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Phdiazonium salt, Dry Styrene, Dry MeCN, 80deg, 2h, ether washed pale yellow solid
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BF 4 NAME  mani 12-07-2
H. PROGNO 1
N Date . 20170712
T Time 8.34
INSTRUM spect
|O PROBHD 5mm PABB
PULPROG " 2g30
3a SOLVENT  CD3Ch
NS
DS 0
SWH 8223.685 H;
O FIDRES  0.250967
AQ 1.9923444 se
RG 90.5
DW 60.800 use
DE 6.50 usec
TE 300.4 K
D1 1.00000000 se
TDO 1
======== CHANNEL 1
NUC1 1H
P1 14.50 usec
PL1 0.00 dB
PL1W  10.67551708
SFO1  400.1528010
sl 32768
SF 400.1500104 M
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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ether washed pale yellow solid

2h,

80deg,

Dry MecCN,

Dry Styrene,

Phdiazonium salt,
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4-MePhdiazonium salt, dry MeCN, styrene, 80deg, 2h, pale yellow solid
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NAME  mani 02-10-201
EXPNO 5

PROCNO 1

Date 20171002

Time_ 22.18 h

INSTRUM spect

PROBHD Z108618_0411

PULPROG 2930
32768

SOLVENT CD3CN

NS 30

DS 0

SWH 8802.817 Hz

FIDRES 0.537281 Hz

AQ 1.8612725 sec

RG 2.

DW 56.800 usec

DE 14.47 usec

TE 299.0 K

D1 1.00000000 sec

TDO 1

SFO1 400.1328009 M

NUC1 1H

P1 15.50 usec

Sl 131072

SF 400.1300112 MH:
EM
SSB 0

LB 0.00 Hz
GB 0
PC 1.00
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pale yellow solid

80deg, 2h,

styrene,

dry MeCN,

4-MePhdiazonium salt,
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4-MePhdiazonium salt,

dry PhCN, styrene, 80deg, 2h, bright yellow solid
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- NAME mani 05-10-2(
EXPNO 1
PROCNO 1
Date_ 20171005
Time 1211h
3c INSTRUM spect
PROBHD Z108618_041
PULPROG 2930
TD 32768
SOLVENT CD3CN
NS 30
DS 0
SWH 8802.817 H:
FIDRES 0.537281 F
AQ 1.8612725 se:
RG 103.36
DW 56.800 use(
DE 14.47 usec
TE 299.2 K
D1 1.00000000 se
TDO 1
SFO1 400.1328009 |
NUC1 1H
P1 15.50 usec
Sl 131072
SF 400.1300115 M
wDwW EM
SSB 0
LB 0.00 Hz
GB 0
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bright yellow solid

80deg, 2h,

styrene,

dry PhCN,

4-MePhdiazonium salt,
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4-tBuPhdiazonium salt , Styrene, Dry MeCN, 80deg, 2h, pale yellow solid
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pale yellow solid

2h,

80deg,

Dry MecCN,

Styrene,

’

4-tBuPhdiazonium salt
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Phdiazonium salt, styrene, Dry BuCN, 80deg, 2h, bright yellow solid

H NAME  mani 18-09
+ EXPNO 3
N PROCNO 1
= Date_ 20170918
Time 18.16 h
INSTRUM spec
PROBHD Z108618_(
3e PULPROG 293
™ 32768
SOLVENT cD3
NS 30
DS 0
SWH 8802.817
FIDRES  0.53728
AQ 1.8612725
RG 31.38
DW 56.800 u
DE 14.47 us
TE 299.6 K
D1 1.00000000
TDO 1
SFO1  400.13280(
NUCH 1H
P1 15.50 us¢
sl 131072
SF 400.1300111
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
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bright yellow solid

2h,

80deg,

Dry BuCN,

styrene,

Phdiazonium salt,
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Phdiazonium salt, styrene, Dry IBuCN, 80deg, 2h, yellow solid

BF: = NAME  mani 21-09-2
4 EXPNO 1
PROCNO 1
Date_ 20170921
H Time 16.09 h
+ INSTRUM spect
N PROBHD Z108618_04"
PULPROG zg30
= D 32768
SOLVENT cD3Ch
NS 30
DS 0
3f SWH 8802.817 H:
FIDRES 0.537281 }
AQ 1.8612725 se
RG 31.38
DW 56.800 use
DE 14.47 usec
TE 298.9 K
D1 1.00000000 se
TDO 1
SFO1  400.1328009
NUCH1 1H
P1 15.50 usec
S| 131072
SF 400.1300109 M
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
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yellow solid

2h,

80deg,

Dry IBucCN,

styrene,

Phdiazonium salt,
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Phdiazo, Sty, Dry CypCN, 80deg, 2h, ether washed bright yellow solid

NAME  mani 22-08-2018
2

EXPNO

PROCNO 1
Date_ 20180822
Time 4.47

1
INSTRUM spect
PROBHD 5 mm PABBO BB-

_Ili_’gLPROG 2930

32768
SOLVENT CD3CN BF‘ -
NS 37 4
DS 0
SWH 8223.685 Hz
FIDRES  0.250967 Hz H
AQ 1.9923444 sec +
RG 144 N
DW 60.800 usec
DE 6.50 usec 2
TE 299.2 K

