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

NAME  mani 17-05-2017
5

EXPNO
PROCNO 1
Date_ 20170516
Time 21.20
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 32768
SOLVENT CDCI3
NS 30
DS 0
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 1.9923444 sec
g\(’iv 144
60.800 usec
N Ph DE 6.50 usec
N TE 299.9
D1 1.00000000 sec
N TD! 1
~
======== CHANNEL f1 ======
Bh 3a NUCH 1H
1 12.65 usec
PL1 -1.00 dB
PL1W 13.43968010 W
SFO1 400.1528010 MHz
S| 32768
SF 400.1500204 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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3h, purified

110deqg,

Dry benzonitrile,

Phdiazonium salt,
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o O " rITrr OO OMNMNL
M OO OrnOYo0Q - o~
0B O rONMOOOW®DWr M9 Q NAME  mani 08022017
(Te) O IOV OMOOMOOANANNANANAAN N O © EXPNO 2
- ~ YT T T Ty NNDM PROCNO 1
Date_ 20170208
Time 14.47
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 125
DS 4
SWH 28409.092 Hz
FIDRES 0.433488 Hz
A 1.1534836 sec
RG 161
DW 17.600 usec
_IIZ_)E 6.50 Lll(sec
297.6
N Ph D1 2,00000000 sec
AN D11 0.03000000 sec
TDO 1
~ N :lij=(?==== CHANNCEL f1 ========
1 13
3a P1 9.00 usec
Ph 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
Sl 32768
SF 100.6178044 MHz
wbw EM
SSB 0
LB 1.00 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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4-Carbethoxy Phdiazonium salt, Dry PhCN, 110deg, 3h, purified
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NAME mani 29-05-20"
EXPNO 2

PROCNO 1
Date_ 20170529
Time 14.44
INSTRUM spect
PROBHD 5 mm PABBO
PULPROG 2g30
TD 32768
SOLVENT CDCI3
DS o
N\ Ph SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 1.9923444 sec
~ N RG 90.5
EtO,C DW 60.800 usec
DE 6.50 usec
P h 3b TE 303.2K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 =
NUC1 1H
P1 12.65 usec
PL1 -1.00 dB
PL1W 13.43968010 V!
SFO1 400.1528010 M
Sl 32768
SF 400.1500190 MH
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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4-Carbethoxy Phdiazonium salt, Dry PhCN, 110 deg, 3h, purified major spot

DOV TT<TOMNOFTITITITTOAN NAME  mani 27-02-2017

ONNONFTmOOQMOm TN OO N @ Q PROCNO %

OBWrEFNNAT-rOOOD®W®M®NO no e 0 “ Date_ 20170227

QO OUOLMOMOOMHOMOOMOOOANNANANAN NN - < |Tr'|'§1$num 15.2990‘

bl ol ol o ol o o o o ol o o o o ol NMNDMN [Te]) *~— PROBHDSmmPpABBOBB-

\ \ . \\\N/// \ / ‘ PULPROG  2zgpg30
D 655
SOLVENT cDCI3
NS 679

DS 4
SWH 28409.092 Hz
iIDRES 0.433488 Hz

Q 1.1534836 sec
RG 114
bDw 17.600 usec
DE 6.50 usec
TE 297.7 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
:IT.I=C===== CHAN;ICEL f1 =======:
1 1
N Ph P1 9.50 usec
\\r PL1 22.10dB
PL1W 52.95943451 W
—~ N SFO1 100.6298717 MHz
EtOZC 3b E;:;;;EECHANNIEL f62 =======:
waltz1

Ph NUC2 1H
PCPD2 80.00 usec
PL2 -3.00 dB
PL12 13.48 dB
PL13 18.50 dB

PL2W 21.30045700 W
PL12W 0.47905898 W
PL13W 0.15079568 W
SFO2 400.1516006 MHz

SI 768

SF 100.6178001 MHz
wWDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

B I I I I I I A B R AR RN R
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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4-COPh diazonium salt, Dry PhCN, 110deg, 3h, purified
OMNM™"TO O A™TNOULOUMNMANASMOO
NrorodNoRTANNOOLT AN DD
BWBOOOBBOMNNMNNMNNMNNMNNMNNMNNMNNNN
NAME  mani 27-05-2017
EXPNO
PROCNO
Date_ 20170527
Time 17.58
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
N Ph SOLVENT % egncw
N DS 0
Ph _N FIDRES  0.260067 Hz
AQ 1.9923444 sec
30 g\?v 6(}68100usec
O Ph DE 6.§0usec
TE 302.1 K
D1 1.00000000 sec
D 1
=====z== CHANNEL f1 =======
NUCH 1H
P1 12.65 usec
PL1 -1.00 dB
PLIW  13.43968010 W
SFO1  400.1528010 MHz
sl 32768
SF 400.1500200 MHz
WDwW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
b LA A
L o 0 LA e e T [ e o e B B e o B e B
9.5 9.0 8.5 8.0 . 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 ppn
[se IR § N T oD
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3h, purified

110deqg,

Dry PhCN,

4-COPh diazonium salt,
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4-COPh-Phdiazonium salt,

195.32

200

169.78

161.77

153.63

137.53

dry benzonitrile,

137.09

136.99

135.72

133.61

132.88

131.24

110deg,
NDDWOMMOAN
OIS NCMmMaN
QOO0
OOMOOOANANAA
Al ol ol i el o

3h, purified off-white solid

128.66

128.48

120.80

NS m=sNe——
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NAME  mani 04-04-2017
EXPNO 2

PROCNO 1
Date_ 20170404
Time 12.15
INSTRUM spect

PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 65536
SOLVENT CDCI3
NS 794

DS 4

SWH 28409.092 Hz
FIDRES 0.433488 Hz
AQ 1.1534836 sec
RG 203

Dw 17.600 usec

DE 6.50 usec

TE 301.9 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHANNEL f1 ========
NUC1 13C

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

S| 32768

SF 100.6177982 MHz
w EM

SSB 0

LB 1.00 Hz
GB 0
PC 1.40

A A A o

B I I I I I B N N R RN EARRR RN
170

80 70

40
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8.692
8.683
8.482
8.478
8.213

4-CNPh-Phdiazonium salt,

8.191

7.993
7.989
7.971

7.967
7.856

7.851

7.842

7.832
7.645
7.640
7.632

7.619

7.538
7.531

7.522

7.240

SRR e

dry benzonitrile,

110deg,

3h, purified off-white solid

NAME  mani 04-04-2017

EXPNO
PROCNO 1
Date_ 20170404
Time 13.02
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
™ 32768
ﬁCS)LVENT cDCI3
N Ph DS 0
A SWH 8223.685 Hz
T s | et
N RG 181
NC DwW 60,800 usec
Ph 3d TE 019K
D1 1.00000000 sec
D 1
======== CHANNEL {1 ========
NUCH 1H
P1 12.00 usec
PL1 23.00 dB
PL1W  21.30045700 W
SFO1  400.1528010 MHz
sl 32768
SF 400.1500174 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
S L B o o B T T e S L A e B T T AL e e e B TR e o B I B an e B S
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 ppn
<O D Mr=TFOM
S EREEEEELS
ANIO| [v™[=CNMM
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purified off-white solid

3h,

110deg,

dry benzonitrile,

4-CNPh-Phdiazonium salt,

o

ph 3d
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4-CNPh-Phdiazonium salt, dry benzonitrile, 110deg, 3h, purified off-white solid

O O OTrONrMOMONOOOT O©®

O T ANTOOODONNFrroOr-A® N O ,

0O AN ONOTNOIT+-OOOGWWTT 0O Mmoo NAME , mani 01-04-2017
© O LLOMOHNONOOOANNNNT™ NN O PROCNO 1
- T T YT YT T NNDMN Date_ 20170401

Time 17.10
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 609
DS

4
SWH 28409.092 Hz
iIDRES 0.433488 Hz

Q 1.1534836 sec
RG 256
B\é\l 17.600 usec
6.50 usec

N\ Ph TE 302.3K
D1 2.00000000 sec
D11 0.03000000 sec

_N TDO 1
NC
3d ======== CHANNEL f1 ========

Ph NUC1 13C
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

S| 32768

SF 100.6177997 MHz
wWDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

B T I I I I I I I I N A I I R R
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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4-CF3 Phdiazonium salt, Dry PhCN, 110deg, 3h, purified

8.713
8.705
8.695
8.410
8.256
8.234
8.046
8.024
7.878
7.875
7.871
7.869
7.636
7.629
7.534
7.525
7.240

ESS )  ——

NAME  mani 06-03-2017

EXPNO 1
PROCNO 1
Date_ 20170306
Time 18.19
INSTRUM spect

PROBHD 5 mm PABBO BB-
PULPROG 2930
D 27

3
SOLVENT CDCI3
NS 16

DS 0
SWH 8223.685 Hz
N\ Ph FIDRES  0.250967 Hz
\r AQ 1.9923444 sec
RG 144
N DW 60.800 usec
F C DE 6.50 usec
3 TE 298.3 K
Ph 3e D1 1.00000000 sec
TDO 1
======== CHANNEL f1 =======
NUC1 1H
P1 12.00 usec
PL1 3.00 dB

