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'H and *C-NMR data for compound 3
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'H and *C-NMR data for compound 9
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'H and *C-NMR data for compound 4

FAL103-IT in CDC13
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NAME 2£a97911h
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F2 - Acquisition Parameters
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SOLVENT cDnel3
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C21H2oNO,SSi oW 50,400 usec
MW: 387 6130 DE 9.00 usec
- ) TE 289.7 %
o1 2.00000000 sec
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0 dB
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'H and "*C-NMR data for compound 11
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'H NMR data for compound 5

FA209 in CDC13

Current Data Parameters
NAME 4fal06840h
EXPNO 1

\\ PROCNO 1

F2 - Acquisition Parameters

- Date_ 20160413
N—SOZPh Time 14.22

~ INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 65536

C12H9NO2S SOLVENT CDC13
| NS 8
MW: 231,2690 i :

2 L SWH 8278.146 Hz
FIDRES 0.126314 Hz
a0 3.9583745 sec
RG 45.3
DW 60.400 usec
DE 9.00 usec
TE 299.5 K
D1 2.00000000 sec
TDO 1

= CHANNEL f1

Pl 12.13 usec
PL1 0 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
51 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0

‘ } PC 1.00

T T T T T T T T T T T T T T T T T
80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm

gl & g



'H and "*C-NMR data for compound 12
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'H and *C-NMR data for compound 6

FAl143 in CDC13

Current Data Parameters

NAME 3£295069h
EXPNO 1
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F2 - Acquisition Parameters
Date_ 20160316
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FA143 in CDC13

Current Data Parameters

NAME 3£a95069¢
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160316
Time 16.38
INSTRUM spect
= PROBHD 5 mm QNP 1H/1
— PULPROG 2gpg30
Phozs N D 65536
— SOLVENT cpcl3
NS 40
DS 4
SWH 17985.611 Hz
C22H16N204S, iR
MW. 436 5000 AQ 1.8219008 sec
- ' RG 23170.5
DW 27.800 usec
DE 9.00 usec
TE 300.0 K
D1 6.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
= CHANNEL f1
NUC1l 13C
Pl 12.50 usec
PL1 4.00 dB
SFO1 75.4752653 MHz
= CHANNEL £2
CPDPRG[2 waltzlé
NUC2 1H
| PCPD2 115.00 usec

PL2 0 dB

i
A * PL12 13.00 dB
PL13 16.00 dB

| | SFO2 300.1312005 MHz

F2 - Processing parameters
32768

T T T T T T T T T T T 2; 75.4677550 MHz
200 180 160 140 120 100 80 60 40 20 0 ppmiby 0 EM
LB 1.00 Hz
GB 0
PC 1.00



'H and "*C-NMR data for compound 15
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'H and "*C-NMR data for compound 7

FA191 in CDC13
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e F2 - Acquisition Parameters
/ Date_ 20160225
Time 15.54
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG 2930
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SOLVENT CDC13
NS 24
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CooHoiNO,S SWH 6172.839
FIDRES 0.094190
221721 2 20 5.3084159
MW: 363,4750 5 2261
: ' DW 81.000
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D1 2.00000000
= CHANNEL f1 =
NUCL 1H
Pl 34.00
PL1 0 dB
SFO1 300.1318534
F2 - Processing parameters
ST 32768
| SF 300.1300117
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‘ LB 0.30
GB 0
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N |
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N—Sozph EXPNO 1
= PROCNO 1
// F2 - Acquisition Parameters
Date_ 20160225
Time 16.02
INSTRUM spec
PROBHD 5 mm QNP 1H/1
PULPROG 2gpg30
TD 65536
SOLVENT CDC13
NS 48
DS 4
SWH 17985.611
CyoH,1NOLS FIDRES 0.274439
20 1.8219008
MW: 363,4750 B9 206425
’ DW 27.800
DE 9.00
TE 300.0
D1 6.00000000
D11 0.03000000
D12 0.00002000
= CHANNEL f1 =
13c
12.50
4.00
75.4752653
= CHANNEL f2
CPDPRG[2 waltzlé
NUC2 1H
PCPD2 115.00
| PL2 0 dB
| PL12 13.00
) PL13 16.00
i SFO2 300.1312005
F2 - Processing parameters
ST 32768
T T T T T T T T T T T sF 75.4677846
200 180 160 140 120 100 80 60 40 20 0 ppm‘g’gg 0 EM
LB 1.00
GB 0
PC 1.00
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'H and *C-NMR data for compound 17
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'H and *C-NMR data for compound 14

