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'H and 3C NMR Spectra

'H NMR data for compound 3a
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Current Data Parameters
NAME HFJ-VII 21
EXPNO o
PROCNO 1
O F2 - Acquisition Parameters
Date_ 20190819
Time 11.35
(@) INSTRUM spect
N v PROBHD 5 mm PABBO BB/
PULPROG zg30
H TD 65536
O SOLVENT cDpcl3
NS 8
DS 2
SWH 8012.820 Hz
3a FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 93.6
DW 62.400 usec
DE 6.50 usec
TE 298.0 K
Dl 1.00000000 sec
TDO 1
= CHANNEL fl == =
SFO 400.1324710 MHz
NUC| 1H
Pl 9.50 usec
PLW| 17.00000000 W
F2 r Processing parameters
sI 65536
SF 400.1300095 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
BC 1.00
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O Current Data Parameters
NAME HFJ-VIII 78
EXPNO 1
O PROCNO 1
N v F2 - Acquisition Parameters
Date 20200106
H Time 11.13 h
O INSTRUM spect
PROBHD Z116098_0398 (
PULPROG zg30
3b TD 65536
SOLVENT cDCcl3
NS 8
DS 2
SWH 8012.820 Hz
FIDRES 0.244532 Hz
AQ 4.0894465 sec
EG 1.85
DW 62.400 usec
DE €.50 usec
TE 298.0 K
D1l 1.00000000 sec
TDO Bt
SFO1 400.1324710 MHz
NUCL 1H
Pl 9.50 usec
PLWL 17.00000000 W
FZ - Processing parameters
sI 536
SF 400.1300038 MHz
WDW no
ssSB 0
LB 0 Hz
GB [
PC 1.00
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'"H NMR data for compound 5a
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Current Data Parameters

AME HFJ-VII 39
XPNO 1
[PROCNO 1
F2 - Acquisition Parameters
Date 20191203

ime 17.17 h
INSTRUM spect
[PROBHD  2117768_0061 (
[PULPROG 2430

D 65536
[SOLVENT CDCl3

s 16
Ds 2
[SWH 12019.230 Hz
[FIDRES 0.366798 Hz
Q 2.7262976 sec
G 10.05
DW 41.600 usec
DE 20.00 usec
TE 300.0
D1 1.00000000 sec
TDO
[SFOL €00.1837061 MHz
ucl 1H
1258 8.00 usec
[PLW1 €.00000000 W

F2 - Processing parameters
65536

sF 600.1800145 MHz
oW EM
[SSB 0
LB 0.30 Hz
B 0
[PC 1.00
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'"H NMR data for compound 5S¢
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N Current Data Parameters
©/\N NAME HFJ-VIII 81
EXPNO 1
H PROCNO 1
(0]

OH F2 - Acquisition Parameters
50 Date_ 20200107
Time 15.34 h
INSTRUM spect
PROBHD Z116098_0398 (
PULPROG 2430
TD 65536
SOLVENT CDC13
NS 8
DS 2
SWH 8012.820 Hz
FIDRES 0.244532 Hz
aQ 4.0894465 sec
RG 104.62
oW 62.400 usec
DE €.50 usec
TE 298.0 K
D1 1.00000000 sec
TDO A
SFOl 400.1324710 MHz
NUC1 1H
Pl 9.50 usec
PLWL 17.00000000 W

F2 - Processing parameters
65536

SI ©

SF 400.1300092 MHz
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SSB 0

LB 0.30 Hz
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'H NMR data for compound 5d
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13C NMR data for compound 5d
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N Current Data Parameters
N NAME HFJ-VIII 79
H EXPNO 5
(6] PROCNO 1
OH :
5d F2 - Acquisition Parameters
Date_ 20200116
Time 0.01 h
INSTRUM spect
PROBHD 2116098_0358 (
PULPROG zgpg30
D 65536
SOLVENT DMSO
NS 2048
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG g
DW
DE
TE 298.0 K
DL 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6228298 MHz
NUC1 13c
Pl 9.50 usec
PLWL 71.00000000 W
SFo2 400.1316005 MHz
NUC2 H
CPDPRG [2 waltzlé
PCPD2 90.00 usec
PLW2 17.00000000 W
PLW12 0.18941000 W
PLW13 0.09527400 W
F2 - Processing parameters
SI 32768
SF 100.6127685 MHz
WDW no
SB
B 0 Hz
B 1)
PC 1.40
T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 pPpm



'"H NMR data for compound Se
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Current Data Parameters
NAME HFJ-VIII 62
NH (0] EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
O HN Date_ 20191204
Time 17.13 h
5e INSTRUM spect
PROBHI Z2116098_0398 (
HO PULPROG 2gpg30
D 65536
SOLVENT DMSO
NS 1024
4
38.461 Hz
0.7335%6 Hz
1.3631488 sec
209.8
z usec
usec
K
2.00000000 sec
000000 sec
1
MHz
usec
W
400.1316005 MHz
1H
waltzlé
D. 90.00 usec
PLW2 17.00000000 W
PLW1Z2 0.18941000 W
PLW13 0.08527400 W
F2 - Processing parameters
sI 32768
SF 100.€127685 MHz
oW no
SB 0
B 0 Hz
B 0
BC 1.40
T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 Ppm



'"H NMR data for compound 6a
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H NAME HFJ-VII 64
EXPNO 2
HO PROCNO 1
6a F2 - Acquisition Parameters
Date 20190917
Time 11.03
INSTRUM spect
[PROBHD 5 mm PABBO BB/
PULPROG g30
TD 65536
SOLVENT cDpcl3
Ns 8
Ds 2.
SWH £012.820 Hz
[FIDRES 0.122266 Hz
lno 4.0894465 sec
RG 93.6
DW 62.400 usec
DE €,50 usec
TE 298.0 K
D1 1.00000000 sec
TDO 1
CHANNEL fl =
400.1324710 MHz
1H
Pl 9.50 usec
PLW1 17.00000000 W
F2 - Processing parameters
ST 65536
SF 400.1300101 MHz
WDW EM
ssB 0
LB 0.30 Hz
GB
PC 1.00
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'H NMR data for compound 6b
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Current Data Parameters