PLAW  21.30045700 W
SFO1  400.1528010 MHz

S| 32768
SF_ 400.1500172 MHz
wbw EM
SSB 0
LB 0.30 Hz
GB
PC 1.00
J; S— A
T T T T T T T T T T [ T T [ e [
95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm

o (o|s|m|x(0|m
clerleeree

ANl (™™ ANMM
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3h, purified

110degq,

Dry PhCN,

4-CF3 Phdiazonium salt,

N\\rPh

N

FsC

Ph 3e

ppm
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4-CF3 Phdiazonium salt, Dry PhCN, 110deg, 3h, purified

NAME  mani 06-03-2017

T NNMNOOMOOTONTITITNATOLMO EXPNO Py
MOAANTOrUOEr"mmOOONOS - OMN Qs PROCNO 1
OrMONOroOOO 0 000N Moo Date_ 20170306
QOO MM OMOOMOOANANANANANANANANNANAN NO OO INSTRUM "spect
™ Y T T Y™ Y Y™ Y™ Y™ Y ™ Y Y™ Y Y™ Y™™ Y Y™ T T NNMNDM PROBHD 5 mm PABBO BB—
PULPROG zgpg30
D 65536
SOLVENT cDCI3
NS 1000
DS 4
SWH 28409.092 Hz
FIDRES  0.433488 Hz
AQ 1.1534836 sec
RG 114
DW 17.600 usec
DE 6.50 usec
TE 208.7 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
N Ph =z=zz=== CHANNEL f1 ========
\\|/ NUCH 13C
pL P00 dE
1 1.
F.C N PL1W  41.10960770 W
3 SFO1  100.6298717 MHz
Ph 3e ======== CHANNEL 2 ========
CPDPRG2  waliz16
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 100.6178019 MHz

meo o

LB 1.00 Hz

GB 0

PC 1.40
AR vl JNW‘MW
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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4-F Ph diazonium salt, Dry PhCN, 110deg, 3h, purified white solid

NAME  mani 23-04-2017

EXPNO 4
PROCNO 1
Date_ 20170423
Time 18.41

INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930

7!

TD 32768
SOLVENT CDCI3
30

NS
DS 0
SWH 8223.685 Hz
N Ph FIDRES  0.250967 Hz
NN AQ 1.9923444 sec
RG 161
N DW 60.800 usec
Z DE 6.50 usec
F TE 299.5 K
3f D1 1.00000000 sec
P h TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 12.00 usec
PL1 -3.00 dB

PL1W 21.30045700 W
SFO1 400.1528010 MHz

Sl 32768

SF 400.1500176 MHz
WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

N 1 | SN

LR O O B L I L B B I AN

12 11 10 9 8 7 6 5 4 3 2 1 ppm
Fﬁﬁfn)mwm
oo|loo|~|o|o
Allvlal~rd e
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purified white solid

3h,

110deqg,

Dry PhCN,

4-F Ph diazonium salt,

_

ppm

5.5

6.0
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4-F Ph diazonium salt, Dry PhCN, 110deg, 3h, purified white solid
TOMOULOANOTOMNMNITITNrrOOOMITL OLW
OMNOOOTFT~T0O0MNMOMNLUL"TOMNLODOM"TOSSA N NO O NAME  mani 24-04-2017
NNMNTOOOOMM™TTTOOOOMMWMWMMMANNOO T e EXPNO 1
QO OLUOLUOTODODODOOOANANANANANANAN ™ ™ NNO BROCNOzO ;
T T T YT YT T Y YT YT YY YT T YT T MNMNDM Ti‘#‘i— 11472;‘4
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 5536
SOLVENT CDCI3
NS 312
DS 4
SWH 28409.092 Hz
FIDRES 0.433488 Hz
AQ 1.1534836 sec
RG 228
DW 17.600 usec
DE 6.50 usec
Eouan
1 .00 sec
N Ph Di1  0.03000000 sec
\\l/ TDO 1
======== CHANNEL f1 ========
F N NUC1 13C
P1 9.50 usec
3f PL1 -2.10 dB
Ph PLIW  52.95943451 W
SFO1 100.6298717 MHz
======== CHANNEL {2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -3.00dB
PL12 13.48 dB
PL13 18.50 dB
PL2W 21.30045700 W
PL12W 0.47905898 W
PL13W 0.15079568 W
SFO2 400.1516006 MHz
Sl 32768
SF 100.6177988 MHz
wbw EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

L e

190 180 170 160 150 140 130

120 110 100 90 80 70 60 50 40 30 20

PPmM
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4-NO2 Ph diazonium salt, Dry PhCN, 110deg, 3h, purified off-white solid

OITTOOODOTTOHOONOMNMAMNOOOTOMNMNTONMNOMNL -
TOANT"TOOMANOOITANODOOMNOLTTOITOANANM <
COMNNNNOOOOANNO®O®O®WOOOOOLLLLN ol
DOV OWMWMOWMOWMMWMOMOOVOMNMMNMMMMMMMMMMNM -
NAME mani 24-04-2017
EXPNO 2
PROCNO 1
Date__ 20170424
Time 17.13
INSTRUM spect
PROBHD 5 mm PABBO BB
PULPROG 2930
TD 32768
SOLVENT CDCI3
NS 30
N Ph SWH 8223.685 H
! Z
N\ FIDRES 0.250967 Hz
AQ 1.9923444 sec
RG 203
7 N DW 60.800 usec
OyN DE 6.50 usec
3 TE 299.5 K
P h g D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ===:
NUC1 1H
P1 12.00 usec
PL1 -3.00 dB
PL1W 21.30045700 W
SFO1 400.1528010 MHz
Sl 32768
SF 400.1500194 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
10 9 8 7 6 5 4 3 2 1 ppm
O| M| [N| (NN
el Q e
™ |AN[v™| [ NN
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110deg, 3h, purified off-white solid

Dry PhCN,

4-NO2 Ph diazonium salt,

NQrPh

N

Ph 39

IRl

ppm

5.5

6.0

6.5

7.0

7.5

8.0

8.5

9.0

9.5
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1-NO2 Ph diazonium salt, Dry PhCN, 110deg, 3h, purified off-white solid

N O ANLULANOANMOLULOMTSTOL® NAME  mani 24-04-2017
< oY r~rINOOANNONOAN NOO® EXPNO | 3,
S A ITUNOrrrOOINWOTO N Date_ 20170424
N~ O OTOVOOOMOOMOOMOMOANNANANNOAN NNMNO Time 17.23
- Ll ol o o il B ol ol R i NMNDMN INSTRUM spect

PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536

SOLVENT CDCI3

NS 353

DS

4
SWH 28409.092 Hz
iIDRES 0.433488 Hz

Q 1.1534836 sec
RG 322
DW 17.600 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
N\ Ph ======== CHANNEL f1 ========
NUC1 13C
P1 9.00 usec
~ N PL1 -1.00 dB
O,N PLIW  41.10960770 W
3 SFO1 100.6298717 MHz
Ph 9
======== 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

S| 32768
SF 100.6177977 MHz
EM

wWDW

SSB 0

LB 1.00 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

S20



8.796

%

8.789
8.780

8.771

2—-CN-Phdiazonium salt,

8.335

8.314

8.239
8.222

7.853

7.848

7.839

7.830

7.612

7.607

7.598
7.588
7.569
7.549
7.524

dry benzonitrile,

7.517

7.508
7.238

110deg,

3h, purified off-white solid

CN
N\\l/Ph
_N
ph 3h
10 9 8 7 6 4 3 2 1 ppm
o NMNW T -
o N WO O DN
o |Q|e|e|eele
(q] ™ /[ ANIM =M
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purified off-white solid

3h,

110deg,

dry benzonitrile,

2—-CN-Phdiazonium salt,

CN

NQT/Ph

ph 3h

ppm

5.5

6.0

6.5

7.0

8.0

8.5

9.0

9.5

€e0’L
evo’'L

000°¢



2-CNPh-Phdiazonium salt, dry benzonitrile, 110deg, 3h, purified pale yellow solid

NAME  mani 05-04-2017
3

NOMTOMNMOVDOMOOOOIMOOOWO ™ v EXPNO
oOuNmoOOOMUm T NOON Y Q N DRoCNO 170405
B r—rHDOOr-—rO00NW®OWr— O M N QO Time 1854
QOO OMOOMOOOOANANANANAN ™ v N O O INSTRUM spect
™ Y Y Y Y™ Y Y ™ Y Y™ Y™ ™YY Y YT NNMNDM PROBHD 5mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 591
DS 4
SWH 28409.092 Hz
FIDRES 0.433488 Hz
AQ 1.1534836 sec
RG 287
DW 17.600 usec
DE 6.50 usec
TE 303.0K
C N D1 2.00000000 sec
D11 0.03000000 sec
N Ph TDO 1
\\r ======== CHANNEL 1 ========
NUC1
N P1 9.00 usec
PL1 -1.00 dB
PL1W 41.10960770 W
Ph 3h 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
S| 32768
SF 100.6178043 MHz
WDW EM
SSB 0
LB 1.00 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

