CDCI3
6 Pulse Sequence deptspl35
7 Acquisition Date 2013-05-16T14:74:30 i = 2
8 Modification 4“ 1]
—
Date = m
9 Temperature 283.7 — -
10 Mumber of 256 I _
Scans i |
11 Spectrometer 100,61
Freguency
12 Spectral Width  24038.5
13 Lowest -1958.8
Freguency
14 Nudeus 13C ey SR : R T,
15 Acquired Size 32768 122 120 # _—._M w 116 114
16 Spectral Size 65536 _ P
_ N
7,
Pz
O
@)
™
I
. T T I T T T T T T T T T T T T T T T T
210 190 170 150 130 110 90 80 70 60 50 40 30 20 10 O
f1 (ppm)
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Figure S89'H NMR of 27

Parameter

1 Data File Name

Value

C:/f Users/ selenium/ Desktop/
pyridine iodo anisole 2/ 1/ fid

2 Tite Sangit-A'Y-538(1T)
PROTONRO CDCI3 | optf
topspin/ nmrsu/ Sangit/ MAY 13
NImrsL
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent Cocl3
|6 Pulse Sequence 2g30
“ 7 Acguisition Date 2013-05-30T05:24:30
| 8 Modification Date
_ 9 Temperature 298.3
10 Mumber of Scans 16
11 Spectrometer 400.13
Frequency
12 Spectral Width 8196.7
T 13 Lowest Frequency -1713.7
14 Nudeus H
15 Acquired Size 32768
16 Spectral Size 65536
N
— 7,
Pz ____.f.- 3
=
o
T T LA L T i | 1
1.0 4.0 3.0 2.0 1.0 0.0
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Figure S90 **C NMR spectrum of 27

Parameter

1 Data File Name

2 Tite

Crigin

Cwner

Solvent

Pulse Seguence
Acquisition Date
Modification Date

o o~ ot W

9 Temperature
10 Mumber of Scans

11 Spectrometer
Freguency

12 Spectral Width

14 Mudeus

15 Acquired Size
16 Spectral Size

13 Lowest Freguency

Value

C:f Users/ selenium/
Desktop/ pyridine iodo
anisole 2/ 2/ fid
Sangit-AY-596(I1)
C13CPD COCI3 / optf
topspin/ nmrsuf Sangit/
MAY 13 nmrsu

Bruker BioSpin GmbH
nmrsu
cDCl3

2gpg3d
2013-05-30T09:09:05

298.4
243
100.61

24038.5
-1958.9
13C
32758
65536

—159.826

A
£

147.742
147.600
134.072
130.123

128.230
—123.605

—114.588

—147.742
600

—147.

210

190

170

150

130

110
f1 (ppm)

90

80 7

0 60

50 40 30 2

S-90
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Figure S91*C NMR spectrum of 27

o = =+ (=]
-+ O P [=] m [==]
P~ O =] w 7] [==]
Parameter Value P P M. o3 . g o v
1 Data File Name C:/f Users/ selenium/ Desktop/ M M 1 u - % -..-m.. m
pyridine iodo anisole 2/ 3/ fid rJ\._ I | _ e
2 Title Sangit-AY-598(11) = =
C13DEPT135 COCI3 [ opt/ .._l 1_
topspin/ nmrsuf Sanait/
MAY 13 nmrsu
3 Origin Bruker BioSpin GmbH I | |
4 Owner nmrsu
5 Solvent CcDCl3
& Pulse Sequence deptsp135
7 Acquisition Date 2013-05-30T09:23:23
8 Modification Date
9 Temperature 298.7
10 Mumber of Scans 131 |
11 Spectrometer 100,561
Frequency .—..m_h—”.ﬂ.m—.-.—u
12 Spectral Width 24038.5 - —u—u
13 Lowest Frequency -1958.8 T
14 Mudeus 13C %
15 Acquired Size 32788
16 Spectral Size 65536
N
7,
Pz
s R A L A TSR T ¥ T e B o B T | L
210 190 170 150 130 110 90 80 0 50 40 30 20 10 O
1 (ppm)
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Parameter Value
1 Data File Name C:f Users/ selenium, Desktop/
pyridine iodo anisole 3/ 1/ fid
2 Title PROTONRO CDCI3 f opt/ topspinf
nmrsuf Sangity MAY 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CDCI3
6 Pulse Sequence 2g30
7 Acquisition Date 2013-05-30T09:44: 26
M 8 Modification Date
9 Temperature 2979
= — 1 _ e ; 10 Mumber of Scans 16
B8 86 84 82 80 78 76 74 7.0 6.8 ok e Ve v
2 E * 2 .4.,_ Aﬁ“wz.: " i ; : 12 Spectral Width 3195.7
(sl 13 Lowest Frequency -1713.7
Mnu 14 Mudeus H
(@] 15 Acquired Size 32755
16 Spectral Size 65536