NAME HFJ-VII 29
EXPNO 1
PROCNO 1
H F2 - BAcquisition Parameters
N Date_ 20190822
N Time 15.19
H INSTRUM spect
PROBHD 5 mm PABBO BB/
HO PULPROG zg3
6b TD 65536
SOLVENT CDC13
NS 8
Ds 2
SWH Hz
FIDRES 66 Hz
RO sec
RG
DW usec
DE usec
TE
Dl 1. 00000000 sec
D0 1
= CHANNEL fl =
SFO1 400.1324710 MHz
Nucl 1H
Pl 9.50 usec
PLW1 17.00000000 W
F2 - Processing parameters
SI 65536
SF 400.1300103 MHz
WDW EM
SSB Q
LB 0.30 Hz
GB 0
PC 1.00
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'"H NMR data for compound 6¢
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Current Data Parameters
H NAME HFJ-IX 61
/\/N EXPNO 1
N PROCNO i
H F2 - Acquisition Parameters
Date_ 20200618
Time 15.30 h
Gc Ho INSTRUM SPECE
PROBHD 2117768_0061 (
PULPROG zg30
TD 65536
SOLVENT €Dcl3
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
Q 2.7262976 sec
RG 7.3
DW
DE
TE 298.0 K
D1 1.00000000 sec
TDO
[SFOL €00.1837061 MHz
NUCl 1H
p1 8.00 usec
PLW1 6.00000000 W
F2 - Processing parameters
ST 65536
SF €00.1800255 MHz
WoW EM
ssB 0
LB 0.30 Hz
] 0
FC 1.00
| J '
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N/\/N current Data Parameters
NAME HFJ-IX 61
H EXPNO 2
PROCNOQ 1
6¢c HO
F2 - Acquisition Parameters
Date_ 20200618
Time 16,03 h
INSTRUM spect
PROBHD Z117768_0061 (
PULPROG zgpg30
65536
SOLVENT cDC13
NS 512
DS 4
SWH 36057.691 Hz
FIDRES 1.100383 Hz
aAQ 0.9087659 sec
RG 197.14
DW 13.867 usec
DE 18.00 usec
TE 300.0 K
Dl 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFOl 150.9304719 MHz
NUCl 13c
Pl 11.40 usec
PLW1 80.00000000 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 70.00 usec
PLW2 6.00000000 W
PLW1Z 0.07836700 W
PLW13 0.03941800 W
F2 - Processing parameters
81 32768
SF 150.9153844 MHz
WDW EM
SSB 0
‘L LB 1.00 Hz
B 0
! J 1.40
T T T T T T T T T T T T T T T T 1
160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 Ppm



'H NMR data for compound 6d
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Current Data Parameters
H NAME HEJ-VIII 84
EXPNO il
N/\/N PROCNO 1
H F2 - Acquisition Parameters
Date_ 20200115
HO Tin 8.11 h
6d INSTRUM spect
PROBHD Z211€098_0398 (
PULPROG zg30
TD €5536
SOLVENT CDC13
NS g
DS 2
SWH 8012.820 Hz
FIDRES 0.244532 Hz
AQ 94465 sec
RG 93.6
DW 62.400 usec
DE 6.50 usec
TE 298.0 K
Dl 1.00000000 sec
TDO 1
SFOl1 400.1324710 MHZ
NUC1 1H
Pl 9.50 usec
PLWL 17.00000000 W
F2 - Processing parameters
SI 65536
SF 400.1300108 MHz
[WDW ne
ssB 0
LB 0 Hz
] 0
PC 1.00
| J J
T Vo " R
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F2 - Acquisition Parameters
Date_ 20200116
'ime’ h
INSTRUM

PROBHD

PULPROG

SOLVENT

NS

DS 4

SWH 24038.4¢61

FIDRES 0.733596

AQ 1.3631488

RG 209.8

DW 20.800

DE 6.50

TE 298.0

Dl 2.00000000

D1l 0.03000000

TDO 1

SFOL 100.62

NUCL

Pl 9.50 usec

PLWL 71.00000000 W
FO2 400.1316005 MHz

2 - Processing parameters
327e8

100.6127685 MHz

no



'"H NMR data for compound 6e

Date_

INSTRUM
PROBHD

Current Data Parameters
NAME HFJ-VIII 63
EXPNO 1
PROCNO 1
F2

- Acquisition Parameters
20191208
22.16 h
spect
Z1186098_0398 (

/\/N PULPROG 2930
N TD 65536
SOLVENT cDCl3
H NS 3
Ds 2
HO SWH 8012.820 Hz
FIDRES 0.244532 Hz
6e aQ 4.0894465 sec
RG 93.6
DW €2.400 usec
DE 6.50 usec
TE 298.0 K
Dl 1.00000000 sec
TDO
SFOl 400.1324710 MHz
NUC1 1H
Pl 9.50 usec
PLW1 17.00000000 W
F2 - Processing parameters
sI 65536
SF 400.1300130 MHz
wWDW EM
SSB )
| LB 0.30 Hz
GB Q
! FC 1.00
J L o
r T T i T T T T T T T T T T T T T T T
85 80 75 70 65 6.0 55 50 45 40 35 3.0 25 20 15 1.0 ppm
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13C NMR data for compound 6e
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Current Data Parameters

NAME HFJ-VIII 63
EXPNO 2
PROCNO 1

F2 - Acguisition Parameters
Date 2019120
Time 23.15 h
INSTRUM spect
PROBHD Z2116098_0398 (
PULPROG zgpg30

TD 65536
SOLVENT CcDpCcl3

NS 1024

Ds 4

SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 209.8

DW 20.800 usec
DE 6.50 usec
TE 298.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6228293 MHz
NUCl 13c

Pl 9.50 usec
PLWl 71.00000000 W
SFO2 400.1316005 MHz
Nuc2 18
CPDPRG[2 waltzlé
PCPD2 90.00 usec
PLW2 17.00000000 W
PLW12 0.18941000 W
PLW13 0.09527400 W
F2 - Processing parameters
SI 32768

SF 100.6127727 MHz
WDW EM
SSB 0

LB 1.00 Hz
GB 0

PC 1.40



'"H NMR data for compound 7a
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13C NMR data for compound 7a
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Current Data Parameters
NAME HFJ-VIII &8
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20191210
Time 13.08 h
INSTRUM spect
PROBHD 2116098_0398 (
PULPROG 2930
TD 65536
SOLVENT cpcl3
NS 8
Ds 2
SWH 8012.820 Hz
FIDRES 0.244532 Hz
AQ 4.0894465 sec
RG 93.6
oW 62.400 usec
DE 6.50 usec
TE 298.3 K
Dl 1.00000000 sec
TDO 1
SFO1 400.1324710 MHz
NUC1 1H
Pl 9.50 usec
PLW1 17.00000000 W
F2 - Processing parameters
51 65536
SF 400.1300025 MHz
WDW
SSB 0
LB 0 Hz
GB 0
PC 1.00
T T T
35 30 25 20 15 ppm
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current Data Parameters
NAME HFJ-VIII €8
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20191210
Time 22.31 h
INSTRUM spect
PROBHD 2116098_0398 (
PULPROG zgpy30
TD 65536
SOLVENT cDC13
NS 1024
Ds 4
SWH 24038.4€1 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 2 .
oW 20.800 usec
DE 6.50 usec
TE 298.3 K
Dl 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6228293 MHz
NUC1 13c
B1 9.50 usec
PLW1 71.00000000 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 90.00 usec
PLW2 7.00000000 W
PLW12 0.18941000 W