FA196 in CDC13

<)
BRUKER
(><

Current Data Parameters

NAME 4£a105826h
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160301
Time 10.41
| INSTRUM spect
| PROBHD 5 mm PABBO BB-
PULPROG zg30
Il ‘ ™D 65536
I | SOLVENT CDC13
| ‘ | | | NS 48
- DS 2
| | PhO,S SwH 8278.146 Hz
— e e . FIDRES 0.126314 Hz
Chemical Formula: CggH73NO,S AQ 3.9583745 sec
i . RG 128
Molecular Weight: 944.4 et 60.400 usec
DE 9.00 usec
TE 297.
8.0 7.5 7.0 6.5 6.0 5.5 5.0 ppm D1 2.00000000 sec
TDO 1
CHANNEL f1
1H
12.13 usec

0

dB
400.1324710

MHZ

F2 - Processing parameters

ST 32768
SF 400.1300178 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0

A ]‘ ) PC 1.00

- ] LN -~

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

16 15 14 13 12 11 10 9 8 7 6 5 4 3 2 1 0 -1 -2 ppm

18.57
27.62
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FA196 in CDC13

NI

usec
usec
K
sec
sec

usec
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usec

dB
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MHz
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Current Data Parameters
NAME 4£al05826¢
EXPNO 1
PROCNO 1
O F2 - Acquisition Parameters
Date_ 20160301
Time 11.15
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 360
= DS 4
| swH 23980.814
N FIDRES 0.365918
PhO,S 20 1.3664256
RG 4634
Chemical Formula: CggH73NO,S o 205838
Molecular Weight: 944.4 TE 298.0
D1 4.00000000
D11 0.03000000
| DO 1
= CHANNEL f1 =
NUC1 13C
Pl 6.05
PL1 0 dB
SFO1 100.6227898
= CHANNEL f2 =
CPDPRG[2 waltzlé
NUC2 1H
PCPD2 116.00
' PL2 0 dB
PL12 21.51
’ " Ul L i | PL13 120.00
| ! I I ‘ ‘ I SFO2 400.1316005
I
[ F2 - Processing parameters
ST
T T T T T T T T T T T SF 100.6127713
200 180 160 140 120 100 80 60 40 20 0 ppmyy 0 EM
1B 1.00
GB 0
PC 1.40
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'H and *C-NMR data for compound 20

110238/Sauer/ss100.1/21mg/CD2C12/1H/RT/Maid
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Current Data Parameters

NAME 452110238
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20161024
Time 13.27
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2g30

TD 65536
SOLVENT cp2cl2

NS 32

DS S 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9583745 sec
RG 161.3

Dw 60.400 usec
DE 9.00 usec
TE 299.3 K
Dl 2.00000000 sec
DO X

CHANNEL f1 =

1H
12.13 usec
0 di

B
400.1324710 MHz

F2 - Processing parameters
SI 131072

SF 400.1300152 MHz
WDW no

SSB 0

LB 0 Hz

GB 0

e 1.00

; T O I
T T T T T T T R T T T i T T T T T
i6 15 14 13 12 11 10 ¢ 8 7 6 5 4 3 2 1 0 -1 -2 opm
Current Data Parameters
NAME 452110238
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161024
Time 13.10
INSTRUM spect
. PROBHD 5 mm PABBO BB-
- PULPROG 2gpg30
D 65536
SOLVENT cp2cl2
NS 144
DS 1
swH 23980.814 Hz
FIDRES 0.365918 Hz
20 1.3664256 sec
RG 46341
4§ Dl 20.850 usec
DE 9.00 usec
TE 299.3 K
DL 4.00000000 sec
a1l 0.03000000 sec
DELTA 3.90000010 sec
TDO 1
7 sFol 100.6227898 MHz
NUC1 13¢
Pl 7.00 usec
PLWL -1.00000000 W
SFO2 400.1316005 MHz
AA NuCc2 1H
ar CPDPRG([2 waltzl6
| PCPD2 116.00 usec
! A A PLW2 -1.00000000 w
~ 1R PLW1Z -1.00006000
| ’ 1 -1.00000000
|
|