D1 0 1 .000010000 sec

TDI

======== CHANNEL f1 ======== 3g
NUC1

P1 14.50 usec

PL1 0.00 dB

PL1W 10.67551708 W
SFO1 400.1528010 MHz

SI 32768

SF 400.1500106 MHz
WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00
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bright yellow solid

2h,

80deg,

dry cyclopropylnitrile styrene,

Phdiazonium salt,
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Phdiazonium salt, styrene, Dry PhCN, 80deg, 2h, orange solid

NAME  mani 18-09-2017
1

EXPNO
PROCNO 1
Date_ 20170918
Time 17.39 h
INSTRUM spect
o PROBHD Z108618_0411 (
BF PULPROG 2g30
4 U] 32768
SOLVENT CD3CN
H NS 30
+ DS 0
N SWH 8802.817 Hz
= FIDRES 0.537281 Hz
AQ 1.8612725 sec
RG 118.08
DW 56.800 usec
3 h DE 14.47 usec
TE 299.5 K
D1 1.00000000 sec
TDO 1
SFO1 400.1328009 MH
NUC1 1H
P1 15.50 usec
Sl 131072
SF 400.1300113 MHz
wWDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
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orange solid

2h,

80deg,

Dry PhCN,

styrene,

Phdiazonium salt,
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Benzenediazonium salt + 4-Bromostyrene with MeCN, 80deg 2hr
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Benzenediazonium salt + 4-Bromostyrene with MeCN, 80deg 2hr
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Benzenediazonium salt, 4-Chlorostyrene with MeCN, 80deg, 2 hours, white solid
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Benzenediazonium salt, 4-Chlorostyrene with MeCN, 80deg, 2 hours, white solid
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Benzenediazonium salt + 4-vinylbenzyl chloride with MeCN, 80deg 2hr
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Benzenediazonium salt + 4-vinylbenzyl chloride with MeCN, 80deg 2hr
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Benzenediazonium salt, 2,5-dimethylstyrene with Isopropyl nitrile, 80deg, 2 hours, white so
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Benzenediazonium salt, 2,5-dimethylstyrene with Isopropyl nitrile, 80deg, 2 hours, white solid
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Benzenediazonium salt, alpha-methylstyrene, 80deg, 2 hours, white solid
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Benzenediazonium salt, alpha-methylstyrene, 80deg, 2 hours, white solid
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Phdiazonium salt, dry MeCN, norborylne, 80deg, 2h, pale yellow solid
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NAME  mani 10-10-

EXPNO
PROCNO 1
Date 20171010
Time 19.30 h
INSTRUM spec
PROBHD Z108618_{
PULPROG 293
D 32768
SOLVENT cD3
NS 30
DS 0
SWH 8802.817
FIDRES  0.53728
AQ 1.8612725
- 3“ RG 31.38
DW 56.800 u:
DE 14.47 us
H-I' TE 298.9 K
D1 1.00000000
TDO 1
SFO1  400.13280(
BF .- NUCH 1H
4 P1 15,50 use
si 131072
SF 400.1300110
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
- Ll D =) TV~ O A| [©
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pale yellow solid

2h,

80deg,

dry MeCN, norborylne,

Phdiazonium salt,
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Phdiazonium salt, Dry benzonitrile, 110deg, 3h, purified

BRUKER
(<O

NAME mani 17-0%
5

EXPNO
PROCNO 1
Date_ 2017051(
Time 21.20
INSTRUM spec
PROBHD 5 mm PA|
PULPROG zg.
TD 32768
SOLVENT CD(
NS 30
DS 0
SWH 8223.68¢
FIDRES 0.2509€
AQ 1.9923444
RG 144
DE  Gaous
.50 us
S, 4h TE 299.9 K
D1 1.00000000
TDO 1
—~
N ======== CHANNEL
NUC1 1H
P1 12.65 us
PL1 -1.00d|

PL1W 13.43968(
SFO1 400.15280

Sl 32768
SF 400.150020¢
wDw EM
SSB 0

LB 0.30 Hz
0
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NAME  mani 08-02-2017
EXPNO 2
PROCNO 1
Date_ 20170208
Time 14.47
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30

5!