0.09527400 W

F2 - Processing parameters
32768

100.6127742 MHz
no
5
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'"H NMR data for compound 7b
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4.03
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3.94
3.93
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2.36
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Current Data
NAME HFJ-VII 83
1

EXPNO
PROCNO 1
N__N F2 - Requisition Parameters
N7+ Date_ 20191203
Time 17.23 h
- INSTRUM spect
Cl OH PROBHD  2117768_0061 (
PULPROG zg30
7b TD 65536
SOLVENT cpel3
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 2.7262976 sec
RG 10.05
oW 41.600 usec
DE 20.00 usec
TE 300.0 K
Dl 1.00000000 sec
TDO 1
SFO1 €00.1837061 MHz
NUC1 1H
Pl 8.00 usec
PLW1 €.00000000 W
F2 - Processing parameters
sI 65536
SF 600.1800082 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB
PC 1.00
J J
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Current Data Parameters
5 HFJ-VII 83
EXPNO 2
PROCNO 1
N N F2 - Acquisition Parameters
Date 2019120
\7+ Time™ 20.07 h
INSTRUM spect
cr PROBHD  2117768_0061 (
OH PULPROG zgpg30
D 65536
7b SOLVENT ©DC13
NS 1024
DS 4
swi 36057.691 Hz
FIDRES 1.100393 Hz
o 0.5087655 sec
RG 97.1a
oW 13.867 usec
DE 18.00 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
DO 1
SFOL 150,9304719 MHz
NUcl 13¢
31 .40 usec
PLW1 £0.00000000 W
SFOZ €00.1824007 MHz
NUC2 1H
CPDPRG (2 waltzlé
PCPD2 70.00 usec
LWZ 6.00000000 W
PLW12 0.07836700 W
PLW13 0.03941800 W
F2 - Processing parameters
s1 32766
SE 150.9153802 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB o
M | | pC 1.40
T T T T T T T T T T
180 160 140 120 100 80 60 40 20 1] ppm
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'"H NMR data for compound 7¢
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870
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Current Data Parameters
NAME HFJ-IX €5
EXPNO 3
N\7N PROCNO 1
+ F2 - Acguisition Parameters
Date_ 20200622
CI- Time 20.37 h
OH INSTRUM spect
PROBHD 2116098_0398 (
PULPROG 2g30
7c D 85536
SOLVENT CDC13
NS 8
DS 2
SWH 8012.820 Hz
FIDRES 0.244532 Hz
AaQ 4.08944865 sec
RG 31.85
DW €2.400 usec
DE €.50 usec
TE 298.0 K
D1 1.00000000 sec
TDO b
SFO1 400.1324710 MHz
NUC1 1H
Pl 9.50 usec
PLW1 17.00000000 W
F2 - Processing parameters
SI ©€5536
SF 400.1299910 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB Q
PC 1.00
L O JL
T T T T T T T T T T T
10 9 8 7 6 5 4 3 2 1 ppm
b =] ik ] [ ] = = = 2 b
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13
C NMR data for compound 7¢
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Current Data Parameters
NAME HFJ-IX 65
EXPNO 4
PROCNO 1
N\7N
+ F2 - Acquisition Parameters
Date_ 20200622
Time 21.37 h
CI OH INSTRUM spect
PROBHD z116098_0398 (
PULPROG 2gpg30
TD 65536
7c SOLVENT CDC13
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 209.8
oW 20.800 usec
IE 6.50 usec
TE 298.0 K
Dl 2.00000000 sec
D1l 0.03000000 sec
TDO 1
SFOl 100.6228293 MHz
NUCL 13C
Fl 9.50 usec
PLW1 71.00000000 W
SFOZ 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 90.00 usec
PLWZ 17.00000000 W
PLW12 0.168941000 W
PLW13 0.09527400 W
F2 - Processing parameters
SI 32768
SF 100.6127801 MHz
WDW o
SSB 0
LB 0 Hz
GB 0
A I = 1.40
T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 ppm



'H NMR data for compound 7d

MN—AO0CNNDO--ULITNMNA—LTOAO-OVWNOODITTTNAOOD T HNMWOO®M®OO TN
FPTITTITMNNONMNMOOMNMMMNMNMNMNOO0000O0O MMM YWY
{ o S . b . B A . " . 5.
A~~~ TTITTTOMOOONOO0MOO0MO0MMOMOMO

Current Data Parameters
N N NAME HFJ-IX 43
EXPNO 2
A A + PROCNO 1
- F2 - Acquisition Parameters
Cl OH Date_ 20200608
Time 10.21 h
7d INSTRUM spect
PROBHD Z2116098_0398 (
PULPROG 2g30
D 65536
SOLVENT cDCl3
NS 8
Ds 2
SWH
FIDRES
2
G
W
E
E 298.0 K
1 1.00000000 sec
DO 1
FOl 400.1324710 MHz
UCl 1H
b 9.50 usec
LWl 17.00000000 W
2 - Processing parameters
HE €553¢
F 400.1300041 MHz
DW EM
SB 0
B 0.30 Hz
B 0
C 1.00
J J\ U . . i
10 9 8 7 6 5 4 3 2 ppm
=3 w0 w D= |D| (Q|[R|wn]
=3 = 3 ool aaele
- o =} S|v (| (S|« |v|ai
-
13C NMR data for compound 7d
- @O M N OO
. - B . O~ TN
@© M oY) O @ . Chig s
0 MONNNNN TOoO N~
— e e e I I e O W T
Current Data Parameters
NAME HFJ-IX 43
/—\ EXPNO 3
N /N PROCNO 3
\/+ F2 - Acquisition Parameters
Date 20200608
- Time 11.40 h
Cl OH INSTRUM spect
PROBHD  2116098_0398 (
PULPROG zgpg30
7d TD &5536
SOLVENT CcDCl3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
1.363148€8 sec
RG 209.8
DW 20.800 usec
DE 6.50 usec
TE 298.0 K
Dl 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 100.6228293 MHz
NUC1 13c
Pl $.50 usec
PLW1 71.00000000 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG (2 waltzlé
PCPD2 90.00 usec
PLW2 17.00000000 W
PLW12 0.18941000 W
PLW13 0.09527400 W
F2 - Processing parameters
sI 32768
SF 100.6127743 MHz
WDW no
SSB 0
LB 0 Hz
B 0
C 1.40

180 160 140 120

100



'H NMR data for compound 7e

IL ULJu

)