15
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'H and *C-NMR data for compound 21

C:\WINNMR98\Data'saud7803h.ALS

4 #47803/SAUER/SS100.2/CD2CI2/RT/CHP
il U

o DATIM  Fri Oct 28 10:55:06 2016
B
= EXMOD NON
]
OBNUC IH
OFR 400.05 MHz
OBSET 129.10 KHz
OBFIN 37385 Hz
IRNUC  1H
TFR 400.05 MHz
IRSET 120.00 KHz
IRFIN 10600.0 Hz
FREQU  8000.0 Hz
POINT 65536
SAMPO 32768
DUMMY 16
TIMES 9%
SCANS 9%
RESOL 0.12Hz
W1 10.0us
PW2 10.0us
PW3 10.0us
PIl 1.000 ms
P12 1.000 ms
PI3 1.00 ms
ACQTM  4.096 sec
5 PD 4.000 sec
8
<8 SLVNT ~ CD2CL
; CTEMP 195¢
- [ RGAIN 19
& 28
g 9% BF 0.12Hz
S EXREF 5.32 ppm
S (11 T™SP 46011
r i |
) I [
A7.°°m
)‘t/ ’ :
IS N _Jm L L
PPM|
T T T T T T CT[T T T T O T T T T [T T [T T [T T o T TareT
9 8 1 6 2 1 0
/
;) CAWINNMROBDaislsund7803_IBCM E2als
§ 4a7803RUERSS100.0/CD2CT2URTNOSPIN/CHE i
S T 2 DATIM  Fri Oct 28 07:21:59 2016
7 2 E ",‘?55 osa o= o
H IR G33858:08 g
! s fua b (Epaphy ¥ EXMOD BCM
4 ¢ ;
{ K j ) OBNUC 13C
OFR 100,50 MHz
OBSET 123.00 KHz
OBFIN 140392 Hz
TRNUC
IFR 400,05 MHz
IRSET 120.00 KHz
IRFIN 10600.0 Hz
FREQU  30303.0Hz
POINT 32768
SAMPO 32768
DUMMY |
TIMES 4800
SCANS 4800
RESOL 092 Hz
PW1 43us
PW2 10.0us
PW3 100 us
i Pl 1.000 ms
P2 1.000 ws
3 1.00 ms
ACQTM 1081 sec
PD 6.000 sec
SLYNT ~ €D2CL
CTEMP 204c
RGAIN 30
; | BF 1.50 Hz
| | EXREF 53.80 ppm
TMSP 23469
A
H i
o
Qe PPM
UL U R SR GRUUE IR MU B TITRFTT TR
80 170 160 150 10 130 120 16 100 %0 80 70 & 50 49 30 20 10 0

17
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'H and *C-NMR data for compound 18

FA198-II-a in CDC13

BRUKER

NAME f 4£al107373h
EXPNC 1
i PROCNC 1
| Date 20160429
Time 8.36
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 65536
SOLVENT [elvleh &)
NS 16
DS 2
SWH B278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9584243 sec
RG 90.5
D 60.400 usec
DE 9.00 usec
TE 299.0 K
D1 2.00000000 sec
TDO 1
CosHa3N306S3 CHANNEL £l ========
MW: 1090,4 - 3]“3* —

0.00 dB
400.1324710 MEz

§ 3276

SF 400.1300176 MHz

WOW EM

SSB 0

LB 0.30 Hz
i GB 0

PC 1.00

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  ppm
J UL J UL Il J
Bf55 Gha g s
PP [cGe a = IS