S23



2-Br—-4-Me-Phdiazonium salt, dry Benzoitrile, 110deg, 3h, purified off-white solid

OMTrOITTOOANNOOO OO o
OTANANODITANONTOOM (Te)
NNQOQQAOAMNOQOUL Y AN N
WMOOMNMMMMMMMMNMDNM N
\\ \\u\\\/ //// NAME  mani 14-03-2017
EXPNO 5
PROCNO 1
Date_ 20170314
Time 14.50
INSTRUM spect
PROBHD 5mm QNP 1H/A
PULPROG 2930
D 32768
SOLVENT cDCI3
NS 30
DS 0
SWH 8012.820 Hz
Br oS e
. sec
RG 128
N Ph DW 62.400 usec
Y DE 6.50 usec
TE 298.4 K
D1 1.00000000 sec
N TDO 1
3i ======== CHANNEL f1 ========
Ph NUC1 1H
P1 12.90 usec
PL1 0.00 dB
SFO1  400.1320007 MHz
S| 65536
SF 400.1300176 MHz
WDW EM
SSB 0
LB 0.00 Hz
GB 0
J PC 1.00
MJ A JL/\ N
B e e o s o B S e e o L o e e e ey
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 ppm
[o0) O INO|IO 00
AN O AN N~
N QeeyNe Q
(4] ™ AN MM o
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2-Br-4-Me—-Phdiazonium salt,

——168.16
—159.97
147.77
138.90
137.82

137.57

Dry Benzonitrile,

moOoMmMToOoONO T T
SOrmOoONn SN
NOO®®WWOOL A
MOOOANNNANANANN
Al ol ol S i

110deg,

3h, purified off-white solid

77.32

77.01
76.69

yd
N

Br

NAME  mani 14-03-2017
3

el EXPNO

0 PROCNO 1

- Date_ 20170314

o Time 15.10
INSTRUM spect
PROBHD 5 mm PABBO BB-

PULPROG zgpg30

TD 65536
SOLVENT CDCI3
NS 100

DS 4

SWH 28409.092 Hz
FIDRES 0.433488 Hz
AQ 1.1534836 sec
RG 181

DW 17.600 usec
DE 6.50 usec

TE 298.5 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

======== CHANNEL f1 ========
NUC1 13C

P1 9.50 usec

PL1 -2.10 dB
PL1W 52.95943451 W
SFO1 100.6298717 MHz
======== CHANNEL {2 ========
CPDPRG2 waltz16
NUC2 1H

PCPD2 80.00 usec
PL2 -3.00 dB

PL12 13.48 dB

PL13 18.50 dB
PL2W 21.30045700 W
PL12W 0.47905898 W
PL13W 0.15079568 W
SFO2 400.1516006 MHz
Sl 32768

SF 100.6178037 MHz
WD! EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

190 180 170 160 150

140 130 120 110

100

S25
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3,4,5-triOMe Ph diazonium salt, Dry PhCN, 110 deg, 3h, purified
OTOTTOMNOMOONT ™ < 0 b o
rrOLYTONOONNAN N~ o ©
QOUNOOVOOUIIILIAN Q9 ]
WOONNNNNNNNNN < ™ ™
NAME  mani 28-02-2017
EXPNO 1
PROCNO 1
Date_ 20170228
Time 22.40
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
™ 32768
SOLVENT cDCI3
NS 30
DS 0
T
.250967 Hz
MeO N Ph AQ 1.9923444 sec
\\l/ RG 90.5
DW 60.800 usec
/N DE 6.50 usec
MeO TE 296.2 K
€ 3j o1 1.00000000 sec
OMe Ph
======== CHANNEL {1 ========
NUC1 1H
P1 12.00 usec
PL1 -3.00 dB
PLIW  21.30045700 W
SFO1  400.1528010 MHz
sl 32768
SF 400.1500167 MHz
wDwW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
i B s o L o B e L e e L o o B S LN e e |
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 ppm
o ™ Mom AN | © (o]
Q =N =< Q
(9] AN O mm (42
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3,4,5-triOMe Ph diazonium salt, Dry PhCN, 110 deg, 3h, purified

OO TOOMMHMMOONMO O
rOrrOrrINO0QING O —oN T
COODOBDANT-NODHNDBO®ONN ™ MO ®ox
OO UOLOITITTOOANANANNANTT O N O O ™ - O NAME  mani 28-02-2017
Ll ol o ol ol Sl Sl i ol i i i R ) NNDMN o O EXPNO 4
PROCNO 1
\ \\ \\\\ \ \\/// / ‘ \ / \ / / Date_ 20170228
Time 22.56
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 65536
SOLVENT CDCI3
NS 801
DS 4
SWH 28409.092 Hz
FIDRES 0.433488 Hz
AQ 1.1534836 sec
RG 114
DW 17.600 usec
MeO Ny -Ph g 2000 K
\\l/ D1 2.00000000 sec
D11 0.03000000 sec
N TDO 1
Meo 3j ======== CHANNEL f1 ========
OMe Ph E:Jm 9.51()3|.(|:sec
PL1 -2.10dB

PL1W 52.95943451 W
SFO1 100.6298717 MHz

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

NUC2 1H

PCPD2 80.00 usec

PL2 -3.00 dB

PL12 13.48 dB

PL13 18.50 dB

PL2W 21.30045700 W
PL12W 0.47905898 W
PL13W 0.15079568 W
SFO2 400.1516006 MHz

Sl 32768

SF 100.6178036 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

190 180 170 160 150 140 130 120 110 100 9 80 70 60 50 40 30 20 ppm
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3-Br Phdiazonium salt, Dry PhCN, 110deg, 3h, purified topspot
NOANOAMOMANMNMOTOITOMNMOMMOULANMT"TO (9]
NOULITOANOTUOUTTIODAT""TOOMNMATTOOOM [{e]
COVWOMMOORNEONWOOVOWLLW LWL TN ol
WOBOBONMNNMNNNNNMNNNMNNNNNNNNNNNN -
NAME  mani 29-06-2017
EXPNO 3
PROCNO 1
Date_ 20170629
Time 18.32
INSTRUM spect
PROBHD 5 mm PABBO Bl
PULPROG 2768zgso
Br N\ Ph SOLVENT cDCI3
\r NS 30
DS 0
N SWH 8223.685 Hz
FIDRES  0.250967 Hz
3k AQ 1.9923444 sec
Ph RG 203
DW 60.800 usec
DE 6.50 usec
TE 300.4 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ===
NUCH 1H
P1 14.50 usec
PL1 0.00 dB
PLIW  10.67551708 W
SFO1  400.1528010 MHz
sl 32768
SF 400.1500172 MHz
wDw EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
. I \ &
10 9 8 7 6 5 4 3 2 1 ppm
o (=102 [ Jl=1(=]
el INele
ANl Ol =N
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purified topspot

3h,

110deg,

Dry PhCN,

3-Br Phdiazonium salt,

N\\rPh

Br

N

3k

Ph

PpPmM

5.5

6.0

6.5

7.0

8.0

8.5

9.0

9.5

2 F-’j
<o
S29

o]
o
N




3-Br Phdiazonium salt, Dry PhCN, 110deg, 3h, purified topspot

PROBHD 5 mm PABBO BB-
\ \\ﬂ\\/ %/ \ / PULPROG __zgpg30

D 65536

SOLVENT _ CDCI3

NS 100
DS 4

SWH 28409.092 Hz
FIDRES 0.433488 Hz
Al

OCOWNHNNO=VOOITOIMAN NAME  mani 09-05-2017
SORNRMRNASQOO " NOIMO® N xR PROCNO %
Or-raAINNT-TOO OO MWW M 0O MmQQ Date_ 20170509
COULNONNONNOOOOANNNNNN NI © Time 2113
™ T Y™ Y™ Y™ Y™ Y™ YR Y™ Y= oy oy oy oy oy oy NMNDM INSTRUM spect

Q 1.1534836 sec
RG 228
DW 17.600 usec
DE 6.50 usec
TE 299.6 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
Br N\ Ph ======== CHANNEL f1 ========
\|/ NUC1 13C

P1 9.00 usec

N PL1 -1.00 dB
PLIW  41.10960770 W

3k SFO1  100.6298717 MHz
Ph ======== 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
sl 32768
SF 100.6178015 MHz
wDw EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

I RAPPUOP

B I I I I I I R R
190 180 170 160 150 140 130 120 110 100 9 80 70 60 50 40 30 20 ppm