S-92

1.94{>__;_ N——
- »
-= 2_11—(%—_%_
Ny 7
© |3 10-:;7
-

1.0 10.0 9.0 8.0 4,
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Figure S92 'H NMR of 28
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Figure S93'*C NMR spectrum of 28

150.123
150.092

148.510

[
i

MDO00 ] ot L

Parameter
1 Data File Name

2 Title

QOrigin

Owner

Solvent

Pulse Sequence
Arquisition Date
Modification Date
Temperature

10 Mumber of Scans

11 Spectrometer
Freguency

12 Spectral Width

13 Lowest Frequency
14 Nudeus

15 Acquired Size

16 Spectral Size

Value

C:/ Users/ selenium/
Desktop/ pyridine iodo
benzene 3f 2f fid

Sangit-AY-55-C(III)
C13CPD CDCI3 [ opt/
topspin/ nmrsuf Sangit/
JUME13 nrarsu

Bruker BioSpin GmbH
nmrsy

CcDCl3

zgpg30
2013-06-01T08:22:17

298.1
265
100.61

24038.5
-1958.9
13C
32788
65536

—138.102

—127.016
—121.706

77.353
77.035
76.718

T

OCH,

150.123
150.092

150.15

150.05
1 (ppm)

210

190

170

130

110 90 80 70 60 5
f1 (ppm)

0 40

30 2

S-93
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Figure S94 *C NMR spectrum of 28
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[ B D =fF LW
N L I i —]
=Q QN 88
[—N-] ) b ™ -0
[Tl Ty} &N N =
S s - -
Parameter Value ) ___
1 Data File Mame  C:f Users/ selenium/ p
Desktop/ pyridine iodo
benzene 3/ 3/ fid [
2 Title Sangit-AY-59-C(IIT) |
C13DEPT135 COCI3 [ optf
topspinf nmrsu/ Sangit,
JUME 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CcDcl3
& Pulse Sequence deptspl135 J 4
7 Acquisiion Date  2013-06-01T08:37:20 150.1
8 Modification Date .ﬂa ...—u—u-.—._..-
9 Temperature 298.0
10 Mumber of Scans 258
11 Spectrometer 100.61
Frequency |
12 Spectral Width ~ 24038.5
13 Lowest -1358.8 £
Frequency Q
; (@)
14 Nudeus 13C
15 Acquired Size 32768 |
16 Spectral Size 65536
_ N
7,
Z
T —T— — 77— ——T— —— ——— ———7 T
210 190 170 150 130 110 90 8 70 60 50 40 30 20
1 (ppm)
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Figure S95'H NMR of 29
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Parameter Value

1 Data File Mame C:/ Users/ selenium/ Desktop/ nmr bhakuni/
Sangit-BH-ortho-Omephphpyr-1/ 1/ fid

2 Title PROTOMNRQ CDCI3 { opt/ topspin/ nmrsu/ Sangit/
MAY 13 nmrsu

3 Origin Bruker BioSpin GmbH

4 Owner nmrsu

5 Solvent cocl3

& Pulse Sequence zg30

7 Acquisition Date 2013-05-28T05:54:40

8 Modification Date

9 Temperature 293.5

10 Number of Scans 16

11 Spectrometer Frequency 400.13

12 Spectral Width 8196.7

13 Lowest Frequency -1713.7

14 Nudeus 1H

15 Acquired Size 32758

16 Spectral Size 65536

S-95

1.00 —
1.00
1.01
1.01
1.05
1.04
1.05
1.07

11.0 10.0 9.0 8.0 7.0
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Figure S96 *C NMR spectrum of 29