-

DC13/13C/RT

Current Data Parameters
amll0211

ct

5 mm PABBO BB-
zgpg30

65536

cpecl3

168

4
23980.814
0.365918
1.3664256

CssHeaN306S;
MW: 1090,4

-1.060000000
400.1316005 Mz
1H

PLYIZ =1
PLW12 -00000
PLW13 -1.080

F2 Processing paral

1
P

19



'H and *C-NMR data for compound 19

FA198-II-b in CDC13

4fal07374h

1

1

I 3 20160429
| i 8.50
( INSTRUM spect
PRCBHD 5 mm PABBO BB-

PULPROG 2g30

2
8278.146 Hz
0.126314 Hz
3.9584243 sec

456.1
60.400 u
9.00 u

299.0
2.00000000 sec
1

HANNEL
| | 066H53N3OGS3 NUCL &

| MW: 1090,4250 1213
‘ ‘ 400.1324710 MHz

| | 32768
400.1300000 MHz

EM

]
0.30 Hz

0

1.00

T
7.5 7.0 6.
Hu |
YUY AL ‘ N
EN]O\(—‘O ~|o o (=)
RS el a8
e N[ | S|

CBGHS3N3OBSS
MW: 1090,4250

20



'H and *C-NMR data for compound 23

T e by e o S . AT - - B P P —

<)

BRUKER

R L)

Current Data Parameters
NAME 45a110332
EXPNO 1
PROCNO 1

FZ - Acquisition Parameters
Date_ 20161103
Time 14.28
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
Ty 65536
SOLVENT Acetone
NS 128
2

8278.146 Hz

0.126314 Hz
3.9583745 sec

1

msssssss CHANNEL £1
NuCl 1H
Pl 12.13 usec

0 ds
Aétlr, SFO1 400.1324710 MHz

| F2 - Processing parameters
s1 072

GB 9
PC 1.00

o
o w re oo
4 ¥ r G &

~ ~ =y oo
- o o Ry

BROKER
Car s

L&D, B1
3
—117.86
—107.42
—14.64

=/
X

Current Data Parameters

NAME 4sal110332
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161103
Time 13.32
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
SOLVENT Acetone
NS 430
DS 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664256 sec
RG 46341
o 20.850 usec
DE 9.00 usec
TE 299.3 K
D1 4.00000000 sec
dil 0.03000000 sec
DELTA 3.90000010 sec
4 TDO 1
SFO1 100.6227898 MHz
! Nucl 13c
Pl 7.00 usec
PLW1 -1.00000000 W
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG([2 waltzl6
PCPD2 116.00 usec
PLW2 -1.00000000 W
PLW12 -1.00000000 W
PLW13 -1.00000000 W
F2 - Processing parameters
SI 768
SF 100.6126816 MHz
WDW EM
SSB 0
LB 1:00 Hz
< GB 0
T T T T T T T T T T T P 1.40

200 180 160 140 120 100 80 60 40 20 0 ppm
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'H and *C-NMR data for compound 16

FA205-b in CDC13

<)
BRUKER
(>

Current Data Parameters

I NAME 4£a107482h
| | EXPNO 1
‘ ‘ | ‘ PROCNO 1
I | | F2 - Acquisition Parameters
i ‘ Date_ 20160503
| | Time 10.44
Il Il INSTRUM spect
| ‘ ‘i \ PROBHD 5 mm PABBO BB-
| | PULPROG 2930
il w0y ™ 65536
i L | | SOLVENT CDC13
NS 24
- - e DS 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
20 3.9583745 sec
T RG 35.9
7.6 7.4 7.2 7.0 6.8 6.6 6.4 ppm DW 60.400 usec
DE 9.00 usec
TE 299.5 K
D1 2. oooooooo sec
TDO
= CHANNEL f1
12.13 usec
0 dB
PhO,S-N = 400.1324710 MHz
\ F2 - Processing parameters
ST 32768
N SF 400.1300178 MHz
WDW EM
'SO,Ph SSB 0
LB 0.30 Hz
GB 0
CesHesN204S; | PC 1.00
MW: 1017 4000 [
T T T T T T T T T T T T T T T T T T T T
16 15 14 13 12 11 10 9 8 7 6 4 3 2 1 0 -1 -2 ppm
o (T =1
v~ SN
o< 0 0|9
- ~lq
FA205-b in CDC13 M
‘ : BRUKER
| N/ (>
|
Current Data Parameters
NAME 4£a107482c
EXPNO 1
PROCNO 1
O F2 - Acquisition Parameters
Date_ 20160503
Time 10.48
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
TD 65536
== SOLVENT CDC13
PhO;S-N O i 3
= DS 4
= SWH 23980.814 Hz
\ FIDRES 0.365918 Hz
N, 20 1.3664256 sec
Ph RG 46341
S0, DW 20.850 usec
DE 9.00 usec
CeeHsaN204S; TE 299.6 K
1 D1 4.00000000 sec
MW: 1017,4000 D11 0.03000000 sec
DO 1
= CHANNEL f1 =
13c
6.05 usec
0 dB
100.6227898 MHz
= CHANNEL f2 =
CPDPRG[2 waltzl6é
NUC2 1H
PCPD2 116.00 usec
Ll ) ‘ ) PL2 0 dB
! il il i J " / PL12 21.51 dB
I i I " L PL13 120.00 dB
! SFO2 400.1316005 MHz
F2 - Processing parameters
ST 32768
T T T T T T T T T T T SF 100.6127765 MHz
200 180 160 140 120 100 80 60 40 20 0 ppm‘g’gg 0 EM
LB 1.00 Hz
GB 0
pC 1.40
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'H and "*C-NMR data for compound 22
/