S30



3-Br-Phdiazonium salt, dry benzonitrile, 110deg, 3h, purified off-white solid (bottom spot)
OANOVOOLLOMNOOOLULOMNTILLOOMNMOLOLOOOOLOTLLOM OO
TTOANANANTOAOIrrrr0000OTOAANNTrrlr—rOONDOON®
QOUOVWOFrFMImTrmOMNNOQOOUOVWOOVOVOVOUI I I IAN
WOWMOWWMOWMMOWMMWMWOWOMNMMMMMMMMMMMMMMMMMMMMMDNMS
Ll L L L L L L \\H\WA
e T—
NAME  mani 11-04-2017
EXPNO 1
PROCNO 1
Date_ 20170411
Time 16.10
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
™ 32768
SOLVENT cDCI3
DS 0
N Ph SWH 8223.685 Hz
\\|/ FIDRES 0.250967 Hz
ég 1.9912631444 sec
N DW 60.800 usec
3k’ TE 8K
Br Ph D1 1.00000000 sec
TD 1
===zzz== CHANNEL f1 =======:
NUCH 1H
P1 12.00 usec
PL1 -3.00 dB
PLIW  21.30045700 W
SFO1  400.1528010 MHz
sl 32768
SF 400.1500175 MHz
wDw EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
L e e e o A e o B A e e o IE L e o L B e o IR Ao e mea o o
105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 1.5 1.0
< QOM| ™| O®
= |S88|= =N
(q] ™ = QNMM
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(bottom spot)

purified off-white solid

3h,

110deg,

dry benzonitrile,

3-Br—-Phdiazonium salt,

6€2C°L
VA A
€8Y°L
06v°L
S6v°L
10S°L
60G°L
S1G°L
619,
62G°L
019,
SL9°L
029°L
T4 WA
629°L
€€9°L
99°L
999°L
G89°L
V6L L
L6L°L
€18°L
G18°L
911’8
6L1'8
LEL'8
ovi'8
G298
6298
8€9'8
cv9'8
6798

e =

N\\rPh
N

3k’
Ph

Br

ol

5.5

6.0

6.5

7.0

7.5

T«
. T
™0

8.0

8.5

9.0

9.5

<
N
)

|

-
-
N

f

(=2 ]
C’.ji.
Aol B ol
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3-Br-Phdiazonium salt, dry benzonitrile, 110deg, 3h, purified off-white solid (bottom spot)

OO TTFMOOMOVDIOMNOOTOL O

FTONOFmOTOOT T OO ©® &’38
g g ﬁ R N ?—’ N~ © © NAME  mani 11-04-2017
T = oy oy =y NMNDM EXPNO 2

PROCNO

N N e

P
PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 65536
SOLVENT CDCI3
NS 357

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 302.3 K
N Ph D1 2.00000000 sec
N D11 0.03000000 sec
TDO 1
~ N ======== CHANNEL f1 ========
[ NUC1
3k P1 9.00 usec
Br Ph PL1 -1.00 dB

PLIW  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

Sl 32768

SF 100.6178016 MHz
WwDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

B I I I I I Y LR RN RN R
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm

S33



l-naphthyl diazonium salt, dry benzonitrile, 110deg, 3h, purified white solid
NDNOTrOrOrdaDOVWORULUNTIrdOoOAIANMNMODMLIOD
TOADTOANODONOONNTrrOODONNOTANOONOTOA=r=O M
MONVOVOAIIINOVOONKNKNNNNNOOOUOOOOSA
OOPOWOBOMNNNNMNNNNNNNNNNNNMNNNNNNNNNNNN

e

% N\\rPh
31
Ph

N

L

NAME  mani 07-04-2017
3

EXPNO

PROCNO 1
Date_ 20170407
Time 19.48
INSTRUM spect

p
PROBHD 5 mm PABBO BB-
PULPROG

32768
SOLVENT

CDCI3
NS
DS 0
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 1.9923444 sec
RG 90.5
DW 60.800 usec
DE 6.50 usec
TE 301.0K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 12.00 usec
PL1 -3.00 dB
PL1W 21.30045700 W
SFO1 400.1528010 MHz
S| 32768
SF 400.1500175 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

vvvvv{vvvvvvvvv‘vvvvvvvvv‘vvvvvvvvv‘vvvvvvvvv‘vvvvvvvvv‘vvvvvvvvv‘vvvvvvvvv‘vvvvvvvvv‘vvvvvvvvv‘vvvvvvvvv‘vvvvvvvvv‘

11 10 7 6 5 4 3

o o
S S ff
- N

3.06
3.10

S34
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purified white solid

3h,

110deg,

dry benzonitrile,

l-naphthyl diazonium salt,

N

OO N\\rPh

3l

Ph

I JJNMJ

ppm

5.5

6.0

6.5

7.0

7.5

8.0

8.5

9.0

9.5

o
et
™

-7

©
o
(5

I

j

o
-
(5

fq
2
=
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l-naphthyl diazonium salt, dry benzonitrile, 110deg, 3h, purified white solid

OMNOFrFr OANTONFrONNONMNONTT

NQOSOQONSNQOWOIETNNANANAN © I~ 10

OCOrrOR VOO0V AONMNNMNNLIANO® N o © NAME  mani 07-04-2017
COMNMNOOOANANNNNNNANAN ~© O EXPNO 2
Ll ol ol i i R S R S R i el NNDM PROCNO

1
Date_ 20170407
Time 19.05
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2gpg30
36

TD 655!
SOLVENT CDCI3
NS 304

DS 4

SWH 28409.092 Hz
FIDRES 0.433488 Hz
AQ 1.1534836 sec

RG 181
DwW 17.600 usec
DE 6.50 usec
TE 301.5K

N Ph D1 2.00000000 sec

\\l/ D11 0.03000000 sec
N TDO 1
e CHANNEL 1 ========
13C

31 NUC1
P1 9.00 usec
Ph PL1 -1.00 dB

PL1W 41.10960770 W
SFO1 100.6298717 MHz

=z======= 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

Sl 32768

SF 100.6178047 MHz
WwDwW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

S PN A

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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2-naphthyl diazonium salt,

dry benzonitrile,

110deg,

3h, purified white solid

OO ™" OO OTANOMNMOONTrMMTOOOOOOLLMNODNMN
rrO Y rrO 000NN r~rNOFTA-rONOOTANN
QOUUINOOQOAOMNNMNOOOOOIIIITILIITO N
WOOOBOMNNMNNNNNNNNNNNNNNNNNNNNN
i \\H\\V//////,%/ B
o m—
NAME  mani 09-04-2017
EXPNO 1
PROCNO 1
Date_ 20170409
Time 18.14
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
™ 32768
Ph N Ph SOLVENT ~_ cDCI3
Z Y DS 0
| e SSmERElh
N AQ 1.9923444 sec
O RG Y905 v
3m DW 60.800 usec
DE 6.50 usec
TE 301.4K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUCT 1H
P1 12.00 usec
PL1 ~3.00 dB
PL1W  21.30045700 W
SFO1  400.1528010 MHz
si 27
SF 400.1500508 MHz
WD EM
SSB 0
LB 0.30 Hz
GB 0
M‘J PC 1.00
. JL JK N
10 6 5 4 3 2 1 ppm

9 8 7
of’%wﬁ%
OO0 000O|™|v™ v
ANl
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purified white solid

3h,

110deg,

dry benzonitrile,

2-naphthyl diazonium salt,

u

8.0

PPM

5.5

6.0

6.5

7.0

:

-
o
N

8.5

9.0

9.5
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M
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)
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2-naphthyl diazonium salt, dry benzonitrile, 110deg, 3h, purified white solid

OO MNOANONDVOOITOMNOONMNMONMNO®
"FTRNOMOOOMNDYTOOOIRNDIRNNOMA DN 10 AME
R N O . D T I N N O O mani 09-04-2017

QAT TTMNLOANANOOOODNDNVMWMOVMOVOWNMNNMNNOO® H EXPNO 2

OLUOUOTOOONOANANNANANNANNNANAN ™ N O © PROCNO 1

—FrFrFrFrFrFrrrFrrFErrFErrEFErEIErSFErTEFETFrTETETE-ERTOTOTe NNN~ Date_ 20170409

N — %
PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 65536
SOLVENT CDCI3
NS 187

DS 4
SWH 28409.092 Hz
iIDRES 0.433488 Hz

Q 1.1534836 sec
RG 256
DW 17.600 usec
S
1.
Ph /N Ph D1 200000000 sec
m/ D11 0.03000000 sec
TDO 1

N
X =emsoess CHAN;ICEL 1 ========
1 1
3m 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

Sl 32768
SF 100.6178044 MHz
DW EM

Wi

SSB 0
LB 1.00 Hz
GB 0

PC 1.40

T I I I I I I I I I R R
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
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purified white solid

3h,

110deg,

p—-tolunitrile,

Phdiazonium salt,

4% A A
€esv'c—

L e ) L O B B R A |

I

10

[T

ppm

/LLL'E
\G€0'€

/090°¢

LL0C
U LE0'L
= 810¢C

\ELO"L

—4c0¢

= 000¢
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Phdiazonium salt,

p-tolunitrile,

110deqg,

3h, purified white solid

O MMN™"TOUOUTOTOMOOOOMO O

T NOOOOoONOOM AN OomnQ NS Q@

W OrOo0WITMNONDOON O r NnaY T o

O OO ITTOVOOMOOANANANANANANAN NNMNO ™ - NAME  mani 14-03-:

™ T T YT T YT T Y YT T Y YT T YT NNMNDM AN N Eépo'é?‘o 21
Date_ 20170314
Time 11.39
INSTRUM spect
PROBHD 5 mm PABE
PULPROG zgpg3
TD 655:
SOLVENT CDCIZ
NS 100
DS 4
SWH 28409.092 |
FIDRES 0.433488
AQ 1.1534836 st
RG 114
DW 17.600 use¢
DE 6.50 usec
TE 299.2 K
D1 2.00000000 s¢
D11 0.03000000 s
TDO 1
======== CHANNEL f
NUC1 13C
P1 9.50 usec
PL1 -2.10dB
PL1W 52.95943451
SFO1 100.6298717
======== CHANNEL f.
CPDPRG2 waltz1¢
NUC2 1H
PCPD2 80.00 us
PL2 -3.00dB
PL12 13.48 dB
PL13 18.50 dB
PL2W 21.3004570(
PL12W 0.4790589¢
PL13W 0.1507956¢
SFO2 400.1516006
S| 32768
SF 100.6178037 A
wbw EM
SSB 0
LB 1.00 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, 4-F-benzonitrile, 110deg, 3h, purified white solid

NAME  mani 24-03-2017

EXPNO 1
PROCNO 1
Date_ 20170324
Time 13.05

INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930

7!