S |

ICurrent Data Parameters

400.1324710
1H

9.50
7.00000000

SI 5

SF 400.1300075
[WDW no
SSB 0
LB 0
IGB 0
PC 1.00

")
I e o L B e e ML B o e S AAEa e a et
9 8 7 6 5 4 3 2 1 ppm
(=) o) (] (= =] (© o|(wv (") Fa o<t
o S| |9 | br] Il Qe Qe bird o}
- | I~ lo | | ey =l @
1
3C NMR data for compound 7e
TN WO O A~
. e e e ~ © o o oo
O NOWOO™ W . * S e
w FLOMNMNNNN oW o o o ~
—H A A Ao ~ © [ ] o —
Current Data Parameters
NAME HFJ-VII 81
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
N N Date_ 20190928
Time 14,51
g INSTRUM spect
PROBHD 5 mm PABBO BB/
cr PULPROG 2gpg30
™D ©5536
HO SOLVENT cpcl3
7 NS 1024
e DS 1
SWH 24038.4¢61 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 209.8
oW 20 0 usec
DE usec
TE K
D1 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
SFOL 100.6228293 MHz
NUCL 13¢C
Fl 9.50 usec
PLW1 71.00000000 W
CHANNEL f2 =
SFO2 400.1316005 MHz
NUC2
CPDPRG
PCPD2 0 usec
PLW2 000 W
PLW12 0.18941000 W
PLW13 0.15343000 W

T T T T T
180 160 140 120 100 80 60

40

15

20

- Processing parameters
32768

100.6127718
no

MHz

Hz

Soco

=

INAME HFJ-VII 81
[EXENO 2
PROCNO 1
F2 - Acquisition Paramet.
Date_ 20190927
[Time 12.43
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD €5536
SOLVENT cpcl3
NS 8
DS 2
S 8012.820
FIDRES .122266
1-te] 4.0894465
RG 112.06
DW 62.400
DE 6.50
ITE 298.0
D1 1.00000000
[TDO i
CHANNEL f1l =

ers

usec
W

F2 - Processing parameters
€5536

MHz

Hz



'"H NMR data for compound 8a

OTMNMN A HONNON T C-OHULITUONOCOTCTWVULULTNDNMCOULLTONADWOLWLM
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CITITTTTTITITTIONMOMMMNMOOOOMOMOMOOIOONNNNNNNNNN A A A A
current Data Parameters
NAME HFJ-VII 72
EXPNO 2
Au OH PROCNO 1
|
C| F2 - Acquisition Parameters
Date_ 20190920
8a Time 2
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD €5536
SOLVENT CDC13
NS 8
DS 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 49.07
oW 62.400 usec
DE 6.50 usec
TE 298.
D1 1.00000000 sec
TDO 1
CHANNEL f1 =
400.1324710 MHz
1H
9.50 usec
17.00000000 W
1 F2 - Processing parameters
SI 65536
SF 400.1300067 MHzZ
WDW EM
SSB 0
1B 0.30 Hz
GB 0
I PC 1.00
l
| ‘UU\_MJ
L e o e e e L s B e B
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 0.5 ppm
e ] I ] = b ] b ]
~ - = mw|e w
13C NMR data for compo
und 8a
@ O w1 O O WO
. . . . - . . o~ — N — O Ny oY Oy
™ @ W W T oG o i | N0z IR SRl
o MMM oMo ~ o w oo~
T WV T 1T
current Data Parameters
NAME HFJ-VII 72
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
/ \ Date_ 20190921
N N Time 0.40
INSTRUM spect
T PROBHD 5 mm PABBO BB/
PULPROG zgpg30
D 65536
Au OH SOLVENT €DCl3
| NS 1024
Cl DS 4
SWH 24038.461 Hz
8a FIDRES 0.366798 Hz
Q 1.3631488 sec
RG 209.8
DW 20.800 usec
DE 6.50 usec
TE 298.0 K
Dl 2.00000000 sec
D11l 0.03000000 sec
TDO 1
CHANNEL £1
100.622
13c
9.50 usec
71.00000000 W
CHANNEL f£2
SFOZ 400,1316005
NUC2 1H
CPDPRG [2 waltzlé
PCPD2 90.00 usec
PLW2 17.00000000 W
PLW12 0.18941000 W
PLW13 0.15343000 W
F2 - Processing parameters
SI 32768
" 100.6127744 MHz
DW EM
SsB ]
LB 1.00 Hz
B 1]
T T T T T T T T T T T oo 1.40
200 180 160 140 120 100 80 60 40 20 o] Ppm
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'"H NMR data for compound 8b

7.43
7.42
7..39
7.38
7.37
1.:37
6.91
6.91
5.95
5.94
5.94
5::93
4.31

(=2}
Cﬂ
-

\\!/V N/ M‘W/ﬁg

428

Current Data Parameters
NAME

/\ HEJ-VIT £9
N EXPNO
~—N PROCNO 1
\\r/ F2 - Acquisition Parameters
Date 20191203
Au OH Time~ 17.28 h
| INSTRUM spect
Cl PROBHD  Z117768_0061 (
PULPROG zg30
8b D €5536
SOLVENT CDC13
NS 16
Ds 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
a0 2.7262976 sec
RG 11,48
DW 41.600 usec
DE 20.00 usec
TE 300.0 K
Dl 1.00000000 sec
TDO 1
SFO1 600.1537061 MHz
NUC1
Pl usec
|PLW1 6. 00000000 W
F2 - Processing paxametﬂrs
SI 6553
SF 600.1800L44 MHz
WDW EM
SS5B 0
LB 0.30 Hz
GB 0
PC 1.00
1
L L A il ;
[ T T T T T T T T T T T T T T T T
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 0.5 ppm
538 8 dpEss  REEeE
olc =) =] o| |o|le|ele olo|o|o
== - - a| I=lal== ailes|es| =
13C NMR data for compound 8b
- AN NS T
. sa e e Ta e Tee s NOoO®©®NOH W~ o o
< QU T NN~ e+ e s we e : .5 5
o MONOONNNNN ~hLwOYwSTAd oW — @ o o
— e R e e B R R B ] [l o = R RTo R o= 1
Current Data Parameters
/—‘\ NAME HFJ-VII 89
EXENO
N N PROCNO 1
F2 - ncqulsltlon Parameters
Date 20191204
Time 13.34 h
Au OH INSTRUM spect
| PROBHD 2117768 0061 (
(:| PULDROh Tzgpg30
£5536
8b soLvm. €DC13
1024
4
36057.691 Hz
1.100393 Hz
0.9087655 sec
197.14
13.867 usec
18.00 usec
300.0 K
2.00000000 sec
0.03000000 sec
1
150.9304719 MHz
13¢
11.40 usec
80.00000000 W
600.1824007 MHz
H
waltzle
70.00 usec
€.00000000 W
0.07836700 W
0.03941800 W
F2 - Processing parameters
s1
SF 150. a153551 MHz
WDW EM
SSB 0
LB 1.00 Hz
| I ! s o
¥ " ’ wC 1.40
T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 0 ppm
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'"H NMR data for compound 8¢