107606 /Ammon/

CesHasNs01256
MW: 1309,5000

)4 /5mg/CDC13/1H/RT/Maid

T T T

e
16 15 14 1

T T T
12 11 10 9 8

FA204 in CDC13 (geplugged)

CGEH4ENEO1ZSG
MW: 1309,5000

e

ppm

ERUKER

rrent Data Parameters
4aml07606h
1

EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date 20160523
Time 16.59
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2g30
65536
cpcls
64

2
8278.146 Hz
0.126314 Hz

3.9583745 sec
645.1

299.
Dl 2.00000000C
TOO 1

CHANNEL f1

¥
)

usec
0 dB
400.1324710 MHz

Processing parameters

oo

o

Current Data Parameters

NAME 4fal06091c
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20160310
Time 17.17
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2gpg30

D 65536
SOLVENT cpcl3

NS 64

DS 4

SWH 23980.814 Hz
FIDRES 0.365918 Hz
A0 1.3664256 sec
RG 46341

DW 20.850 usec
DE 9.00 usec
TE 298.6 K
D1 4.00000000 sec
D11 0.03000000 sec
TDO 1

CHANNEL f1

7.00 usec
dB
100.6227898 MHz

CHANNEL f2 ==
waltzl6é

1H
116.00 usec

19.35 dB
25.00 dB
400.1316005 MHz

F2 - Processing parameters
SI 32768

T T T T

T
200 180 160 140 120 100

T T T T SF
0 miow
PPM gy

LB

GB

BC

23

100.6127290 MHz
EM

1.00 Hz

1.40



'H and *C-NMR data for compound 24

/

109076 /Ammon/FA217-umf/Img/CD2C12/1H/RT/Maid

Chemical Formula: CggHgzNO,S
Molecular Weight: 934,3

gl T T T T T T T T
16 ARV 1@y 12 P D SR a8 g e L B

A R T I

109076 /Ammon/FA217-umf/7mg/CD2C12/13C/RT/Maid

Chemical Formula: CggHgaNO,S
Molecular Weight: 934,3

24

BRURKER

Current Data Parameters

NAME
EXPNC
PROCNO

4aml09076
10
1

E2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG

TD
SOLVENT
NS

Ds

SWH
FIDRES
RO

RG

oW

DE

== CHANNEL f1

20160721

14.41

spect

5 mm PABBO BB-
zg30

65536

cp2c12

64

2
8278.146
0.126214

3.9583745

1.00000000 se
1

1H
12.13 usec

das
400.1324710 MHz

F2 Processing parameters
32768

400.1300151 MHz
EM

0.30

Hz

1.00

BRURKER

Current Data Parameters
NAME
EXPNO
PROCNO

TNSTRUM
PROBHD
PULPROG
TD

CPDPRG([2
PCPD2

PLW12
PLW13

4am109076
14

1

spect

5 mm PABEO BB-

Zgpg30
65536
C€D2C12
6400

4

23980.814
0.365918
1.2664256
46341
20.850
9.00
299.5
00200000
03000000
90000010
1

0.
3%

100.6227898
13c

v
-1,00000000

Hz
Hz
sec

usec
usec
K
sec
sec
sec

MHz

400.1316005 MHz
1H
waltzl6
116.00 usec
~1.00000000 W
-1.00000000 w
-1.00000000 W

- Processir




'H and *C-NMR data for compound 25

109302/Sauer/SS102/21mg/1H/CD2C12/RT /Maid

T M -
T T T T T T il 1 T T 1 T 1 T T T i T I T
16 15 14 13 12 11 10 ¢ 8 7 ] 5 a4 3 2 1 -1 -2 ppm
109302/Sauer/Ss102/21img/13C/CD2C12/RT/Maid
O NH o
(1 ’
O—\
1 'l
-
T T T T T T T i T T H
200 180 160 140 120 100 80 80 40 20 0 ppm