TD 65536
SOLVENT CDCI3
NS 125

DS 4

SWH 28409.092 Hz
FIDRES 0.433488 Hz
AQ 1.1534836 sec
RG 161

DW 17.600 usec
DE 6.50 usec
TE 297.6 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

-1.00 dB
PL1W 41.10960770 W
SFO1 100.6298717 MHz

CPDPRG2 waltz16

NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 15.50 dB
PL13 18.50 dB

PL2W 13.43968010 W
PL12W 0.30087695 W
PL13W 0.15079568 W
SFO2 400.1516006 MHz

Sl 32768

SF 100.6178044 MHz
WDwW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40
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Ph diazonium salt, phenyl acetylene, dry MeCN, sealed tube, 120deg, 3h, purified major spot
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NAME mani 03-10-2016
EXPNO 5
PROCNO 1
Date_ 20161003
Time 0.10
INSTRUM spect
PROBHD 5 mm PABBO BB
PULPROG 2930

TD 32768
SOLVENT CDCI3
NS 26

DS 0
N SWH 8223.685 Hz
FIDRES 0.250967 Hz
ey AQ 1.9923444 sec
RG 50.8
g\IIEV 660.%]0usec
.50 usec
L TE 301.2K
D1 1.00000000 sec
5 TDO 1
======== CHANNEL f1 ===z
NUC1 1H
P1 12.00 usec
PL1 -3.00 dB
PL1W 21.30045700 W
SFO1 400.1528010 MHz
Sl 32768
SF 400.1500192 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
LL,_ J A
1 s Sy ENL s B Sy IR S Sy ISR L L B
95 9.0 8.5 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
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Ph diazonium salt,

phenyl acetylene, dry MeCN,

—158.38
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sealed tube,

/

120deqg,

3h, purified major spot

25.25

NAME  mani 03-10-2016
6

EXPNO

PROCNO 1
Date_ 20161003
Time 20.15
INSTRUM spect

PROBHD 5 mm PABBO BB-
PULPROG zgpg30
65536

D
SOLVENT CDCI3
NS 100

DS 4
SWH 28409.092 Hz
;IDHES 0.433488 Hz

Q 1.1534836 sec
RG 322
DW 17.600 usec
DE 6.50 usec
TE 301.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13
P1 9.00 usec
PL1 -1.00 dB

PL1W  41.10960770 W
SFO1  100.6298717 MHz

======== CHANNEL {2 ========
CPDPRG2 waltz16

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00 dB

PL12 15.50 dB

PL13 18.50 dB

PL2W 13.43968010 W
PL12W 0.30087695 W
PL13W 0.15079568 W
SFO2 400.1516006 MHz

Si 32768

SF 100.6178078 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40
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Phdiazonium salt, Dry MeCN, Styrene, 80deg, 2h, ag.wkp-rt, 48h-purified bottom spot
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NAME  mani 04-07-2017

EXPNO 4
PROCNO 1
Date_ 20170704
Time 12.30
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2g30
TD 32768
SOLVENT DMSO
NS 30
N DS 0
- SWH 8223.685 Hz
FIDRES 0.250967 Hz
P ag 1.9923444 sec
90.5
OH DW 60.800 usec
'II?IIEE 6.50 llj(sec
300.4
6a Ph D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ======
NUC1 1H
P1 14.50 usec
PL1 0.00 dB
PL1W 10.67551708 W
SFO1 400.1528010 MHz
S| 32768
SF 400.1500068 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
) i ) )y .
L e e e e e B e e e e e I e o
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 pp!
- OoOINOO IO [Te}
S S|=|S(=|w S
o ™ NN (4p]
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Phdiazonium salt,

Dry MeCN, Styrene, 80deg,

40

133.78
130.32
128.70
128.48
128.21
127.83
127.50
125.77
125.72
124.12

o o
DY
AN (2
n <
- -

NS

145

180 170 160 150 140 130 120 110

2h, aqg.wkp-rt,
N
~
~ “OH
6a Ph

100

90

80

48h-purified bottom spot

40.17
40.13
39.96
39.92
39.75
39.71
39.50
39.29
39.08
38.87
21.21

|

70 60 50 40 30

NAME  mani 04-07-2017
EXPNO 5

PROCNO 1
Date_ 20170704
Time 12.40

INSTRUM spect
PROBHD 5 mm PABBO BB-

PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 55

DS 4

SWH 28409.092 Hz
FIDRES 0.433488 Hz
AQ 1.1534836 sec
RG 256

Dw 17.600 usec
DE 6.50 usec
TE 301.2K

D1 2.00000000 sec

D11 0.03000000 sec
1

======== CHANNEL {1 =====:
NUC1 13C
P1 9.00 usec
PL1 -1.00 dB
PL1W 41.10960770 W
SFO1 100.6298717 MHz
======== CHANNEL {2 =====
CPDPRG2 waltz16

uc2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 15.50 dB
PL13 18.50 dB
PL2W 13.43968010 W
PL12W 0.30087695 W
PL13W 0.15079568 W
SFO2 400.1516006 MHz

S| 32768
SF 100.6178491 MHz
W EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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ve'le—

88°€cl
G8'Gcl
96°G¢Cl
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wwwmwwmwwwwmewawww

|
110

120

140

170

10 4?)pm

90 80 70 60 50 40 30 20

100

130

150

160

180



1669
G6¢°L
66¢°L
0Le’L
SLeL
1ce’L
LeE’L
LEE'L
0LY'L
68t°L
Les’L
ove L
LGG"L
[AJ AV
€LLL
€8.°8

e

M LUUM n

1.0

1.5

2.0

:

45 40 35 3.0

7.0 6.5

ppm
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4-tBuPhdiazonium salt, dry MeCN, Styrene, 80deg, 2h, Ag.wkp 2 days rt