i

_

u M_JLMJL«NULU 1

Current Data Parameters
NAME H

FJ-IX 66
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20200813
Time 14.06 h
INSTRUM spect
PROBHD Z116098_0398 (
PULPROG zg30
TD 65536
SOLVENT CDCl13
NS g
DS 2
SWH 8012.820 Hz
FIDRES 0.244532 Hz
AQ 4.0894465 sec
RG 128,06
DW 62.400 usec
DE 6.50 usec
TE 298.4 K
Dl 1.00000000 sec
TDO
sFol 400.1324710 MHz
NUC1 1H
Pl 9.50 usec
PLW1 17.00000000 W
F2Z - Processing parameters
51 65536
SF 400.1300083 MHZ
WDW EM
SSB a
LB 0.30 Hz
GB 1]
BC 1.00

e e B B e e

75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 0.5 ppm
x ] 2l (22 (= b =
w <|= = |=lei] |3 ~lo ©
13
C NMR data for compound 8¢
=] [ R=N N
. . T o o o wITm ™ MW
) - O o~ S S B .
o AN NN ~ d4 0 ~.0 ~ oo
—~ o o W [To T N N
NN current Data Parameters
NAME HFJ-IX 66
\( EXPNO 2
PROCNO i
A hg :
F2 - Acquisition Parameters
(:I Date_ 202008
Time 17.04 h
80 INSTRUM spect
PROBHD Z2116098_0398 (
PULPROG zgpg30
D €5536
SOLVENT CDC13
NS 2048
DS 4
SWH 24038.461 Hz
FIDRES 0.73359¢ Hz
AQ 1.3631488 sec
RG 209.8
oW 20.800 usec
DE 6.50 usec
TE 298.4 K
Dl 2.00000000 sec
D1l 0.03000000 sec
TDO 1
SFOl 100.6228293 MHz
NUCl 13C
Pl 9.50 usec
PLW1 71.00000000 W
SFO2 400,1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLW2 17.00000000 W
PLW12 0.18941000 W
PLW13 0.09527400 W
F2 - Processing parameters
I 327¢é8
SF 100.6127685 MHz
WDW no
SB 0
B 0 Hz
GB 0
BC 1.40
T T T T T T T
180 160 140 120 100 80 60 40 ppm
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'H NMR data for compound 8d

)] o — [~ O — 2] o~
™ ™ M @ © o ~ ~ o~

~ ~ 0w [fe] ™ ™ m

TR TR e

7.38
7.36
735
7.34
7.33
732
5.05
4.76
4.72
4.29
4.28
4.27
4.21
4.19
3.74
3.74
3.72
3.69
3.58
3.58
3.56
3.55
3.55
3.53
3.40
3.38

—~
™
™

3.135
3.33
3.30
3.28

~
N o
[

2.59

EXPNO

SF
wWow
SSB
LB
GB
BPC

| .

T T T T T T
80 75 70 65 6.0 355

el L

T T T T T T T T T T T
50 45 40 35

current Data Parameters
NAME

PROCNO

HFJ-VIII 87

1

N N F2 - Acqguisition Parameters
X7 Date_ 20200117
Time 12.52 h
INSTRUM spec
Au PROBHD 2116095A039835
PULPROG zg.
I HO ™ 65536
Cl SOLVENT cpcl3
NS 8
8d DS 2
SWH 8012.820 Hz
FIDRES 0.244532 Hz
AQ 4.089446€5 sec
RG 104.62
DW 62.400 usec
DE 6.50 usec
TE 298.0 K
D1 1.00000000 sec
TDO 1
SFOl 400.1324710 MHz
NUC1 1H
Pl 9.50 usec
PLW1 17.00000000 W

FZ - Processing parameters
sI 65536

400,1300090 MHz
EM

0
0.30 Hz
0

1.00

30 25 20 15 1.0 0.5 ppm
o~ o 2| (= o) [(olo:]|~ 2]
- S 3| e olal |ale|ae @
S - | [+ || ||| =3
13C NMR data for compound 8d
~ N~ ADN O M AW
. i e e e e W~ 0~
o ) 00 W O~ s T T
o MMANNNN NN T =0~
— HeA A A [CRCRT R
M/ Current Data Parameters
NAME HFJ-VIII 87
N N EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Au D@te_ 20200117
| HO Time 8.02 h
INSTRUM spect
CI PROBHD 2116098_0398 (
8d PULPROG zgpg30
™D 65536
SOLVENT cDCl3
Ns 2048
DS 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RG 209.
DW 20.800 usec
DE 6.50 usec
TE 298.0 K
Dl 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFOL 100.6228293 MHz
NUC1 13c
Pl 9.50 usec
PLW1 71.00000000 W
SFO2 400.1316005 MHz
NUC2 H
CPDPRG[2 waltzle
PCPD2 $0.00 usec
PLW2 7.00000000 W
PLW12 0.18941000 W
PLW13 0.09527400 W
F2 - Processing parameters
SI 32768
SF 100.6127701 MHz
WDW EM
SSB 1]
LB 1.00 Hz
B 0
vC 1.40
T T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 0 ppm
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'"H NMR data for compound 8e

Current Data Parameters
NAME HFJ-X 59
EXPNO 2
/—_\ PROCNC 1
N N F2 - Acquisition Parameters
Date_ 20200817
Time 17.17 h
INSTRUM spect
Au PROBHD Z2116098_0398 (
HO PULPROG 2g30
| ™ £5536
Cl SOLVENT cDpcl3
NS 8
Ds 2
8e SWH 8012.820 Hz
FIDRES 0.244532 Hz
AQ 4.0894465 sec
RG 93.6
DW 62.400 usec
DE 6.50 usec
TE 298.4 K
Dl 1.00000000 sec
TDO
SFO1 400.1324710 MHz
NUC1 1H
Pl 9.50 usec
PLW1 17.00000000 W
F2 - Processing parameters
SI 65536
SF 400.1300087 MHz
WDW no
SSB 0
LB 0 Hz
GB 0
PC 1.00
|
) JMM .
i [N " -
T T T T T T T T T T T T T T T T
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm
N < =] < N (v Q] @ |
<+ o~ - - | (| - ol o
13C NMR data for compound 8e
] WCOWOTANOMN~®W
. S O T N o~ T -ooO
< COCO®WYWW T AN ™ DLW u R i
o LOMOONNNNN NN 0 o o~ o — © ®
— HA A A A A A~ r~ © 0 < o~
/ \ Current Data Parameters
NAME FJ-VII 94
N \_/N EXPNO 2
\( PROCNO 1
AU F2 - Acquisition Parameters
Ho Date_ 2019120
| Time 19.12 h
Cl INSTRUM spect
PROBHD Z2117768_0061 (
PULPROG zgpg30
8e TD 65536
SOLVENT CcDC13
NS 1024
Ds 4
SWH 36231.883 Hz
FIDRES 1.105709 Hz
AQ 0.9043968 sec
RG 197.14
oW 13.800 usec
DE 18.00 usec
TE 300.0 K
Dl 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.9304726 MHz
NUC1 13C
Pl 11.40 usec
PLW1 80.00000000 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG[2 waltzle
PCPD2 70.00 usec
PLW2 €.00000000 W
PLW12 0.07836700 W
PLW13 0.03941800 W
F2Z - Processing parameters
sSI 32768
SF 150.9153804 MHz
WDW EM
SSB 0
B 1.00 Hz
B 0
PC 1.40
T T T T T T T T T T T T 1
200 180 160 140 120 100 80 60 40 20 0 ppm