Parameter

-

Data File Name

Origin

Cwner

Solvent

Pulse Sequence
Acquisition Date
Modification Date

0 = v

9 Temperature
10 Mumber of Scans

11 Spectrometer
Frequency

12 Spectral Width

13 Lowest Frequency
14 Mudeus

15 Acquired Size

16 Spectral Size

156.935
156.086

/

Value

C:/f Users/ selenium/ Desktop/
nmr bhakunif Sangit-BH-
ortho-Omephphpyr-1/ 2/ fid

Sangit-BH-ortho-
Omephphpyr-1

C13CPD CDCI3 f opt/f topspin/
nmrsu)f Sangitf MAY 13 nmrsu

Bruker BioSpin GmbH
nmrsu

CDCI3

zgpg30
2013-05-28T07:05:52

298.8
217
100.61

24038.5
-1958.9
13C
32768
65536

—149.310
131.165

/
!

129.041
125.151

121.682
121.050

—111.389

Wi~ [y
=S~ 5D & ORI » X3
e MO w M Tae o eo
[ N uwy w ol - -1 n o
~— | B e B e
_ i e _ 5
[ |
i
ii!‘lL'l
135 130 125 120
f1 (ppm)

190

170

150

130

110
f1 (ppm)

90 80 70 60 50 40 30

20 1

0

0
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Figure S97 *C NMR DEPT-135 of 29
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- = M M (= w
- O M~ W i =] ﬁ
N manmes
D T QW T e - -
Parameter Value = o oo NN -— "W
1 Data File Name C:/ Users/ selenium, T .1,[ R T L
Desktop/ nmr bhakuni/ _ Sl I
Sangit-BH-ortho-
Omephphpyr-1/ 3/ fid
2 Tite Sangit-BH-ortho-
Omephphpyr-1
C13DEPT135 CDCI3 [ optf
topspin/ nmrsuf Sangit/
MAY 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsy
5 Solvent CDCI3
& Pulse Sequence deptsp135
7 Acquisiion Date 2013-05-28T07:13:33
8 Modification Date ! |
9 Temperature 298.5 | |
10 Mumber of Scans 165
11 Spectrometer 100,61 |
Fregquency
12 Spectral Width 24038.5
13 Lowest Freguency -1953.3
14 Mudeus 13C
15 Acquired Size 32788
16 Spectral Size 65536
I e e I B e S e e e IR B e e e e B T B e e B S e NN B e e
1 (ppm)
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Figure S98'H NMR of 30
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S-98

Parameter Value
1 Data File Name C:/f Users/ selenium, Desktop/ nmr bhakunif Sangit-EH-
ortho-Omephphpyr-2/ 1f fid
2 Title PROTONRO CDCI3 [ optf topspin, nmrsuf Sanaitf MAY 13
FIMmrsy
3 Origin Bruker BioSpin GmbH
4 Owner nmirsu
5 Solvent CcDCl3
6 Pulse Sequence zg30
7 Acqguisition Date 2013-05-28T05:59:22
8 Modification Date
9 Temperature 297.4
10 Number of Scans 16
11 Spectrometer Freguency 400.13
12 Spectral Width 8196.7
13 Lowest Freguency -1736.3
14 Nudleus 1H
15 Acquired Size 32768
16 Spectral Size 65536
UL
T
£ = = £
— - - o«
—T T T T T 1 T "~ T "~ 1 " T T T
11.0 10.0 9.0 8.0 7.0
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Figure S99 *C NMR spectrum of 30
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[~ =T - M oo M M=t I~
P~ = WM O~ [=] ™MW 0 -—
w SEVEARS & 0 & = e
W MmN - P~ (=] w
T wm owmopm pm opm pm pw - [ P~ el
PR SNNN T _
Parameter Value o P~ o~ o o
1 Data File Name ﬁi_u_mm_.ma_.mm_m:_c_.e_.. m %. %. m. %.
_ummIH_E nmr bhakuni/ P M == W
Sangit-BH-ortho- (3] [y s | (3]
Omephphpyr-2f 2/ fid - e 4 = =
2 Title Sangit-BH-ortha- O _ ! A _
Omephphpyr-2 /
C13CPD CDCI3 [ optf
topspin/ nmrsu, Sangit/ -
MAY 13 nmrsu \ 7
3 Origin Bruker BioSpin GmbH =
4 Owner nmrsu
5 Solvent CDCl3 [
6 Pulse Sequence  zgpg30 |
7 Acquisiion Date  2013-05-28T07:36:47
8 Modification Date
9 Temperature 298.3
10 Number of Scans 318 | i
11 Spectrometer 100.61
Freguency |
12 Spectral Width  24038.5 g e
13 Lowest -1958.9
Freguency ——— —r—r— i
14 Mudeus 13C
15 Acquired Size 32768 a“wﬂ .1__ .” _.“_._“..WO
16 Spectral Size 65536 —u—u