TD 32768
SOLVENT CDCI3
NS 19

F
DS 0
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 1.9923444 sec
RG .5
DW 60.800 usec
DE 6.50 usec
TE 301.3K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 12.00 usec
PL1 -3.00 dB
PL1W 21.30045700 W
SFO1 400.1528010 MHz
Sl 32768
SF 400.1500176 MHz
wDwW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

J L D N

L I L L L R AL L L L I L B L L B L B A

x
7 6 5 4 3 2 1 ppm

10 9 8
- OITIN T O
< Qe el
N ™ v M v NN
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purified white solid

3h,

110degqg,

4-F-benzonitrile,

Phdiazonium salt,

VA4
121 WA
6G1°L
9L1’L
4] WA
L61°L
S0C'L
6€c’L
Sve'L
[ATAVA
yATAVA
vicL
L6C'L
G6¢°L
SLG°L
81G°L
€€9°L
9€G°L
€667 L
9GG°L
8L

wvw.mv
c98°L
G98°L
0.8°L
8.8°L
v88°L
068°L
80’8
6108
6908
10L°8
(A4 ]
€v9'8
059'8
969'8
G99'8
€98
189°8
1898
v69°8

N

L‘$=é5§§§§§§§§§§§§§ﬁﬁm

ppm

7.0 6.5 6.0 5.5

7.5

8.0

fcy
Q
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8.5

9.0

9.5

oLe

L0'C

v0°L

N~
Q
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Phdiazonium salt, 4-F-benzonitrile, 110deg, 3h, purified white solid

NAME  mani 24-03-2017

O Trrrrr AN ANTTONT™TrrNTOOODTOOTOT"TONSM EXPNO 2
~rONSRNRAONNKNOCO-ORO--OQIRNRIOBLAO =al PROCNO 1
NOLOAND - ITTOONNANANOOOHN O 19 10O O Mmoo T 205000
O O OOV OLUOLULOVMOHTOVOMHOOLOVOLOHOOOANANANANAN" ™ ™ N OO INSTRUM spect
™ T T Y YT T T Y Y T T Y YT Y YY T Y™ T T T NNMNDM PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 252
DS 4
SWH 28409.092 Hz
FIDRES 0.433488 Hz
AQ 1.1534836 sec
RG 161
DW 17.600 usec
DE 6.50 usec
F TE 301.8K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
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
Sl 32768
SF 100.6178016 MHz
WDW EM
SSB 0
LB 1.00 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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8.293
8.271
8.192
8.171

%

Phdiazonium salt, 3-OMebenzonitrile,

8.138
8.117
7.885
7.867
7.847
7.547
7.528
7.508
7.505
7.484
7.464
7.446
7.426
7.412
7.240
7127
7.124
7.104
7.063

7.058
7.043

7.038

§

110deg,

3h, purified

_—3.934
-3.896

NAME  mani 23-03-2017

EXPNO 2
PROCNO 1
Date_ 20170323
Time .10
INSTRUM spect

PROBHD 5 mm PABBO BB-
_l;_'ULPROG . 2g30

D 32768
SOLVENT CDCI3
NS 30

DS 0
N FIDRES 524007 H
O N OMe AQ 1.9923444 sec.
RG 90.5
N DW 60.800 usec
4c TE T
D1 1.00000000 sec
TDO 1
====zz== CHANNEL f1 ========
O lr;l1U ct 12 010Husec
OMe PL1 23.00 dB
PLIW  21.30045700 W
SFO1  400.1528010 MHz
sl 32768
SF 400.1500173 MHz
wDwW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
[ e e o o e L e o e e B L o B L B e e R B e S
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 ppn
Ol NOI™=N|NN|WO T O
S|8|3|g|a|=|N|= (5|3 ==
)| mnm
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Phdiazonium salt, 3-OMebenzonitrile, 110deg, 3h, purified

NAME  mani 23-03-2017
3

NOVOOTOHOOWOTFOOMNOLLANOO T LW EXPNO
NOOGNOIHONOSVONTIOOO T N 0 PROCNO 1
DD T-DODDONNANT =N T ® NN < Date_ 20170323
OO UOOUOLOOOANANANANANANAN"™ ™ v NN Yo INSTRUM "spect
Al B i i o o it et i ol ) MNMNDM ] PROBHDSmmBABBOBB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 149
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 310.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
N\ oM CHANNEL f1
€ NUC1 13
N 1 9.00 usec
= PL1 -1.00 dB
4C PL1W 41.10960770 W
SFO1 100.6298717 MHz
======== CHANNEL {2 ========
CPDPRG2 waltz16
e
2 80.00 usec
OMe 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 100.6178018 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

LR V——————— TR —"

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, 3-Brbenzoitrile, 110deg,

3h, purified white solid

Br

U

A JL_/Q
S L B o B e B 1 s B S B S LSS I

105 10.0 95 9.0 0 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 o]

85 8
OO ANOO WM 0|
OO W |
== == =] - |-

LA I N AL I

156

2
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purified white solid

3h,

110deg,

3-Brbenzoitrile,

Phdiazonium salt,

6€C’.L
vseL
v.IE L
v6€°L
geer’.L
e€Gr'L
cly’L
9va’.L
8vG 'L
99¢°.L
L8G°L
16G°L
€69°.L
€9 L—
00LL—
0cL’.
8v. L
L9L°L
1.8°L
.8 L
c68°.L
016°L
cl6’L
166°L
20'8
810’8
icL'8
cri’8
G8g'8
v09'8
8088

T ===

[
m

L R

5.5

6.0

6.5

7.0

7.5

8.5

9.0

9.5

180°L
G80°}
9G1¢
€80°L
— ooo”_.
080°L
— 000’k
—~ 090’}
- 890’}

0S0°L

000’}
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Phdiazonium salt, 3-Brbenzonitrile, 110deg, 3h, purified white solid

NAME  mani 14-03-2017

FNONTOONO-rTOrNOOT N MM ;
VOROOMAITONROANNQTWIDENLD QIS PROCNO 1
OO Tr OO AANTTODONNONN M o © Date 20170314
OO MNONOOOANNNNNNNN N~ © © T
T T T YT YT YT YT YT YT YT YT Y YT Y YT MNNMNDM PROBHD 5 mm PABBO BB—

PULPROG 2gpg30
™ 65536
SOLVENT CDCI3
NS 112
DS 4
SWH 28409.092 Hz
FIDRES  0.433488 Hz
AQ 1.1534836 sec
RG 114
DW 17.600 usec
DE 6.50 usec
TE 299.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
N\ B ======== CHANNEL f1 ========
r NUC1 13C
P1 9.50 usec
N PL1 -2.10dB
PLIW 5295943451 W
4d SFO1  100.6298717 MHz
======== CHANNEL 2 ========
CPDPRG2  waltz16
NUC2 1H
PCPD2 80.00 usec
Br PL2 -3.00 dB
PL12 13.48 dB
PL13 18.50 dB
PL2W  21.30045700 W
PL12W  0.47905898 W
PL13W  0.15079568 W
SFO2  400.1516006 MHz
si 32768
SF 100.6178043 MHz
WDW EM
SSB 0
LB 1.00 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, 2-Brbenzonitrile, 110deg, 3h, purified white solid

NAME  mani 22-03-2017
1

EXPNO

PROCNO 1

Date_ 20170322

Time 19.03
INSTRUM spect
PROBHD 5 mm PABBO BI
PULPROG 2930

TD 32768
SOLVENT CDCI3
NS 18

DS 0

SWH 8223.685 Hz

FIDRES 0.250967 Hz
N AQ 1.9923444 sec

N RG 90.5

DW 60.800 usec

DE 6.50 usec
ZN 4e TE 301.1 K

D1 1.00000000 sec

TDO 1

Br
======== CHANNEL f1 ===
NUC1 1H
P1 12.00 usec
PL1 -3.00 dB

PL1W 21.30045700 W
SFO1 400.1528010 MH:
Sl 32768
SF 400.1500174 MHz
WwDw EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
N .
10 6 5 4 3 2 1 ppm