'"H NMR data for compound 9a

TR OMONONA—ATODAINDO D

oA NNANNNNNNNAA—AAO

U= v e i v v
o S v i L
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4 08
4.07
4.07
4.06
4.01
4.00
3.99
3.99
3.98
3.98
397
375
3.74
273
2539
2.38
2.30
2.03
2.02
2.01
2.01
1.16
1.15
1.08
1.06

"

L

—WW/‘*‘W

Curyent Data Parameters
/ \ NAMH HFJ-VIT 26
EXENO 1
NYN PROGNO T
A _Cl OH
o
9a
0.0 K
1.00000000
600.1837061 MHz
1H
.00 usec
€.00000000 W
Processing parameters
65536
600.1800143 MHz
EM
0
0.30 Hz
0
1.00
| ’ U WL L
T T T T T T T T T T T T T T T T T
80 75 7.0 65 60 55 50 45 40 35 3.0 25 20 15 1.0 pm
g eese E3R E3
S o o] ] ] ] Ioet Bt f IR =%
o R e R @3]l o lea
13
C NMR data for compound 9a
™ MmN
. v ™~ o HOOH®W
o oww o
= MO MMM ~d o W0 0 —=HO0®»®
— o 0w AN
/ \ C\\r:.ﬂnt Data Parameters
N N AME HFJ-VII 26
EXPNO 3
PROCNO 1
_Cl
Au OH F2 - chulsltjon Parameters
C|’ | Date 0190820
Cl Time 17.41 h
INSTRUM spect
9 PROBHD 2117768_0061 (
a PULPROG zgpg30
TD 65536
SOLVENT CcDCl13
NS 1024
DS 4
SWH 36057.691
FIDRES 1.100393
RO 0.9087659
RG 197.14
oW 13.867 usec
DE 18.00 usec
TE 300.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1}
SFO1 150.9304719 MHz
NUC1 13C
Pl 11.40 usec
PLW1 80.00000000 W
SFO2 600.1824007 MHz
NUC2 18
CPDPRG[2 waltzlé
PCPD2 70.00 usec
PLW2 6.00000000 W
PLW12 0.07836700 W
PLW13 0.03941800 W
F- - Processing paxane..ers
276
SF 150. Svl53v4n MHz
WDW
| Lk " SSB 0
‘ e iy - 1.00 Hz
GB 0
BC 1.40
T T T ¥ T i T T T T ¥ T g T X
180 160 140 120 100 80 60 40 20 0 ppm
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'"H NMR data for compound 9b
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4.0 3.5 3.0 2.5 ppm
g = = oajeyl . = o ber] ] o
aile o - aifei| |~ - ijei|es
13
C NMR data for compound 9b
~ —HH O~ 0~
. s e s s 8 s & & s @ o - el o
- HOMNMOO 0o st e 8 e
o TOMMMMONNN 0w N — o o
— A A A A A A~ ww O o
Current Data Parameters
/ \ NAME HFJ-VII 42
EXPNO 3
N N PROCNO 1
/C| F2 - Rcquisition Parameters
Dat 2
JAu OH Taim:' 8
Clm 1 INSTRUM spect
Cl PROBHD 5 mm PABBO BB/
9b PULPROG zgpg30
65536
4
24038.461 Hz
0.366798 Hz
1.3631488 sec
209.8
20.800 usec
6.50 usec
298.0 K
2.00000000 sec
0.03000000 sec
1
CHANNEL 1
100.6: MHz
| 9.50 usec
71.00000000 W
CHANNEL 2 =
400.1316005 MHz
1H
waltzlé
90.00 usec
17.00000000 W
0.18941000 W
0.15343000 W
F2 - Processing parameters
SI 32768
5 E 100.6126699 MHz
DW EM
SB 0
LB 1.00 Hz
cB 0
T i T T T T T T T T T s 1.40
180 160 140 120 100 80 60 40 20 0 ppm
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'"H NMR data for compound 9¢

7.411
7.406
7.399
73395
7.384
5.065
5.040
4,843
4.818
4,151
4.144
4.134
4.128
4.118
4.111
4.036
4.016
3.99¢9
3.827
3.814
3.807
3.794
3.789
2.716
3.735
3.718
3a L
3.705
3.702
3.697
3.694
3.684
3.677
3.673
3.656
1.978
1.974
1.967
1.962
11951,
1.098
1.087
1.052
1.041

N/ “‘%;;%%&NNM(%

/CI Current Data Parameters
Au NAME HEJ-IX 73 600
. EXENO 1
Cl || HO PROCNO 1
C F2 - A,q\us:tzon Parameters
Date_ 200626
Time™ 20.20 h
9c INSTRUM spect
PROBHD Z117768_0061 (
PULPROG zg30
D €5536
SOLVENT cDCl3
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 2.7262976 sec
RG 9.16
oW 41.600 usec
| DE 20.00 usec
TE 298.0 K
D1 1.00000000 sec
TDO
SFO1 €00.1837061 MHz
NUC1 1H
Pl 8.00 usec
| PLW1 6.00000000 W
|
|, F2 - Processing parameters
sI 65536
MJ J SF 600.1800257 MHZ
| | WDW EM
| I u S5B 0
Wik LB 0.30 Hz
GB 0
PC 1.00
I T T T T T T T T T T T T T T T 1
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
] 3(|e S(o|S|o ~ (e
w =l il - 3 les
13
C NMR data for compound 9¢
o R BV
. S : . N~ Do o o
© @ Sl e TR
© NAAX ~ T ~ oo
— o WY ST T o N~
current Data Parameters
NAME FJ-IX 73 600
EXPNO 2
PROCNO 1
N N F2 - Acquisition Parameters
Date 2020082
Cl Time™ 22.04 h
A - INSTRUM spect
_AU PROBHD  Z117768 0061 (
Cl” | HO PULPROG zgpg30
Cl D 65536
SOLVENT CDCL3
NS 2048
Ds 4
9¢c SWH 36057.651 Hz
FIDRES 1.100393 Hz
aQ 0.9087659 sec
RG 197.14
DW 13.867 usec
DE 18.00 usec
TE 300.0 K
D1 2.00000000 sec
D1l 0.03000000 sec
TDO at
SFO1 150.9304719% MHz
NUC1 13c
Pl 1.40 usec
PLWl £0.00000000 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG [2 waltzlé
PCPD2 70.00 usec
PLW2 €.00000000 W
PLW12 0.07836700 W
PLW13 0.03941800 W
F2 - Processing parameters
s1 32768
SF 150.91538 MHz
WDW
SSB 0
LB 1.00 Hz
PR :
C 1.40