110 9 8 70 60 50 40 30 20 10 0
f1 (ppm)

210 190 170 150 130

S-99
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Figure S100 *C NMR DEPT-135 of 30

[

Gl =) o L

9

Parameter

Data File Mame

Qrigin

Owner

Solvent

Pulse Sequence
Arquisition Date
Modification Date

Temperature

10 Number of Scans
11 Spectrometer

Frequency

12 Spectral Width

13 Lowest Frequency
14 Mudeus

15 Acquired Size

16 Spectral Size

Value

C:/ Users/ selenium/
Desktop/ nmr bhakunif
Sangit-BH-ortho-
Omephphpyr-2/ 3/ fid

Sangit-BH-ortho-
Omephphpyr-2
C13DEPT135 COCI3 [ opt/
topspin/ nmrsuf Sangit/
MAY 13 nmrsu

Bruker BioSpin GmbH
nmrsu

Ccocl3

deptsp135
2013-05-28T03:02:08

298.7
161
100,61

24038.5
-1958.8
13C
32708
65536

~150.048
~147.665

—137.029

—129.621
—122.965

\121.074
—111.305

66:531

—137.029

~130.653
~129.621
—122.965
~121.074

I | 1 —

120

140 130
1 (ppm)

210

S-100



Parameter Value
1 Data File Mame C:/ Users/ iiser bhopal/ Desktop/
methoxy pyridine iodobenzene/ 1/
fid
2 Title Sangit-AY-54

PROTOMRO CDCI3 / opt/ topspin/
nmrsu/ Sangit MAY 13 nmrsu

S-101
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Figure S101'H NMR of 31
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3 Origin Bruker BioSpin GmbH

4 Owner nmrsu

5 Solvent CDCI3

& Pulse Sequence 2030

7 Acqguisiion Date 2013-05-23T04:20:13

8 Modification Date

9 Temperature 298.1

10 Mumber of Scans 16

11 Spectrometer Frequency 400,13

12 Spectral Width 3196.7

13 Lowest Frequency -1713.7

14 Mudeus 1H

15 Acquired Size 32758

16 Spectral Size 65530
r
|
|
J

1
Q
T L T T A T T T 3 J—
11.0 10.0 9.0 8

1.00 —
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Figure $102 *3C NMR spectrum of 31
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Parameter Value
1 DataFile C:f Users/ iiser
Mame bhopal/ Desktop/
methoxy pyridine
iodobenzene/ 2/ fid
2 Tite Sangit-AY-54
C13CPD CDCI3 f optf
topspin/ nmrsu/
Sangitf MAY 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nimrsu
5 Solvent CDCI3
& Pulse zgpg30
Seguence