9 8 7
Wgﬁﬁnﬁﬁhm
o066~ olalo
S I e e R
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purified white solid

3h,

110deg,

2—-Brbenzonitrile,

Phdiazonium salt,

W

LY UJ J

PpPmM

5.5

6.0

6.5

7.0

8.0

8.5

9.0

9.5
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Phdiazonium salt, 2-Brbenzonitrile, 110deg, 3h, purified white solid

DLOOMNDODTrINOOOMOITOORDAMO
ANrOr-~rONNOOOINMOANITMONO® N O ® NAME_mani 22-03-2017
OANOONTONNIr-~rOOOONNNON Mo PROCNO 1
COMITONNNONOMOONNNNNNN NN~ O Date_ 20170322
Al ol i i ol o S ol o i i ol o NN Time 19.08

N

TD
SOLVENT CDCI3
NS 49

DS 4

SWH 28409.092 Hz
FIDRES 0.433488 Hz
Al

Q 1.1534836 sec

RG 287
DW 17.600 usec
DE 6.50 usec
TE 301.6 K

Br D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 9.00 usec
PL1 -1.00 dB

PLIW  41.10960770 W
SFO1  100.6298717 MHz

======== CHANNEL {2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -1.00dB
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 100.6178072 MHz
WDW EM
SSB 0
LB 1.00 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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Ph diazonium salt, l-naphthylCN, 110deg, 3h, purified

NAME  mani 26—205—2017

EXPNO

PROCNO 1

Date_ 20170526

Time_ 17.07

INSTRUM spect
PROBHD 5 mm PABBO BB-

PULPROG 2930
™D 32768
N SOLVENT cDCi3
NS NS 30
DS 0
SWH 8223.685 Hz
N FIDRES  0.250967 Hz

4f AQ 1.9923444 sec
RG 256
DW 60.800 usec
DE 6.50 usec
TE 299.6 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ======
NUC1 1H
P1 12.65 usec
PL1 -1.00d
PL1W 13.43968010 W
SFO1 400.1528010 MHz
Sl 32768
SF 400.1500190 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
o JU t o~
T B L B B L B L L B B B A LB L

9 8

Fwﬁﬁﬁﬁ-
=== ==
o~ flaioN
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3h, purified

110deg,

l-naphthylCN,

Ph diazonium salt,

L“Jb LJ L

pp

5.5

6.0

6.5

7.0

7.5

<0 ©
;Nq
- M -

8.0
- OO0 0
< [N+~

o
<
-

|

N

90°

8.5

|

o
°
-

|

9.0

9.5
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Phdiazonium salt, l-naphthonitrile, 110deg, 3h, purified pale yellow solid

Q

NAME  mani 27-03-2017
EXPNO 5
PROCNO 1

Date_ 20170327

Time 21.13
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 383

169.23
162.90
151.19
136.33
134.75
134.21
134.12
133.69
131.67
131.35
130.33
129.92
129.78
129.01
128.46
128.43
127.92
127.51
127.34
126.83
126.74
126.25
126.05
125.82
125.69
125.32
125.12
122.94
77.33

77.01

76.69

DS 4
SWH 28409.092 Hz
FIDRES 0.433488 Hz
AQ 1.1534836 sec
RG 203
DW 17.600 usec
DE 6.50 usec
TE 302.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL 1 ========
NUC1 13C

1 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
S| 32768
SF 100.6178022 MHz
WDW EM
SSB 0
LB 1.00 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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Ph diazonium salt, Z2-naphthyl nitrile, 110deg, purified off-white solid

NAME  mani 01-05-2017

EXPNO 1
PROCNO 1
Date_ 20170501
Time 18.14

INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930

™D 27

68
SOLVENT CDCI3
NS 30

DS 0

SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 1.9923444 sec
RG 90.5

DW 60.800 usec
DE 6.50 usec
TE 299.2 K

D1 1.00000000 sec
TDO 1
======== CHANNEL f1 =====:
NUC1 1H

P1 12.00 usec
PL1 -3.00 dB

PL1W 21.30045700 W
SFO1 400.1528010 MHz

Sl 32768

SF 400.1500138 MHz
wWDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

LN L L L I A

T
12 11 10 9 8 7 6 5 4 3 2 1 o]}

O [rOMWO TN O|N
= NMM NN
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110deg, purified off-white solid

2-naphthyl nitrile,

Ph diazonium salt,

P

5.5

6.0

6.5

7.0

7.5

8.0

8.5

9.0

9.5

10°L

00°L
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Ph diazonium salt, 2-naphthyl nitrile, 110deg, purified off-white solid

ONWDONOANNTTIOONOTrOANTTNITOTOO-D

Mrm~rONOVONTONANTTFONMNMCFOVNOANONOOVWONE D

COANBITONNOBANSIHIIDOOONNNNGC OO NQQ NAME ' mani 28-04-2017

COULMMNMNONHNNHNMOOANANNNANNNNNNNNNNANNDNO EAOS 2,

Ll i i i ol e i i i i B ol i i i B S o i Sl S i S AT D Date 20170428
) 4

Time 18.5

INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 655

SOLVENT CDCI3

NS 81

|

DS 4
SWH 28409.092 Hz
ZIDRES 0.433488 Hz

Q 1.1534836 sec
RG 256
DW 17.600 usec
DE 6.50 usec
TE 299.6 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
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

Sl 768

SF 100.6178060 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

B I I I I I I M R RN AR R AR
190 180 170 160 150 140 130 120 110 100 9 80 70 60 50 40 30 20 ppm
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Phdiazonium salt, Dry Thiophene-2-nitrile, 110deg, 3h, purified

8.436
8.415
8.196
8.188
8.040
8.019
7.888
7.880
7.842
7.823
7.803
7. 634
7.551
7.531
7.511
7.499
7.254
7.244
7.233
7.196
7.186
7175

[{e)
<
) ©
o\

L RN REEiae

NAME mani 29- 05-2017

EXPNO
PROCNO
Date_ 201 70529
Time 14.10
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgSO
32768
SOLVENT cDcI3
S \ SWH 8223.685 Hz
FIDRES  0.250967 Hz
N S AQ 1.9923444 sec
AN RG 90.5
g\IIE\I 560;58(;)0 usec
. usec
N D 1.00000000
K sec
4h TDO 1
z ======== CHANNEL {1 ========
S NUC1 1H
R P1 12.65 usec
PL1 -1.00 dB

PL1W 13.43968010 W
SFO1 400.1528010 MHz
27

32768
SF 400.1500160 MHz
EM

LB 0.30 Hz
0
PC 1.00

UL } D G

vvvv‘vvvv‘vvvv‘vvvv‘vvvv‘vvvv‘vvvv‘vvvv‘vvvv‘vvvv‘vvvv‘vvvv‘vvvv‘vvvv‘vvvv‘vvvv‘vvvv‘vvvv‘vvvv‘vvvv‘

9.5 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
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3h, purified

110degqg,

Dry Thiophene-2-nitrile,

Phdiazonium salt,

GLL'L
981,
961",
eeeL
vve'L
vse'L
661°L
LIS,
LES™L
1GGL
vE9'L
9L

W

(2]
o
@
N~

TS

€¢8’L
[A4: 92
088°L
888°L
6108
0v0'8
881’8
961'8
SiLy'8
9ev'8

— A

JOUULI

PPmM

5.5

6.0

6.5

7.0

(221 g
-

3 ¢

7.5
ol ;o
i e pac

|

8.0
Q|-

9.0

9.5
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diazonium salt, Dry thiophene-2-nitrile, 110deg, 3h, purified pale yellow solid

TONDRVOODOOANTDNIDMOM
NONDNOrOANOI+~OAOM N O ®

COAMNrMr-—OCHWOWOWM OO Mmoo NAME  mani 17-04-2017
OCOLIFTTONNOANNNNNNANN NN~ O EXPNO 2
T Y™ T Y Y Y Y oy oy oy oy oy oy oy ey NMNDM’ PROCNO

A N \V e

PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 65536
SOLVENT CDCI3
NS 104

DS 4
SWH 28409.092 Hz
FIDRES  0.433488 Hz
AQ 1.1534836 sec
RG 203
DW 17.600 usec
DE 6.50 usec
TE 299.6 K
D1 2.00000000 sec
S \ D11 0.03000000 sec
N TDO 1
~
N ====z=== CHANNEL 1 ========
NUCH 13
N P1 9.00 usec
—Z PL1 21.00 dB
4h PL1W  41.10960770 W
SFO1  100.6298717 MHz
======== CHANNEL {2 z=======
~ s 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 100.6178041 MHz
WDwW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

e e e Y

I I I I R R R AR
190 180 170 160 150 140 130 120 110 100 9 80 70 60 50 40 30 20 ppm
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Phdiazonium salt, dry isobutyronitrile, 110deg, 3h, purified wviscous oil