180 160 140

120 100 80

23



'H NMR data for compound 9d

current Data Parameters
NAME HFJ-IX 60
EXPNO 2
N N PROCNO 1
\l/Cl F2 - Acquisition Parameters
Au’ Date_ 2“20263; N
Time 1lé.
Ccl”'i- HO STRUM spect
Cl PROBHD 2116098_03%8 (
PULPROG zg30
TD €553¢6
9d SOLVENT €Dcl3
NS 8
Ds 2
SWH 8012.820 Hz
FIDRES 0.244532 Hz
AQ 4.0894465 sec
RG 93.6
| DW 62.400 usec
DE 6.50 usec
TE 298.0 K
D1 1.00000000 sec
| [rDo
SFOL 400.1324710 MHz
Nucl 18
Pl 9.50 usec
PLW1 17.00000000 W
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MR data for compound 9e
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"H NMR data for compounds 13 and 14
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PLW2 17.00000000 W
PLW12 0.18941000 W
PLW13 w
F2 - Processing parameters
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Crystallographic data

Single crystals of complexes 8b,d,e and 9a,b,e were crystallized by slow diffusion of diethyl ether into
a dichloromethane solution of the complexes. Suitable crystals were selected and were collected on a
Bruker D8 APEX-II diffractometer equipped with a CCD camera using Mo Ka radiation (A = 0.71073
A). Crystals were mounted on a fiber loop using Fomblin oil. Data reduction was performed with
SAINT,5 absorption corrections for the area detector were performed using SADABS,6 or with
CrysAlisPro. Structures were solved by direct methods and refined by least squares methods on F2
using the SHELX7-8 and the OLEX2 software suits.9-11 The data were collected at 170 K for all
complexes. The X-ray structures (cif) of data have been deposited with the Cambridge

Crystallographic Data Centre.

Table S1 Crystal data and structure refinement for 8b.

Identification code
Empirical formula
Formula weight
Temperature/K
Crystal system
Space group

a/A

b/A

c/A

o/°

pr°

V/°

Volume/A3

Z

pcalcg/ Cm3

wmm-!

F(000)

Crystal size/mm?
Radiation

20 range for data collection/°

Index ranges
Reflections collected
Independent reflections

Data/restraints/parameters
Goodness-of-fit on F?

Final R indexes [[>=2c (I)]
Final R indexes [all data]
Largest diff. peak/hole / e A~
Flack parameter

2056825

C20H24AUCIN20

540.83

150(2)

monoclinic

P2,

8.4305(2)

14.1308(4)

9.2329(2)

90

115.9010(10)

90

989.43(4)

2

1.815

7.579

524.0

0.22 x0.16 x 0.1

MoKa (A= 0.71073)
4904 to 61.354
-12<h<12,-20<k<20,-13<1<
13

26060

6119 [Rin = 0.0527, Rgigma =
0.0488]

6119/1/230

0.933

R;=0.0233, wR, = 0.0469
R;=0.0267, wR, = 0.0480
0.66/-0.79

0.017(6)
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Figure S1. ORTEP plot (50% probability ellipsoids) of complex 8b. Selected bond lengths (A) and
angles (°): Aul CI1 2.2870(13), Aul C1 1.980(5), C1 N2 1.325(6), C1 N1 1.329(6), C1 Aul Cl1
177.61(16),C1 N2 C13 124.7(4), C1 N1 C4 126.2(4)
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Table S2 Crystal data and structure refinement for 8d.

Identification code 2056945
Empirical formula C3H0AuCIN,O
Formula weight 512.78
Temperature/K 170

Crystal system triclinic

Space group P1

a/A 8.2937(11)

b/A 9.0157(12)

c/A 13.7482(18)

o/° 73.077(2)

p/e 75.363(2)

v/° 64.382(2)
Volume/A3 877.2(2)

zZ 2

pcalcg/cm3 1.941

wmm-1 8.543

F(000) 492.0

Crystal size/mm3 0.12 x 0.09 x 0.07
Radiation MoKa (A =0.71073)

20 range for data collection/® 5.124 to 53.45
Index ranges -10€h<10,-11<k<11,-17<1<17

Reflections collected 21897

Independent reflections 7470 [Rint = 0.0816, Rsigma = 0.0938]
Data/restraints/parameters ~ 7470/9/417

Goodness-of-fit on F2 0.965

Final R indexes [[>=2c (I)] R1=0.0382, wR2 = 0.0895
Final R indexes [all data] R1=0.0445, wR2 = 0.0929
Largest diff. peak/hole / e A-31.50/-1.65
Flack parameter 0.076(16)
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Figure S2. ORTEP plot (50% probability ellipsoids) of complex 8d. Selected bond lengths (A) and
angles (°): AulA-CI1A 2.279(6), AulB CI1B 2.279(6) , AulB C1B 1.97(3), AulA C1A 2.009(17),
CIB AulB C11B 178.5(7), C1A AulA Cl11A 178.1(6), CIB N2B C11B 123.4(19), CIAN2A C11A
127.2(17), CIB N1B C4B 126.3(19), C1A N1A C4A 125.0(18)
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Table S3 Crystal data and structure refinement for 8e

Identification code
Empirical formula
Formula weight
Temperature/K
Crystal system
Space group

a/A

b/A

c/A

a/°

pr°

V/°

Volume/A3

Z

pcalcg/ cm’

wmm-!

F(000)

Crystal size/mm3
Radiation

2056827

C21H24AUCIN20
552.84

150(2)
monoclinic

C2

20.526(12)
8.886(5)
11.161(7)

90

94.890(9)

90

2028(2)

4

1.810

7.397

1072.0

0.38 x 0.12 x 0.08
MoKa (A =0.71073)

20 range for data collection/® 3.662 to 56.724

Index ranges

Reflections collected
Independent reflections
Data/restraints/parameters
Goodness-of-fit on F?
Final R indexes [[>=2c (I)]
Final R indexes [all data]

-27<h<27,-11<k<11,-14<1<14

22187

4995 [Rin; = 0.1393, Rgigma = 0.1163]

4995/1/239

0.858

R, =0.0436, wR, = 0.0828
R;=0.0625, wR, = 0.0886

Largest diff. peak/hole / e A3 1.55/-2.48

Flack parameter

0.066(14)
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Figure S3. ORTEP plot (50% probability ellipsoids) of complex 8e. Selected bond lengths (A) and
angles (°): Aul Cl1 2.295(3), Aul C1 1.972(12), C1 Aul CI11 178.3(3), C1 N1 C4 124.2(9), C1 N2
C13 122.1(10)

32



Table S4 Crystal data and structure refinement for 9a.