7 Acquisition 2013-05-23T04:44:08
Date

8 Modification
Date

9 Temperature 298.7
10 Number of 512

Scans

11 Spectrometer 100.61
Frequency

12 Spectral 24033.5
Width

13 Lowest -1953.9
Freguency

14 Nudeus 13C

15 Acguired Size 32768
16 Spectral Size 55536

S-102

—166.42
—159.28
—15091
—13947
129.01
12869
126.99
~108.12
~106.91

L
g

—55.17
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Figure S103 *C NMR DEPT-135 of 31
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- = ;M m=—
Parameter Value o)) oo — w
1 Data File Mame C:f Users/ iiser bhopal/ (=] o 0w w Yo o
Desktop/f methoxy pyridine m m m m m m %
iodobenzene/ 3/ fid _ _/J..._\\_ f\ _
2 Tite Sangit-AY-54 [
C13DEPT135 CDCI3 [ opt/
topspin/ nmrsuf Sangit/
MAY 13 nmrsu
3 Crigin Eruker BioSpin GmbH |
4 Cwner nmrsu
5 Salvent CDCI3
& Pulse Sequence deptsp135
7 Acquisition Date 2013-05-23T05:13:39
8 Modification Date
9 Temperature 298.6
10 Mumber of Scans 256
11 Spectrometer 100.61
Freguency
12 Spectral Width 24038.5 —
13 Lowest Frequency  -1953.8 @) / prd
14 Nucleus 13¢ / /
15 Acquired Size 32768
16 Spectral Size 65536
|
|
Y S G S S S S S
210 190 170 150 130 110 90 80 70 o0 50 40 30 20
f1 (ppm)

S-103



Parameter Value
1 DataFile C:f Users/ iiser bhopal/
Mame Desktop/ bhagat
folder/ Sangit-BH-
meoxy-pyridine/ 1/ fid
2 Tite PROTONRO CDCI3 /
opt{ topspin/ nmrsu/
Sangitf JUNE13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CDCl3
6 Pulse zg30
Sequence

7 Acquisition 2013-06-10T04:57:26
Date

8 Modification
Date

9 Temperature 298.0
10 Number of 16

Scans

11 Spectrometer 400.13
Freguency

12 Spectral Width 8196.7

13 Lowest -1713.7
Freguency

14 Nudeus 1H

15 Acquired Size 32768
16 Spectral Size 65536
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Figure S104 'H NMR of 32
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Figure $105 *3C NMR spectrum of 32

Parameter
Data File Name

-

2 Title

Origin

Qwner

Salvent

Pulse Sequence
Acguisition Date
Modification Date
Temperature

LT=T - I N = R T ]

10 Mumber of Scans

11 Spectrometer
Freguency

12 Spectral Width
13 Lowest Freguency
14 Nudeus

15 Acquired Size
16 Spectral Size

—166.73
—160.70

Value
C:f Users/ iiser bhopal/
Desktop/ bhagat folder/
Sangit-BH-meoxy-pyridine/
2/ fid
C13CPD CDCI3 [ optf
topspin/ nmrsuf Sangit/
JUNE13 nmrsu

Bruker BioSpin GmbH
nmrsu

CDCI3

zgpg30
2013-00-10T17:19:23

298.7
1024
100.61

24038.5
-1958.9
13C
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65536
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Figure $106 *3*C NMR spectrum of 32
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Parameter Value — — — Ly Ly
1 Data File Name C:/ Users/ iiser bhopal/ | _ _ [~ S
Desktop/ bhagat folder/
Sangit-BH-meoxy-pyridinef
3/ fid
2 Title Sangit-BH-meoxy-pyridine
C13DEPT135 COCI3 [ optf
topspin/ nmrsuf Sangitf
JUMNE13 nmrsu
3 Origin Bruker BinSpin GmbH
4 Owner nmrsu
5 Solvent cDCl3 \
6 Pulse Sequence deptsp135 O
7 Acquisition Date 2013-06-10T17:51:42
8 Modification Date
9 Temperature 298.8 |
10 Mumber of Scans 512 -
(@] zZ
11 Spectrometer 100,61 / \ 7
Frequency
12 Spectral Width 24038.5
13 Lowest Frequency -2058.5
14 Nudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536
|
|
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Figure S107 *H NMR of 33

Parameter
Data File Mame

Value

C:f Users/ selenium/ Desktop/
Sangit-BhPico-2/ 1/ fid

2 Title PROTONRO CDCI3 f opt/
topspin, nmrsuf Sangit/ JUNE 13
nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nMmrsy
5 Solvent CDCl3
6 Pulse Sequence zg30
7 Acquisition Date 2013-06-05T11:51:58
8 Modification Date
9 Temperature 295.3
10 Mumber of Scans 16
11 Specirometer 400,13
Freguency
12 Spectral Width 8196.7
13 Lowest Freguency -1713.7
14 Nudleus 1H
15 Acquired Size 32768
16 Spectral Size 65536
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Figure S108 *H NMR of 34