NTrrNOMNOWOONMNOOWOOO L ™ [To} 0
OO OTANOMNLLOMNL [0} <
QOO OONAN © N
MNMNMMMMMMMMMMMDM (9] -
N < T NLOMNOWUONMNOOOOL ™ NAME  mani 21-10-201;
- O D0 OITANOMNLOULOMN EXPNO 4
” © OV IITENONAN PROGNO 171031
[ MNMNMMMMMMMMMDM Time 14.42h
INSTRUM spect
PROBHD Z108618_0411
Ve TS\ e
N ™
< SOLVENT cDCI3
NS 30
O = g\?\IH 8882 817 Hz
OH FIDRES  0.537281 Hz
ag 1.886; 5525 sec
Ge O DW 56.800 usec
DE 14.47 usec
TE 298.5 K
D1 1.00000000 sec
TDO 1
SFO1  400.1328009 Mt
/\UMM : :
P1 15.50 usec
sl 131072
SF 400.1300175 MHz
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
79 78 77 76 75 74 73 ppm
N (9] ™ (22} [{e}
°’. A S e
o ™ - N -
M\J‘LL [ _ . JJ
e S e e e e e e s B e T o 0 L ey B B B
95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
NANM MO (=} <
A== Q '
OoOM ™~ AN|r- (42 (e}
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4-tBuPhdiazonium salt,

O T MNMOOATTITITITNOMNO®
VONMOITITANOMOMOLLMAN <t NO o [{e}
INCAOAOBRAIHN = S®© NGO ©
COSTr~ANONNONNOL D N @® Q 1
OITTTOOANANANANANAN ™ N O o < - o
T T Y Y T ™Y™Y '™ ™Y™Y T NNMNDM M N

NAME  mani 21-10-2017

EXPNO 5

PROCNO 1

Date_ 20171021

Time 14.52h

INSTRUM spect

PROBHD Z108618_0411 (

PULPROG zgpg30

D 65536

SOLVENT CDCI3

NS 136

DS 4

SWH 28409.092 Hz N

FIDRES 0.866977 Hz ~3

AQ 1.1534836 sec

s .

17. usec

DE 6.50 usec OH

TE 299.1 K

D1 2.00000000 sec Be

D11 0.03000000 sec

TDO 1

SFO1  100.6258487 MHz

NUC1 13C

P1 10.50 usec

S| 32768

SF 100.6127745 MHz

WDW EM

SSB 0

LB 3.00 Hz

GB 0

PC 1.40

al mwnMWWWMmMMMWWM%WWMWMMWJ Wit My Sty oy
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm

dry MeCN, Styrene, 80deg, 2h, Ag.wkp 2 days rt
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Phdiazonium salt, dry BuCN, Styrene, 80deg, 2h, Ag.wkp 3 days rt

OOMNOIOTTOOMOVDOOONMNTLO®O Y] NN O OLNOOO ™ MMO ™
rONOUSTSOOONOONATM o < NSO rONLISANOLM
QOAUUUIILIITTNNNOAN 0 QQQ 9 MO0
ONMNMNMMMMMNMMMMMMNDMN Te) MmMmom il i ol ol o S
NAME mani 18-10-2017
EXPNO 1
PROCNO 1
Date_ 20171018
Time 12.16 h
INSTRUM spect
PROBHD Z108618_0411 (
PULPROG zg30
TD 32768
SOLVENT CDCI3
NS 30
DS 0
SWH 8802.817 Hz
FIDRES 0.537281 Hz
N ag 1.896: 3325 sec
=~ DW 56.800 usec
DE 14.47 usec
TE 298.9 K
= OH Di 100000000 sec
SFO1 400.1328009 MHz
Bf NUC1 1H
P1 15.50 usec
Sl 131072
SF 400.1300186 MHz
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
[ I o B B e B B B ) B I I B S B |
95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
o| [~ |01 (o) N~ - Te)
Qli=ielee ! Q < Q
™| NN AN o (9] AN (42}
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Ag.wkp 3 days rt

2h,

Styrene, 80deg,

dry BucCN,

Phdiazonium salt,

awevL—

8cL'Ilc—

1819 —

ove vzl
600921
852'9z1
891221
28521 /
ByL8Th
850°621 \
¥89'621
8ve 081
622251
wS.NS\
298 byl
16LYSL —

OH

"Q

wJLuW ctrenmimetmrsmsinimosiol et

ppm

180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20

190
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Phdiazonium salt, dry iBuCN, Styrene, 80deg,