DO ATATTOONNODOANOLETFNMOOUANOSOOLL AN O MNMOOANLLOTMNOMOO AN LD Nr-=-O <
OCQOODMWMMMOVOOOOOIITOODIOMNMNOLMOODOTEF~OO0OOM TONOITATOLOM™O 00O 0O
T OC0O0GaARRKNNNNRNNOOIODIIA QVBVORRRMNMMNMNN N T OO
WMOOOWMOWMOMNMNMMMMMMMMMMMMMMNM (a0 B op I op B o B o0 B o0 B o B a0 B o0 B o0 B0 B o0 I o0 M o) - -

|

I | o

L I L O I L L L R R

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 ppm
™ OIN(M (*2] - AN| ™
NOM M [Te} [+2} = N
(===l =] o o | AN
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Phdiazonium salt, Dry isoutyronitrile, 110deg, 3h, purified viscous oil

o < Ty OO ™ M
@ @ O MOoON N O ® - © !LWo
N o o M W0WM - M QY Q@ e NN
N M~ < M ANANANAN NN N - - -
- - -rrrr N~NMNDMN M o™ AN N
N NP N% [TV g e
EXPNO 2
PROCNO :
Date_ 201703
Time 17.35
INSTRUM spt
PROBHD 5mm Pj
PULPROG 29|
™ 65536
SOLVENT cC
NS 277
DS 4
SWH 28409.0
FIDRES  0.433¢
AQ 1.153483
RG 161
N DwW 167.56000
X u
N TE 298.8 K
\ B s
. (
— . TDO 1
4i
======== CHANNE
NUCH 13C
1 9.50 u
PL1 -2.10
PLIW  52.9504%
SFO1  100.6298
======== CHANNE
CPDPRG2  wal
NUC2 1H
PCPD2 80.0
PL2 -3.00
PL12 13.48
PL13 18.50
PL2W  21.3004%
PL12W  0.4790%
PL13W  0.1507¢
SFO2  400.1516
si 32768
SF 100.61780(
wDwW EM
SSB 0
LB 1.00H
GB 0
PC 1.40
& " b " . ™ " J- . L ') " o " s " N ek A 4ol Al 4 aadd g Y " Ll " " . | ™
A o ' WPSTSSTUIUUIING | ISP SHPU SRR SO -
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 CyPrCN, 110deg, 3h, purified wviscous oil

NAME  mani 15-03-2017

EXPNO 1
PROCNO 1
Date_ 20170315
Time 16.08
INSTRUM spect
PROBHD 5 mm PABBO BB-
N PULPROG zg30
N\ TD 32768
SOLVENT CDCI3
NS 12
~ N DS 0
H SWH 8223.685 Hz
4j FIDRES  0.250967 Hz
AQ 1.9923444 sec
RG 90.5
DW 60.800 usec
DE 6.50 usec
TE 298.2 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 12.00 usec
PL1 -3.00dB
PL1W 21.30045700 W
SFO1 400.1528010 MHz
S| 32768
SF 400.1500176 MHz
wbw EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
L I I 0 I S B B M B e
9 8 7 6 5 4 3 2 1 0 -1 -2 ppm
Qv = (|
S|alg|a S| & NN
™ ™ r— — — AN<FIAN
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Phdiazonium salt, Dry CyPrCN, 110deg, 3h, purified viscous oil
0 N O O™
23 < NRRKANS 235 SRR
AN N~ (2] OMNLO T AN it ] -y i
N © < M ANANANAN N O O OAN™O
- - - - MNNDM ™= - NAME  mani 15-03-
EXPNO 2
PROCNO 1
Date_ 20170315
Time 16.12
INSTRUM spec
PROBHD 5 mm PAE
PULPROG zgpg
TD 65536
SOLVENT CDC
NS 237
DS 4
SWH 28409.092
FIDRES 0.43348!
AQ 1.1534836 :
RG 181
DW 17.600 u:
DE 6.50 use
N TE 298.5 K
RN D1 2.00000000
D11 0.03000000
N TDO 1
Z
i ======== CHANNEL
4 NUC1 13
P1 9.00 use:
PL1 21.00 dB
PL1W 41.109607
SFO1 100.629871
======== CHANNEL
CPDPRG2 waltz’
NUC2 1H
PCPD2 80.00 t
PL2 -1.00 dB
PL12 15.50 df
PL13 18.50 dt
PL2W 13.439680"
PL12W 0.300876¢
PL13W 0.150795¢
SFO2 400.151600
S| 32768
SF 100.6178032
WDW EM
SSB 0
LB 1.00 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 tBuCN, 110deg, 3h, purified colourless oil

8.370
8.351
8.349
8.011
8.010
8.008
7.989
7.987
7.986
7.743
7.740
7.726
7.723
7.719
7.705
7.702
7.480
7.477
7.463
7.459
7.455
7.442
7.438
7.239

\N\%A

N

4k

—1.616
—1.478

T T T T T

T T

NAME  mani 22-03-2017
EXPNO 3

PROCNO 1
Date_ 20170322
Time 19.14
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 32768
SOLVENT CDCI3
NS 9

DS 0

SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 1.9923444 sec
RG 90.5

DW 60.800 usec
DE 6.50 usec
TE 301.0 K

D1 1.00000000 sec
TD! 1
======== CHANNEL 1 ====:
NUC1 1H

P1 12.00 usec
PL1 -3.00 dB

PL1W 21.30045700 W
SFO1 400.1528010 MHz
Sl 32768

84 82 80 7.8 7.6 ppm Sow 4001500174 MHz
SSB 0
is 030 He
= 8 8 h PC 1.00
- - - -
L JULJL
e e L L L I I
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 ppm

- O (O v
= el

= |y |- |y

S66
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Phdiazonium salt, dry tBuCN, 110deg, 3h, purified colourless oil

N AN o) BANM™O
™M v < ©ooaNo© Y E=F:"] oM 1B©
s 5 58888 NG Sa So
NAME  mani 22-03-2017
- - - - N~NNMNMN TTO OAN EXPNO 2
PROCNO 1
Date_ 20170322
Time 19.24
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CcDCI3
NS 154
DS 4
SWH 28409.092 Hz
FIDRES 0.433488 Hz
AQ 1.1534836 sec
RG 228
DwW 17.600 usec
DE 6.50 usec
TE 301.6 K
D1 2.00000000 sec
N D11 0.03000000 sec
R TDO 1
N I=\ITJ=C===== CHAN:;\ICEL f1 ========
1 1
Z P1 9.00 usec
4k PL1 -1.00 dB

PLIW  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

Sl 32768

SF 100.6177987 MHz
WD! EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

L ¥ e u g ’ Lda " ey 4 " Ly Al Lt ¥ PPN N P chonad

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 Bromoacetonitrile, 110deg, 3h, purified
OUONOOME-rNONOOONO -
CONOWTNNANANT—OONTO @D T om
NrmQOQOaoOaQaoanNNNOON o N
WOOOOMNMMMMMMMMMMDNM < <
\\HN%W%/ \ ’ NAME  mani 07-05-2017
EXPNO 2
PROCNO 1
Date_ 20170507
Time 14.07
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
™ 32768
SOLVENT cDCI3
N € v
N Br SWH 8223.685 Hz
FIDRES  0.250967 Hz
_ N ag 1.9922238444 sec
4m g\IIEV 660;58000 usec
TE 2094 K "
Br D1 1.00000000 sec
TDO 1
=====z== CHANNEL f1 ========
NUCH 1H
P1 14.50 usec
PL1 0.00 dB
PLIW  10.67551708 W
SFO1  400.1528010 MHz
s 32768
SF 400.1500166 MHz
wDwW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
MJM L A . N
L e o B L L B S L e o L L i e I A I e B e T B e B
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 ppm
™ O®OANO [eo ]RS¢
S|®|S|S S|
™ O[vr|v= AN
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Phdiazonium salt,

—166.04
—161.76

Dry Bromoacetonitrile,

—151.25

_-134.55
12032
——128.44
——124.58

-121.16

110deg,

3h, purified

4m
Br

—34.20
—28.76

NAME  mani 07-05-2017
EXPNO 3

PROCNO 1
Date_ 20170507
Time 14.13
INSTRUM spect

PROBHD 5 mm PABBO BB-
PULPROG zgpg30

TD 65536
SOLVENT CDCI3
NS 228

DS 4
SWH 28409.092 Hz
I:\IDRES 0.433488 Hz

Q 1.1534836 sec
RG 228
DwW 17.600 usec
DE 6.50 usec
TE 299.9 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 13C
P1 9.00 usec
PL1 -1.00 dB

PL1W 41.10960770 W
SFO1 100.6298717 MHz

waltz16
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

768
SF 100.6177978 MHz
wDwW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

AR A AN

B I I I I I N IR R RN
130

190 180 170

160

150

140

120

110

100 90 80 70
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3-OMe Phdiazonium salt, Dry MeCN, 110deg, 3h, purified

7.098
3.902
_—2.803
T-2.760

NAME  mani 03-05-2017

EXPNO 1
PROCNO 1
Date_ 20170503
Time 20.34
INSTRUM spect

PROBHD 5 mm PABBO BB-
PULPROG 2930
D 27

32768
SOLVENT CDCI3
NS 30

DS 0
SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 1.9923444 sec
RG 90.5
DW 60.800 usec