Parameter Value
1 Data File Name C:/ Users/ selenium/ Desktop/ Sangit-
BhPico-4f 1/ fid
2 Title PROTONRO CDCI3 | opt/ topspinf
nmrsuyf Sangit/ JUNE13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nNmrst
5 Solvent CcDCI3
6 Pulse Sequence zg30
7 Acquisiion Date 2013-06-05T11:16:32
8 Modification Date
9 Temperature 298.2
10 Mumber of Scans 16
11 Spectrometer Frequency 400.13
12 Spectral Width 819.7
13 Lowest Frequency -1713.7
14 Mudeus 1H
15 Acquired Size 32768
16 Spectral Size 65536 T R U ! !
. 8.60 8.50 7.45 7.35
1 (ppm)
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Figure S109 *H NMR of 35

Parameter
1 Data File Name

Value

C:f Users/ selenium, Desktop/
Sangit-BhPico-3/ 1/ fid

2 Title PROTOMRO CDCI3 / opt/ topspin/
nrmrsu) Sangitf JUNE13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Qwner nmrsu
5 Solvent CoCl3
6 Pulse Sequence 7g30
7 Acquisition Date 2013-06-05T11:24:01
8 Modification Date
9 Temperature 298.6
10 Mumber of Scans 16
11 Spectrometer Frequency 400,13
12 Spectral Width 8196.7
13 Lowest Frequency -1713.7
14 Mudeus 1H
15 Acquired Size 32763 ! T T B IR, i
16 Spectral Size 65536 8.8 84 82 80 7846 74
1 (ppm)
’ T ] T i T L I T T ’
1.0 10.0 1.0 0.0
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Parameter Value

1 Data File Name C:/ Usersf selenium/
Desktopf Sangit-BhFico-1/ 1/

fid

2 Title PROTONRO CDCI3 f optf
topspin/ nmrsujf Sangit/
JUNE13 nmrsu

3 Origin Bruker BioSpin GmbH

4 Owner nmrsy

5 Solvent CDCl3

6 Pulse Sequence zg30

7 Acquisiion Date 2013-06-05T11:20:25

8 Modification Date

9 Temperature 298.7

10 Mumber of Scans 16

11 Spectrometer 400.13

Fregquency

12 Spectral Width 8198.7
13 Lowest Frequency -1713.7

S-110
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Figure S110 *H NMR of 36

Electronic Supplementary Material (ESI) for New Journal of Chemistry
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Figure S111'H NMR of 37

Farameter Value

1 Data File Name C:fUsers/ Sangit/
Desktop/ shailesh/
Sangit-SK-01-188(US)/

1/ fid
2 Title PROTOMRO CDCI3 /
opt/ topspin/ nmrsu/
Sangit{ JUNE 13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Cwner nmrsu
5 Solvent COCI3
6 Pulse Sequence zg30
7 Acguisition 2013-06-27T07:51:37
Date
8 Modification
Date

9 Temperature 298.6
10 Number of 16

Scans
11 Spectrometer  400.13
Freguency
12 Spectral Width 8196.7
13 Lowest -1713.7
Freguency
14 Nudeus H
15 Acquired Size 32768
16 Spectral Size 65536
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pzd
-0
—1 lN -
F [?f v
Y T T 5
g 8 2 R
™ - (o] M
95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 035 0.0

f1 (ppm)

S-111



Parameter Value
—
1 Data File C:f Users/ Sangit/ ﬁ T.... m 5 oo @ <t
Name Desktopy shailesh/ m - O M- M~ P~
SangitSK-01-188(Us)/ | o I ~ < ;00 00 A
2/ fid w0 T M — —
- B | ™
2 Title Sangit-5K-01-188(US) | R _
C13CPD CDCI3 f optf
topspin/ nmrsu/ Sangit,
JUNEL3 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CDCl3
6 Pulse zgpg30
Sequence
7 Acqguisition 2013-06-27T17:53:41
Date
8 Modification
Date

9 Temperature 298.2
10 Number of 512

Scans

11 Spectrometer 100.561
Freguency

12 Spectral Width 24038.5

13 Lowest -1958.9
Freguency

14 Mudeus 13C

15 Acquired Size 32768
16 Spectral Size 65536
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Figure S112 *3C NMR of 37
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Figure S113*H NMR of 38 and 39