8.060
8.039
7.612
7.594
7.575
7.545
7.527
7.517

|
|

7.507
7.496
7.486

7.475
7.419
7.402
7.328
7.318
7.240

2h,

—5.255

ag.wkp,

rt,

3days

—_-1.439

-1.422

NAME  mani 04-11-2017
EXPNO 1

PROCNO 1
Date_ 20171104
Time 19.26 h
INSTRUM spect
PROBHD Z108618_0411 (
PULPROG 2930
TD 32768
SOLVENT CDCI3
NS 30
DS 0
SWH 8802.817 Hz
FIDRES 0.537281 Hz
AQ 1.8612725 sec
RG X
DW 56.800 usec
DE 14.47 usec
TE 298.7 K
D1 1.00000000 sec
OH TDO 1
6 SFO1 400.1328009 MHz
g NUC1 1H
P1 15.50 usec
Sl 131072
SF 400.1300178 MHz
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
T e L B B B L L L T
9 8 7 6 4 3 2 ppm
O| [ o 7o) N
Ql(eeee Q Q v
™ [ ANIAN[ANAN - - o
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80deg, 2h, ag.wkp, rt, 3days

Styrene,

dry iBuCN,

Phdiazonium salt,

¢G8'0c—

clo’te—

159'9L
mS.EV
€62°LL

giLevel
626°GCl
190°9¢}

8€6°9¢1L
L6271
ooLeclt N
LEL'6CL
oot oct
09¢¢ccl
166°2vL \
9tr9°¢rli
€96°'8G1 —

ppm

180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20

190

S46



IllUuld4UllLull SdllL, ULy CypLUlN, OLylLElle, ouvucy, 4ll, dy.WKhp, LL, oUudys

"FO 0O ANLITHAINLOOANNMNMNOMNOOANIDOLHO OO OOV OWOLULOMNMNTOOTTNMNOTY
YDOOVOITATODOIMNOOLIT O TrrOO00OMmLO NOLODOATTOOLOLUOLOOOOONMNNMNOO
10O IIIIILIILIITIONNOANNNN® CQUOVWOVOoooMmMMNMMAr"TQQQQQ
~=cMNMMMMMMMMMMMMMMMMMMMMNMMMNW aANANANANANAN""T"T"T"FrFTFT™7T™TrTr T

NAME  mani 07-

EXPNO
PROCNO
Date_ 201711
Time 11.35
INSTRUM sp
PROBHD Z10861:
PULPROG
TD 32768
SOLVENT Cl
NS 30
DS 0
SWH 8802.8
FIDRES 0.537
AQ 1.86127:
RG 103.36
DW 56.80C
DE 14.47
TE 298.9 |
D1 1.000000(
TDO 1
SFO1 400.132¢
NUC1 1H
P1 15.50 1
Sl 131072
SF 400.13001
WDW EN
SSB 0
LB 0.00 F
GB 0
PC 1.00
U 1L \\u

L e ) L I I L L L L L N L IR

95 90 85 80 75 70 6.5 40 35 30 25 20 15 1.0 ppm

6.0 5.5 5.0 4.5
o|[v(<| 0o ﬁwf ) N (©
o|ol~ole o) o ol |~
ol o - ol
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saays

411, dg.wKkp, rLL,

oLyrelie, ovaeg,

ary Ccypun,

rrnalLdzorniLull satie,

IWS'6—
1S6°HL—

€29°9.
)//

066792
mom.m& s

SLEvel
€69°G¢Cl

LEEOCI
61L9°9¢Ct /
g€er'ect
GL0°6¢Ct W
€89'6¢1
¢v6'6¢ _.\
L1E0EL
g€ceeel

A1 aadt
6EG VSl —

180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

190
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Phdiazonium salt, dry MeCN, l-octene, 80deg, 2h, ag.wkp, rt, 3days

AANOODOANOT AN ™LOO (2] OO IT OO TN TTITONLOONMNOOM O ® ™
mFOLLMONrmrOOVOITM < TANONMNOSTAN VN ANOVOWOMNOLOOLST ML
R EEEEREERRARR S SSS0EEBHENIITITNONNNNNNN® D
ONMNMNMMNMMMMMMNDM < MO MOANr """ "“YTrrrYrrrrYrrrrr 0O

e ——\——

|
§

NAME  mani 13-11-2017
2

EXPNO
PROCNO 1
Date_ 20171113
Time 11.12h
INSTRUM spect
PROBHD Z108618_0411 (
N PULPROG 2g30
= D 32768
SOLVENT CDCI3
NS 30
DS 0
o SWH 8802.817 Hz
OH FIDRES 0.537281 Hz
AQ 1.8612725 sec
DW 56800
R usec
6i (CH2)sCHy D e
| TE 298.7 K
D1 1.00000000 sec
TDO 1
SFO1  400.1328009 MH:
NUC1 1H
P1 15.50 usec
s 131072
SF 400.1300181 MHz
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
e AL il l " L 1
9 8 7 6 5 4 3 2 1 0 ppm
< o (M o0} (e} N (OO ||
Qe e < Q|2 = NN
|v| [N - (9] (o] ANNNNIM
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Phdiazonium salt, dry MeCN, l-octene, 80deg, 2h, ag.wkp, rt, 3days