25

BRUKER

Current Data Parameters
NAME

4sal09232
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160801
Time 18.52
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
™ 65536
SOLVENT cp2c12
NS 64
DS . 2
SWH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.9583745 sec
RG 114
D 60.400 usec
DE 9.00 usec
TE 299.3 K
D1 2.00000000 sec
DO 1
= = CHANNEL f1 ss=ss===
Nucl 1H
Pl 12.13 usec
PL1 0 a8
SFO1 400.1324710 MHz
F2 - Processing parameters
s 131072
SF 400.1300151 MHz
WDi no
SSB 9
LB 0 Hz
GB 0
BC 1.00

BRUKER

Current Data Parameters

NAME 4sal09232
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160802
Time 8.17
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2gpg30
TD 65536
SOLVENT cp2Ci2
NS 8896
DS 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
1.3664256 sec
RG 46341
D 20.850 usec
DE 9.00 usec
TE 299.4 K
Dl 4.00000000 sec
dll 0.03000000 sec
DELTA 3.90000010 sec
TDO 1
SFO1 100.6227898 MHz
NUC1 13c
Pl .00 usec
PLW1 -1.00000000 W
SFO2 400.1316005 MHz
1H
waltzlé
116.00 usec

-1.00000000 W
~1.00000000 W
-1.00000000 W

F2 - Processing parameters
13

S1 31072

SF 100.6127290 MHz
Wow no
S8B 0

LE 0 Hz

GB o

PC 1.40



'H and *C-NMR data for compound 26

CAWINNMR98\Data\amm47734h. ALS
#47734/ AMMON/FA223/CD2C12/ IH/RT/Nospin/CHP.

DATIM  Wed Oct 05 20:24:43 2016
s
2 EXMOD NON
% OBNUC 1H
I OFR 400.05 MHz
OBSET _ 129.10KHz
| OBFIN 37385 Hz
IRNUC  1H
IFR 400.05 MHz
IRSET 12000 KHz
IRFIN 10600.0 Hz
FREQU  8000.0 Hz
N POINT 65536
| s 32768
N DUMMY 8
TIMES 96
H SCANS 9%
RESOL 0.12Hz
PW1 100 us
PW2 10.0us
PW3 100 us
o Pl 1.000 ms
Chemical Formula: CgoHsgN P2 1,000 ms
5, P13 1.00
Molecular Weight: 794,1 i
o
g ACQIM 409 sec
4 PD 4.000 sec
g o 2 SLVNT  CD2CL
g 98 CTEMP 204¢
2 it RGAIN 19
{‘ [ BF 0.12Hz
| ] EXREF 532 ppm
e TMSP 46011
ol s8a b
/85 8 =%ER Bl |
=2 2 % ity i
S 2 / /
| | Ul
ML i | WL
PPM
‘leli\l|HIH|\IIV\I‘MIEIHM\NIHHIHI‘HI\ITI!K}\.HH\ |1IH|\'\!‘EIllilllHHHH"
| 9 8 7 6 ] 4 3 2 1 4

/ C:AWINNMR98\Datalamm47734c.ALS

41 /FA223/CD2CI2/13C/RT/Nospin/CHP
HTISHAMMON = : ‘ DATIM  Thu Oct 06 10:16:48 2016

EXMOD BCM
OBNUC  13C
OFR 100.50 MHz

OBSET 123.00 KHz
OBFIN . 14039.2 Hz

=
g
&
]

SAMPO 32768
1

‘ IRFIN 10600.0 Hz
FREQU 30303.0 Hz
| l POINT 32768

‘ DUMMY
| | TIMES 10000
i | AN SCANS 7028
| N RESOL 0.92 Hz
H PWI 43us
PW2 100us
‘ PW3 10.0 us
| PIL 1.000 ms
! P2 1:000 ms
) 3 1.00 ms
: 4 | AcQrM 1,081 sec
Chemical Formula: CgyHsgN ‘ o 6000 sc
l Molecular Weight: 794,1 i * SLVNT ~ CD2CL
| | CTEMP 216¢
' RGAIN 30
‘ BF 1.50 Hz
| EXREF 53.80 ppm