Parameter Value

Data File Mame C:fUsers/ Sangit/
Desktop/ shailesh/
Sangt-SK-01-188(LS)/

1/ fid
2 Tite PROTONRO CDCI3 f
oply topspin/ nmrsu
Sangitf JUNE13 nmrsu
3 Origin Bruker BioSpin GmbH
4 Owner nmrsu
5 Solvent CcDcl3
6 Pulse 2030
Sequence
7 Acqguisition 201306-27T07:55:52
Date
8 Modification
Date
9 Temperature 298.2
10 Mumber of 16
Scans
11 Spectrometer 400.13
Frequency
12 Spectral Width 8196.7
13 Lowest -1713.7
Freguency
14 Nudeus H

15 Acguired Size 32788
16 Spectral Size 65536
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Figure S114 3C NMR of 38 and 39
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P e Val o] — — D 0o M~LW0
S = & Roo? 380 ® OO ™~ O
1 Data File Mame C:/Users/ Sangit/ @ e LT I I o I O ST ] M~ L < <t O
Desktop/ shailesh/ o) M~ —~ G 1m_ (R s] Mo~ <0y
Sangt-SK-01-188(L5)/ WA wmw<tm ool — M~ M 0 St
2/ fid -H L I B 1.H_\.\M_1_ P P~ [~ [n Ny
2 Title Sangt-5K-01-188(L5) B ! | - "
C13CPD CDCI3 [ opt/
topspin/ nmrsu Sanagit/ |
JUME 13 nmrsu [0} w — W m 0 LN w
3 Origin Bruker BioSpin GmbH % % M ﬁ ~ W e ﬂ % E
4 Owner nmrsu (u] b _ P~ M [0} < [ -
[Te] N i LN (W] M M mM
5 Solvent Coal3 o = ! - ool ol
6 Pulse Zgpg30 | | Yo |
Sequence
7 Acquisition 2013-06-27T11:35:22
Date
8 Medification
Date
9 Temperature 298.4
10 Number of 128
Scans R e s e e e ENBS e et R e B o A L G e T B R B |
11 Spectrometer 100,61 162 158 154 140 136 132 128
Frequency f1 ﬁﬁ_—u__.:u
12 Spectral Width 24038.5
13 Lowest -1958.9
Freguency |
14 Nudeus 13C :
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16 Spectral Size 65536
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Figure S115'H NMR of 40
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Parameter
Data File Name

Origin

Cwner

Solvent

Pulse Sequence
Acquisition Date
Modification Date
Temperature

10 Mumber of Scans
11 Spectrometer

Freguency

12 Spectral Width
13 Lowest

Freguency

14 Nudeus
15 Acquired Size
16 Spectral Size

Value

C:f Users/ Sangit/
Desktop/ shaileshf Sangit-
SK-01-189{LS)/ 1/ fid

PROTONRO CDCI3 [ optf
topspin/ nmrsu Sangit,
JUME 13 nmrsu

Bruker BioSpin GmbH
FIMArsUy

cocl3

zg30
2013-06-28T08:32:40

298.2
16
400.13

8196.7
-1713.7

iH
32768
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Parameter Value
1 Data File C:f Users/ Sangit/ ﬂ ﬁ m m m E % o)) Q < w0
Name Desktop/ shailesh/ 01/ 00 O L0 mo ;o % S n m
Sangit-5K-01-18%9(L5 (01} 1] o wn ik gL
m__.ﬂ_w e ﬁ A m m maol o I~ w0 -
- — o P~ P~ ™l
2 Title Sangit-5K-01-189(L5) Y / S | Voo |
C13CPD CDCI3 { optf
topspin, nmrsu/
Sangit/ JUNE 13 nmrsu N ﬁ m m B %
3 Origin Bruker BioSpin GmbH m o O N <t b
4 Owner nmrsu m @ m m m n
5 Solvent CDCl3 — — - — e
6 Pulse zgpa30 I _ _ _ _ __ _
Sequence i
7 Acquisiion 2013-06-28T09:34:13
Date !
8 Modification i
Date | _ i
9 Temperature 298.4
10 Number of 308
Scans
11 Specirometer 100.61
Frequency I : J J X " : i i
12 Spectral 24038.5 150 145 140 1B5 130 125
Width f1(pp
13 Lowest -1958.9
Frequency
14 Nudeus 13C
15 Acquired Size 32768
16 Spectral Size 65536 |
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Figure S116 *3C NMR of 40
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