Identification code
Empirical formula
Formula weight
Temperature/K
Crystal system
Space group

a/A

b/A

c/A

a/°

pr°

V/°

Volume/A3

Z

pcalcg/ cm’

wmm-!

F(000)

Crystal size/mm3
Radiation

2056823

C17H26AUC13N20
577.71

150(2)

hexagonal

P65

15.7328(14)
15.7328(14)
15.4038(14)

90

90

120

3301.9(7)

6

1.743

7.054

1680.0

0.36 X 0.28 x 0.16
MoKa (A =0.71073)

20 range for data collection/°3.99 to 61.41

Index ranges

Reflections collected
Independent reflections
Data/restraints/parameters
Goodness-of-fit on F?
Final R indexes [[>=2c (I)]
Final R indexes [all data]

-18<h<22,-22<k<19,-22<1<21

29813

6763 [Riy; = 0.0668, Rigma = 0.0664]

6763/1/223

0.980

R; =0.0318, wR, = 0.0621
R;=0.0396, wR, = 0.0644

Largest diff. peak/hole / ¢ A2 1.63/-0.97

Flack parameter

0.006(6)
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Figure S4. ORTEP plot (50% probability ellipsoids) of complex 9a. Selected bond lengths (A) and
angles (°): Aul CI1 2.2747(19) Aul CI12 2.3269(17) Aul CI3 2.265(2) Aul C1 2.016(6) N2 C13 1.469(8)
N1 C4 1.440(8) C1 N2 C13 127.3(5)C1 N1 C4 127.4(5) CI1 Aul CI2 90.50(7) CI3 Aul Cl1 176.05(9)
C13 Aul CI2 89.82(7) C1 Aul Cl1 88.39(19) C1 Aul CI2 178.1(2) CI Aul CI3 91.39(19).

Planes :

A: C1 CI3 ClI1 Aul CI2 Aul (-0.020), C1 (-0.052), CI1 (0.058), CI2 (-0.045), CI3 (0.058), RMSD/A:
0.049

B: C2 C3 N2 C1 N1 C2 (0.037), N1 (-0.027), C1 (0.003), N2 (0.023), C3 (-0.036), RMSD/A: 0.028
Angle between A-B: 89.8(2)
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Table S5 Crystal data and structure refinement for 9b.

Identification code 2056946
Empirical formula C40H43Au,CIgN4O,
Formula weight 1223.45
Temperature/K 180

Crystal system monoclinic

Space group P21

a/A 8.3792(5)

b/A 15.8615(10)

c/A 8.5517(5)

a/° 90

p/e 109.7410(10)

v/° 90

Volume/A3 1069.78(11)

Z 1

Peale g/cm3 1.899

wmm-! 7.263

F(000) 592.0

Crystal size/mm3 0.15 x 0.09 x 0.08
Radiation MoKa (A =0.71073)

20 range for data collection/® 5.06 to 57.618
Index ranges -11<h<11,-21<k<21,-11<1<11

Reflections collected 30817

Independent reflections 5567 [Rint = 0.0673, Rsigma = 0.0502]
Data/restraints/parameters 5567/1/248

Goodness-of-fit on F2 1.049

Final R indexes [[>=2c (I)] R1=0.0320, wR2 =0.0771
Final R indexes [all data] R1=10.0382, wR2 =0.0798
Largest diff. peak/hole / e A-33.08/-0.73

Flack parameter 0.027(6)
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Figure S5. ORTEP plot (50% probability ellipsoids) of complex 9b. Selected bond lengths (A) and
angles (°): Aul C1 2.055(7), Aul CI1 2.324(2), Aul CI2 2.270(2), Aul CI13 2.278(2), C12 Aul CI3
176.68(11), C1 Aul Cl11 178.7(2), C1 Aul CI2 88.6(2), C1 Aul CI13 90.3(2), C1 N1 C4 129.2(7), C1
N2 C13 127.3(7), C12 Aul CI3 176.68(11)

Planes

A: CI1, C2, N1, N2, C3: C2-0.009, N1 0.002, C1 0.008, N2 -0.014, C3 0.013

B: Cl1, Cl12, CI3 Aul: CI3 -0.030, Aul 0.032, C1 0.015, CI2 -0.030, C11 0.013.

A/B: 85.5(3)
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Table S6 Crystal data and structure refinement for 9e.

Identification code
Empirical formula
Formula weight
Temperature/K
Crystal system
Space group

a/A

b/A

c/A

a/°

pr°

V/°

Volume/A3

Z

pcalcg/ cm’

wmm-!

F(000)

Crystal size/mm3
Radiation

2056822

C21H24AUC13N20
623.74

150(2)
monoclinic

P21

8.3572(9)
13.6260(15)
9.7363(10)

90

100.369(2)

90

1090.6(2)

2

1.899

7.127

604.0

0.3 x0.26 x0.15
MoKa (A =0.71073)

20 range for data collection/®4.252 to 60.996

Index ranges

Reflections collected
Independent reflections
Data/restraints/parameters
Goodness-of-fit on F?
Final R indexes [[>=2c (I)]
Final R indexes [all data]

-11<h<11,-19<k<19,-13<1<13

16650

6551 [Rip = 0.0366, Rygma = 0.0585]

6551/1/257

0.774

R, =0.0222, wR, = 0.0457
R;=10.0238, wR, =0.0463

Largest diff. peak/hole / e A 1.48/-0.88

Flack parameter

0.014(5)
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Figure S6. ORTEP plot (50% probability ellipsoids) of complex 9e. Selected bond lengths (A) and
angles (°): Aul CI3 2.2876(13), Aul Cl1 2.3290(12), Aul CI2 2.2845(12), Aul C1 2.009(5), CI13 Aul
Cl1 90.44(5), CI12 Aul CI3 174.61(6), C12 Aul CI1 90.91(5), C1 Aul CI3 87.72(13) , C1 Aul Cl1
177.26(13), C1 Aul CI2 91.10(13), C1 N2 C13 125.4(4), C1 N1 C4 125.8(4).

Planes :

A: Cl Aul CI3 CI2 Cl1: CI2 (0.076), CI1 (-0.058), C13 (0.078), C1 (-0.069), Aul (-0.027), RMSD/A:
0.064

B: C2 N1 C1 N2 C3: C3(0.011), N2 (-0.007), C1 (-0.002),N1 (0.009), C2 (-0.011), RMSD/A: 0.009
A-B: 100.42(14)
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