M= O N ™M
0w - A +~O <t OO —OWoHWwNAN
AN O O©OOoOOMmOo O M O MOMANOLOLANM
SO - N~NOO M &G QOEMNWYQQ
n<g < NANANAN N © © —roOOLANS T
- - - NNDMN O ANANANANAN ™
NAME mani 13-11
EXPNO 4
PROCNO 1
Date_. 20171113
Time 15.49 h
INSTRUM spec
PROBHD Z108618_
PULPROG zgp¢
™ 65536
SOLVENT CDC
NS 797
N DS 4
SWH 28409.09:
A FIDRES  0.86697
AQ 1.1534836
RG 212.49
DW 17.600 u
o DE 6.50
X use
OH TE 299.3 K
Di1  0.05000000
: TDO 1
6i (C H Z }SC HS SFO1  100.62584t
NUCH 13C
P1 10.50 ust
sl 32768
SF 100.6127703
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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Phdiazonium salt, dry PhCN, Styrene, 80deg, 2h, ag.wkp, rt, 3days bottom spot

NAME  mani 11-11-
1

EXPNO

PROCNO 1
Date_ 20171111
Time 17.14 h
INSTRUM speci
PROBHD Z108618_(
PULPROG zg3!
N Ph ggLVENT 3276306‘

™ NS 3

DS 0
SWH 8802.817
FIDRES  0.537281
e AQ 1.8612725 ¢

OH RG 143.54
DW 56.800 us
DE 14.47 use

. Ph TE 298.6 K
6 ] D1 1.00000000

TDO 1
SFO1  400.132800

NUCH 1H
P1 15.50 use

si 131072
SF 400.1300173

WDW EM

SSB 0
LB 0.00 Hz

GB 0

PC 1.00

|“\4L

T o I o B s e 0 B s o e L e A L e o e s
9.5 9.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 s

8.5 8.0 7.5 7.0
cij/ﬁwﬁ ~
O00O=O = 0O (o]
ol o

S51



Phdiazonium salt, dry PhCN, Styrene, 80deg, 2h, ag.wkp, rt, 3days bottom spot
OO OOTOITION T O
DOV~ OITOVDODNT+MNOM T OO
COMAANMWT < O©®O LW - O =
COMNANOIIDION O F M 0 9
DIFTFTONOOAANANANNANAN N © ©
Al ol Sl ol ol R o O NN~

SIS SN N4

NAME  mani 11-11-201
2

EXPNO

PROCNO 1
Date_ 20171111
Time 17.30 h
INSTRUM spe

pect
PROBHD Z108618_0411

PULPROG zgpg30

N FD h D 65536
SOLVENT CDCI3
fc NS 250
DS 4
SWH 28409.092 Hz
’_,_.-* FIDRES 0.866977 Hz
OH AQ 1.1534836 sec
RG 212.49
Dw 17.600 usec
DE 6.50 usec
6 H P h TE 299.1 K
J D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6258487 Mi
NUC1 13C
P1 10.50 usec
Sl 32768
SF 100.6127735 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40

JJ Mmoo

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppn

S52



888 —

v8c'c—

moo.ﬁ
m_.o.ﬁ
hNo.j
mmo.h)
(X 7AYA

vee'L
8G¢L
9.¢°L
¢8c’L
68¢°'L
ceeL
vee L
1GEL
€6e°L
69¢€°L
clLEL
LIv'.
Lev'L
9er°L
6EV°'L
GqGYv°L
8Gt°L
065°.
¢6G°L
609°L

e

L

ppm
S53

-
Q
(o}

|

L\\\
oﬁ@
- M
- <

;

)
-
N
-—

.



10°0C—
9¢’'cc—

9G'€G—

ov°6¢l
¢8'9¢!L \
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<Z—kn rnaiazonium salt, aAry MecN, osStyrene, ocvaeqg, «4n, puriried
NDMNMOMNOIODOVDOONDT OO 0N OO®D [Te]
QOO TTFOOMNOODATFIHIONDOITITrrONOM A
CUULTrTrmORAONNOOOOIIAN S
WWOWOWMWMOWMOVMMOVMAONMNNMNMMMMMMMMNMDM ™
\\n\n\!\\w\\/ﬂ%/ NAME  mani 30-10-2017
EXPNO 1
PROCNO 1
Date_ 20171030
Time 14.55h
INSTRUM spect
PROBHD Z108618_0411 (
PULPROG 2930
TD 32768
SOLVENT CDCI3
NS 30
D! 0
SWH 8802.817 Hz
FIDRES 0.537281 Hz
AQ 1.8612725 sec
RG 133.5
DW 56.800 usec
DE 14.47 usec
TE 299.1 K
D1 1.00000000 sec
TDO 1
SFO1 400.1328009 MHz
NUC1 1H
P1 15.50 usec
Sl 131072
SF 400.1300180 MHz
WDW EM
SSB 0
LB 0.00 Hz
8 GB 0
PC 1.00
| D SN
L B B B B B B L B S L S
10 9 8 7 6 5 4 3 2 1 ppm
IO OO [0}
GRS S
O AN+ (4]
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2—Ph Phdiazonium salt, dry MeCN, Styrene, 80deg, 2h, purified