‘ TMSP 23470

| | |

W W8 SR

M|

PP}
] mmlllHHIl! |H| T H‘*IIW\I IHH:HH‘IVIIHHI“.“HI w\W T <||HH ll‘\‘]lll lell”‘-lll ‘HII”[H‘lllfllllf\wHl'HHHHlHI-!lH” Il \II!H T
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
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X-ray crystallographic data for compound 6

Table 1 Crystal data and structure refinement for 16Jux-FAOQL.

Identification code
Empirical formula
Formula weight
Temperature/K

Crystal system

Space group

alA

b/A

c/A

o/°

pre

v/°

Volume/A®

z

Pcalcg/Cm3

w/mm™

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

—
N-SO,Ph
—

P
16Jux-EA0L 7

Ca2H16N204S;
218.24

173.00(10)
monoclinic

P21/C

5.69674(11)
8.92923(16)
19.6982(5)

90

94.927(2)

90

998.30(4)

2

1.452

2.703

452.0

0.404 x 0.117 x 0.085
CuKoa (A =1.54184)

—_
PhO,S—-N
—

CooHigN204S;
MW: 436,5000

9.012 to 122.832
-6<h<6,-10<k<10,-22<1<20
4209

1524 [Rint = 0.0297, Rsigma = 0.0250]
1524/0/136

1.054

R1 =0.0430, wR, = 0.1146
R1 =0.0465, wR, = 0.1186
0.30/-0.25

Table 2 Fractional Atomic Coordinates (x10%) and Equivalent Isotropic Displacement
Parameters (A?x10%) for 16Jux-FAOL. Ueq is defined as 1/3 of of the trace of the

Atom X
S7 962.3(10)
N10 1618(3)
09 -1540(3)

orthogonalised U,; tensor.

y z U(eq)
5709.0(6) 6323.7(3) 35.0(3)
4182(2) 5890.5(10) 32.5(5)
5702(2) 6316.4(10) 47.7(5)
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C14 378(4) 581(3) 5110.4(12) 32.6(6)

08 2186(3) 6910.6(19) 6036.0(9) 44.2(5)
c1 2177(4) 5418(3) 7160.2(12) 32.7(6)
c11 3690(4) 3956(3) 5588.6(12) 34.2(6)
C5 5211(5) 5896(4) 8041.3(14) 55.3(8)
C2 943(5) 4590(3) 7607.0(14) 46.9(7)
C15 156(4) 2951(3) 5762.5(12) 32.3(6)
C13 1293(4) 1977(3) 5371.6(11) 30.2(5)
C3 1888(7) 4422(3) 8275.2(15) 57.7(9)
C12 3531(4) 2620(3) 5266.1(12) 36.0(6)
C6 4306(4) 6086(3) 7370.5(13) 43.8(7)
C4 4017(6) 5068(4) 8484.5(14) 56.3(8)

Table 3 Anisotropic Displacement Parameters (A2><1032 for 16Jux-FAO01. The Anisotropic
displacement factor exponent takes the form: -2z°[h%a**Uy;+2hka*b*Uy,+...].

Atom Uu Uz Uss Uz Uss Up
s7 3209(4)  295(4)  409(4)  -5.3(2) 5.9(3) 0.9(2)
NIO  306(10)  320(11)  339(11)  -5.9(8) -3.5(8) 5.2(8)
09 30(1) 478(12)  633(13)  -16.2(9)  -7.7(9) 5.5(8)
Cl4  349(13)  331(13)  286(13)  -0.9(9) 36(10)  -1.7(10)
08  559(11)  295(9)  453(10)  2.2(8) 5.9(8) 5.9(8)
c1 325(12)  290(12)  362(13)  -6.3(10)  16(10)  1.2(10)
Cl11  325(13)  37.3(13)  325(13)  -2(1) 1510)  -6.6(11)
C5  453(16)  78(2) 410(16)  -115(14)  -67(13)  -7.9(14)
c2 535(16)  38.0(14)  497(17)  -38(12)  65(13)  -13.6(13)
Ci5  27.0(11)  322(13)  366(13)  -29(10)  -3.2(10)  -5.3(10)
C13 32712 296(12)  267(12)  -0.7(9) 5709  -2(1)
c3 94(2) 375(16)  42.6(17)  1.4(12) 137(16)  -14.1(15)
Cl2  375(13)  384(14)  323(13)  -46(10)  3() -3.0(11)
C6  365(14) 585(17)  365(15)  -5.1(12)  33(11)  -9.4(13)
c4 80(2) 51.3(18)  357(15)  -4.0(14)  -47(14)  2.9(17)