N DE 6.50 usec

DS TE 299.0 K
D1 1.00000000 sec
TDO 1
N
======== CHANNEL 1 ========
7 NUCH 1H
P1 12.00 usec
O Me PL1 -3.00dB

PL1W 21.30045700 W
SFO1 400.1528010 MHz

32768
SF 400.1500183 MHz
EM
0
LB 0.30 Hz
0
PC 1.00

J JL_A. Jk . JLM il

L O ) B I Oy I I L L B L I R

95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
=) =) o |~
- oS N oo
- -l ) ™o
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3-OMe Phdiazonium salt, Dry MeCN,
woos O o]
NehN X A
ot m o ©
OO N
- - -

110deg, 3h, purified

LS 3 -9 R
2 8 oo
- - L NNMNDM
Ve N

OMe

—26.37
—21.46

NAME  mani 03-05-2017

EXPNO

PROCNO 1
Date_ 20170503
Time 20.45
INSTRUM spect

p
PROBHD 5 mm PABBO BB-

PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 8

DS 4

SWH 28409.092 Hz
FIDRES 0.433488 Hz
AQ 1.1534836 sec
RG 144

DW 17.600 usec
DE 6.50 usec
TE 299.6 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

9.00 usec

-1.00 dB
PL1W 41.10960770 W
SFO1 100.6298717 MHz
=z======= 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 100.6178000 MHz
wDw EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

190 180 170 160 150 140

130

120

110 100 90 80
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3,4,5-OMe Phdiazonium salt, Dry MeCN, 110deg, 3h, purified

—7.239
—7.058
—2.977
—2.734

NAME  mani 05-05-2017
EXPNO 9

PROCNO 1
Date_ 20170505
Time 18.58
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
D 32768
SOLVENT cDCI3
NS 30
g\?vu 822(”3685H
! Z
MeO N \l/ FIDRES  0.250967 Hz
N AQ 1.9923444 sec
N 5k
~Z . usec
DE 6.50
heo 8 L,
1 1.
OMe TDO 1o e
======== CHANNEL f1 ========
NUC1 1H
P1 14.50 usec
PL1 0.00 dB
PL1W  10.67551708 W
SFO1  400.1528010 MHz
sl 32768
SF 400.1500172 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
S e o e s o T s T e o T o B o B B T e
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 ppm
o Ol (™
S ol=|S S||S
- MNMmm ™M™

S72



3,4,5-OMe Phdiazonium salt, Dry MeCN, 110deg, 3h, purified

ONSS ™M © < N~
N OO ™ 5] mQee w—=ad Q-9 NAME  mani 06-05-2017
O I I < - o MNNO 1O N WO D X0 4
- - - - - NMNDM~ o O AN AN AN
Date_ 20170506
Time 17.36
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 2202
DS 4
SWH 28409.092 Hz
FIDRES 0.433488 Hz
AQ 1.1534836 sec
RG 228
DW 17.600 usec
DE 6.50 usec
TE 299.6 K
31 %%osooooooooosec
11 .03000 sec
MeO N\\|/ TDO 1
======== CHANNEL f1 ========
N NUCT 13C
MeO P1 9.50 usec
8 PLIW 1060770 W
1 41.1096077!
OMe SFO1  100.6208717 MHz
======== CHANNEL 2 ========
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 14.83 dB
PL13 18.50 dB
PL2W 10.67551708 W
PL12W 0.35106614 W
PL13W 0.15079568 W
SFO2 400.1516006 MHz
S| 768
SF 100.6177986 MHz
wbw EM
SSB 0
LB 1.00 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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l-naphthyl diazonium salt, Dry MeCN, 110deg, 3h, purified
T OOT"FMOITOLLOLULOMNOETOITO OO »
OO OOMNOLULOMNLITOOANTTFOOODOM -
OONMNNMNNMNNNNNNNNNNNNNNNNN o
\N\\%/ NAME  mani 25-11-2016
EXPNO 3
PROCNO 1
Date_ 20161125
;I;\ilg'ie'RUM 2. ssect
gEIrEueNer-2s FEAE, o o
QRANNNNRKRKNRR L
NNNMNNNNNNNNNN NS 30
D
O \\\\\\\ /// SWH §223.685 Hz
FIDRES  0.250967 Hz
N AQ 1.9923444 sec
\\l/ RG 90.5
DW 60.800 usec
\ .
P> 9 M o1 . 1.000016000 sec
======== CHANNEL f1 ==zz====
NUCT 1H
P1 12.00 usec
PL1 -3.00 dB
PL1W  21.30045700 W
vvvvvvvvvvvvvvvvvvvvvvvvvvvvvvvvvvvv‘ SFO1 400.1528010 MHz
SF 4001800179 MH
7.9 7.8 7.7 ppm Wow Em
SSB 0
8 0.30 Hz
?_’ ) PC 1.00
o ™
Ji\ JJ“\\_A_L J n n jL A
R L L oo e B R T L o o o B T T B B e IE A o B e e e T
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 25 2.0 1.5 1.0 ppm
o (o2 20 o A
Q =M ]
- AN (e}
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l-naphthyl diazonium salt, Dry MeCN, 110deg, 3h, purified

o S 5QA3R_ITIID o © N~ N O
N ) ) ) N { ) 1O S35 s 8 NAME  mani 25-11-201(
o m o DMOOMNMMNLOOOO® " a4 . . E)ng'(q:?«o 41
o O [Tp] MOOMOANANANANANAN ™ NO OO O ™ Date 20161125
- - - Ll R R NMNDM AN N Time™ 20.32
INSTRUM spect
PROBHD 5 mm PABBO |
PULPROG zgpg30
™D 65536
SOLVENT cDCI3
NS 719
DS 4
SWH 28409.092 Hz
FIDRES  0.433488 Hz
AQ 1.1534836 sec
RG 228
DW 17.600 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
N
N ======== CHANNEL f1 =z

O NUCT 13C
P1 9.00 usec
ZN 9 PL1 -1.00 dB

PLIW  41.10960770 W
SFO1  100.6298717 Mk

======== CHANNEL {2 =
CPDPRG2 waltz16
NUC2 1H
PCPD2 80.00 usec
PL2 -1.00dB
PL12 15.50 dB
PL13 18.50 dB

PL2W 13.43968010 W
PL12W 0.30087695 W
PL13W 0.15079568 W
SFO2 400.1516006 Mk
32768
SF 100.6177993 MHz
EM
0
1.00 Hz
0
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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2-Phdiazonium salt, Dry PhCN, 110deg, 3h, purified white solid

EXPNO 1
PROCNO 1
Date_ 20170413
Time 18.31

INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 76 2930

TD 32768
SOLVENT CDCI3
NS 16

DS 0

SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 1.9923444 sec
RG 90.5

DW 60.800 usec
DE 6.50 usec

TE 299.9 K

D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H

P1 12.00 usec
PL1 -3.00 dB
PL1W 21.30045700 W
SFO1 400.1528010 MHz
S| 32768

SF 400.1500173 MHz
WDwW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

LA P

L e I L O I I L I B L L A A

13 12 11 10 9 8 7 6 5 4 3 2 1 ppm
=i=eee e
=M
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2-Phdiazonium salt, Dry PhCN, 110deg, 3h, purified white solid

NAME  mani 13-04-2017

EXPNO 1
PROCNO 1
Date_ 20170413
Time 18.31

INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 76 2930

TD 32768
SOLVENT CDCI3
NS 16

DS 0

SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 1.9923444 sec
RG 90.5

DW 60.800 usec
DE 6.50 usec
TE 299.9 K

D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H

P1 12.00 usec
PL1 -3.00 dB

PL1W 21.30045700 W
SFO1 400.1528010 MHz

Sl 32768
SF 400.1500173 MHz
wDwW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
— 7 [ | [ [ [ | |
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 ppm
o < o |~ | O M
== Q< Q=
bl o - - M-
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2-Phdiazonium salt, Dry PhCN, 110deg, 3h, purified white solid

NN AN T™TOTTMNOOOANNOTT™

ANNSODNONQOOMOOANNT O N .

rNOMOOPDODMONWOLMAN — N By ani13-08-2017

OTOMOMOMOANANNANANNANANANANAN NNO PROCNO 1

T T T YT YT T YT Y YT YT Y T T NNMNDM Date_ 20170413
Time 18.36
INSTRUM spect
PROBHD 5 mm PABBO BB-

PULPROG zgpg30
TD 65536
SOLVENT CDCI3
NS 141

DS

SWH 28409.092 Hz
FIDRES 0.433488 Hz
AQ 1.1534836 sec
RG 287

DW 17.600 usec
DE 6.50 usec
TE 300.3 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
=z======= CHANNEL 1 ========
NUC1 13C

P1 9.00 usec
PL1 -1.00dB

PL1W 41.10960770 W
SFO1 100.6298717 MHz

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

NUC2 1H

PCPD2 80.00 usec

PL2 -1.00dB

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 100.6178028 MHz
wDw EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40

W memwwmmmmmmmmmmwwmm

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