o ANNTITTOODOTANNMNANO®
(4] OMWOWWMVMOOWOOWMMNO (0 N o I O N~
% EINCNOARQN NG = o~ =
o) OANODONOOLMAN N “
n FTOOANANANANANANANANAAN N O O (2]
- Ll ol iR Sl I i i I NMNDM N
NAME mani 30-10-2017
EXPNO 2
PROCNO 1
Date_ 20171030
Time 15.00 h
INSTRUM spect
PROBHD Z108618_0411 (
PULPROG zgpg30
N TD 65536
SOLVENT CDCI3
NS 61
H‘H"- DS 4
SWH 28409.092 Hz
FIDRES 0.866977 Hz
AQ 1.1534836 sec
RG 212.49
DW 17.600 usec
DE 6.50 usec
TE 299.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6258487 MH:
NUC1 13C
P1 10.50 usec
Sl 32768
SF 100.6127741 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40

=

WWWMWWWW%WWWWMWWWWMMW

LR L B I L B L B L L L B I I I I

170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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2-SMePhdiazonium salt, dry PhCN, Styrene, 80deg,

NVNTOOMNOLOLLOLTOOOO WO 0 N
DO MNOLULOOMNMNOOOMNOLOOLLOOTM
SCOCCO0RRARVIIILIILINON MO
WMOOOOWMOMNMMMMMMMMMMMMMNM

2h, purified

1.691

NAME  mani 03-11-2017

EXPNO 2
PROCNO 1

Date_ 20171103
Time 15.14 h
INSTRUM spect
PROBHD Z108618_0411 (
PULPROG 2930

TD 32768
SOLVENT CDCI3
NS 19

DS

SWH
FIDRES

Lt

0
8802.817 Hz
0.537281 Hz
1.8612725 sec
143.54
56.800 usec
14.47 usec
298.7 K
1.00000000 sec
1

400.1:3%'8009 MHz
15.50 usec
131072
400.1300189 MHz
EM
0
0.00 Hz
1.00

L e O L L B

9 8 7 6
AN O 0w
Qe =L
M- < v~

AL

5 4

T T T T T T T T

1

L L I S L

PPmM
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2—SMePhdiazonium salt, dry PhCN, Styrene, 80deg, 2h, purified

AN o o hNOOMUO ST
< - NOMOMOOL O OO AN <
< r QU ANr- AL QI
0 < LMNOWONOLI M M o0 ©
o 0 DO OMOANANNANANAN N O O
- - "TFrrrTrrTrrTrrTET-T N~NNN
NAME  mani 03-11-2017
EXPNO 3
PROCNO 1
Date_ 20171103
Time 15.20 h
INSTRUM spect
PROBHD 2Z108618_0411 (
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 78
DS 4
SWH 28409.092 Hz
FIDRES 0.866977 Hz
AQ 1.1534836 sec
RG 212.49
DW 17.600 usec
N DE 6.50 usec
TE 299.1 K
‘\‘ D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6258487 MHz
S NUC1 13C
P1 10.50 usec
Sl 32768
g SF 100.6127743 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40
\MWWWHWMWWW
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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2-methyl quinoline, purified brown wviscous oil

DO ANOVDOANNOODOMNIIONITNOOMOMO [{e}
VOTANOMNLLTTOOMNOOOMNOMOMNOL (Lo}
QNN OVOEOLVITINNOAS - = ©
MNMNMMMMMMMMMMMMMMMMMMDM (9]

NAME  mani 01-06-2018

EXPNO 1
PROCNO 1
Date_ 20180601
Time 13.16 h
INSTRUM spect
PROBHD Z108618_0411 (
PULPROG 2930
TD 32768
SOLVENT CDCI3
NS 16
DS 0
SWH 8802.817 Hz
FIDRES 0.537281 Hz
AQ 1.8612725 sec
RG 31.38
DW 56.800 usec
DE 14.47 usec
by TE 299.3 K
D1 1.00000000 sec
TD 1

0
SFO1  400.1328009 MHz
NUCT 1H

‘_’_.-" P1 1550 usec
sl 131072

SF 400.1300186 MHz
w EM

SSB 0
LB 0.00 Hz
GB 0
PC 1.00
A L U L M A R
95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
oMV (=2}
c_o_o_c\:_\:(o_ -
=== ™0
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quinoline,

purified brown viscous oil

[o0] N~ TOMWOLWOMNT
™0 o DM MNOOWNO (=24 [{e}
N Q@ QAONAIN - N
0 N~ DOOMNOLO "o -
7o) < MO ANANANANNAN 4 [Te)
- - -FrrrTrrreoT N~ N~ (3}

NAME  mani 01-06-2018 ‘ ‘ \\\\ /// \‘/

EXPNO 2

PROCNO 1

Date_ 20180601

Time 13.21h

INSTRUM spect

PROBHD Z108618_0411 (

PULPROG zgpg30

D 65536

SOLVENT CDCI3

NS 62

DS 4

SWH 28409.092 Hz

FIDRES 0.866977 Hz

AQ 1.1534836 sec

RG 212.49

g\é\l 167.6000 usec

.50 usec

TE 299.7 K e

D1 2.00000000 sec

D11 0.03000000 sec

TDO 1 1 a

SFO1 100.6258487 MHz H_’__,-

NUC1 13C

P1 10.50 usec

Sl 32768

SF 100.6127859 MHz

WDW EM

SSB 0

LB 3.00 Hz

GB 0

PC 1.40

WW W-J‘-v‘nwfn.““ e A — % s W o AR AN ooy
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppn
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2-butylquinoline, pale yellow oil

DONDILTNOONDTOOD 0N © 000 OOrAMTr—N
OODONOTONOOMITONIT OO DTN NOTANOONO®
OOOONNOOVOOVOOWOSTETTNANN NG ©WHOOMOONOOD
WOOBONNNNNNNNNNNNNN AN rrrrrrrr O
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NAME  mani 14-12-
PNO 1

PROCNO 1
Date_ 20171214
Time 1450 h
INSTRUM speci

PROBHD Z108618_(
PULPROG 293!
TD 27!

32768
SOLVENT CDCI
NS 30

DS 0
SWH 8802.817
N FIDRES 0.537281
NS ég 1 .sgszzzs ¢
DW 56.800 us
DE 14.47 use
12b TE 299.0 K
D1 1.00000000
e TDO 1
SFO1 400.132800
NUC1 1H
P1 15.50 use
S| 131072
SF 400.1300184
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
. L
e o e e e e o B e e e s e o L e o B
95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
O |N|AN N N -
SRS S - -
AN y™|v=|v=| vy (q} AN (42 ]
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pale yellow oil

2-butylguinoline,
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2—-isopropyl quinoline, pale yellow o0il, purified

NOODOLULOTOOMOLANOT™MOL O MM O™ < N~
OTrOrOVLLOMOO+-r~INO DO HNOVOITAN O © ©
CQQANQOUOVOVOVOVVOTIITAN ANANANANAN - N
WOONMNNMNNMNNNMNNNMNMNMNNMNNMNNMNNMNNNDN NOOOMOMOMO®M -
NAME  mani 1-12-2017
EXPNO 1
PROCNO 1
Date_ 20171201
Time 14.05 h
INSTRUM spect
PROBHD Z108618_0411 (
PULPROG 2930
TD 32768
SOLVENT CDCI3
N NS 22
I:S)\?VH 88(?2817H
. Z
HH"" FIDRES 0.537281 Hz
AQ 1.8612725 sec
RG 31.3
DW 56.800 usec
_'_,-" c DE 14.47 usec
TE 298.5 K
D1 1.00000000 sec
TDO 1
SFO1 400.1328009 MHz
NUC1 1H
P1 15.50 usec
S| 131072
SF 400.1300178 MHz
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00
L L B o I ey e B L B Ly B I I B L
95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
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2—isopropyl quinoline, pale yellow o0il, purified
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NAME mani 1-12-
EXPNO 2
PROCNO 1
Date_ 2017120
Time 1411 h
INSTRUM spet
PROBHD Z108618_
PULPROG zgp:
D 65536
SOLVENT CD(
NS 79
DS 4
B, g
~ AQ 1.1534836
RG 212.49
DW 17.600 L
DE 6.50 us
_'_,-" C TE 299.1 K
D1 2.00000000
D11 0.0300000(
TDO 1
SFO1  100.62584
NUCH1 13C
P1 10.50 us
sl 32768
SF 100.612785:
wDwW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40
L. Jb.) e Y o
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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2-phenyl quinoline, purified off-white solid

NAME  mani 28-11-2017

EXPNO 1
PROCNO 1
Date_ 20171128
Time 19.12h

INSTRUM spect
PROBHD Z108618_0411 (

PULPROG 2930
™D 27
SOLVENT cDci3
NS 30

DS 0
SWH 8802.817 Hz
FIDRES 0.537281 Hz
AQ 1.8612725 sec
RG 118.08
DwW 56.800 usec
y DE 14.47 usec
TE 298.8 K
D1 1.00000000 sec
TDO 1
1 2 d SFO1  400.1328009 MHz

,,-r"f NUC1 1H
P1 15.50 usec
sl 131072
SF 400.1300178 MHz
WDW EM
SSB 0
LB 0.00 Hz
GB 0
PC 1.00

L ) e O L O L A I L LN

95 9.0 85 8. 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm

0 75
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2-phenyl quinoline, purified off-white solid
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NAME  mani 28-11-2017
EXPNO 2

PROCNO 1
Date_ 20171128
Time 19.18 h

INSTRUM spect
PROBHD 2Z108618_0411 (

PULPROG zgpg30

TD 65536

SOLVENT CDCI3
80

NS
DS 4
SWH 28409.092 Hz
FIDRES 0.866977 Hz
AQ 1.1534836 sec
RG 212.49
DW 17.600 usec
DE 6.50 usec
N TE 299.4 K
D1 2.00000000 sec
. D11 0.03000000 sec
i
1 100.6258487 MHz
1 2 d NUC1 13C
P1 10.50 usec
“ s| 32768
SF 100.6127741 MHz
WDW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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