Table 4 Bond Lengths for 16Jux-FAOQL.
Atom Atom Length/A  Atom Atom Length/A
S7 N10 1668(2) Cl C6 1.383(3)
S7 09 14244(18) Cll Cl12 1.351(3)
S7 08 14236(18) C5 C6 1.387(4)
S7 Cl 1751(2) C5 C4 1.369(4)
N10 C11 1.382(3) C2 C3 1.387(4)
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N10
Cl4
Cl4

Cl1 C2

Ix,.-Y1-z

C15 1.389(3)
C14' 1.191(5)
C13 1.429(3)

C3

1.387(4)

Atom Atom Atom Angle/*

C4

C15 C13 1.362(3)
C13 Cl12 1.430(3)

1.374(4)

Table 5 Bond Angles for 16Jux-FAOQ1.

Atom Atom Atom Angle/°

N10 S7 C1 105.83(11) C6 Cl1 C2 121.3(2)
09 S7 N10 105.00(10) C12 C11 N10 107.8(2)
09 S7 Cl1 108.85(12) C4 C5 C6 120.6(3)
08 S7 N10 105.88(11) C1 C2 C3 1189(3)
08 S7 09 12157(11) C13 C15 N10 107.5(2)
08 S7 Cl 108.60(11) C14 C13 Cl12 126.9(2)
Cl1l1 N10 S7 125.21(16) C15 C13 Cl14 125.7(2)
Cl1l1 N10 C15 109.13(19) Ci15 C13 Cl12 107.4(2
C15 NI10 S7 125.65(17) C4 C3 C2 120.03)
Cl14' C14 C13 179.6(4) Cl1 C12 Cl13 108.1(2)
C2 Cl S7 11970(19) C1 C6 C5 1185(3)
C6 Cl S7 11894(19) C5 C4 C3 120.6(3)
LX,-Y,1-Z
Table 6 Torsion Angles for 16Jux-FAOQ1.

A B C D Angle’ A B C D Angle
S7 N10C11 C12-177.75(17) O8 S7 N10C15-149.19(19)
S7 N10C15C13177.55(16) O8 S7 C1 C2 163.5(2)
S7 Cl1 C2 C3 -1774(2) 08 S7 Cl1 C6 -13.4(2)
S7 Cl1 C6 C5 177.6(2) Cl S7 N10C11-85.8(2)
N10S7 Cl C2 -832(2) Cl1 S7 N10C15095.6(2)
N10S7 Cl1 C6 99.9(2) Cl C2 C3 C4 -0.2(4)

N10 C11 C12 C13-0.4(3)
N10 C15 C13 C14 -178.3(2)
N10 C15 C13 C120.9(3)
09 S7 N10 C11 159.1(2)
09 S7 N10 C15-19.4(2)
09 S7 C1 C2 29.2(2)
09 S7 C1 C6 -147.7(2)

C11 N10 C15 C13-1.2(3)
C2 Cl C6 C5 0.7(4)
C2 C3 C4 C5 0.8(5)
C15 N10 C11 C12 1.0(3)
C15 C13 C12 C11-0.3(3)
C6 CL C2 C3 -0.6(4)
C6 C5 C4 C3 -0.7(5)
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C14 C13 C12 C11 178.8(2) C4 C5 C6 C1 -0.1(4)
08 S7 N10C1129.3(2)

Table 7 Hydrogen Atom Coordinates (Ax10%) and Isotropic Displacement Parameters
(A%x10%) for 16Jux-FAO0L.

Atom X y z U(eq)
H11 4967 4608 5605 41
H5 6643 6336 8191 66
H2 -496 4154 7461 56
H15 -1329 2816 5916 39
H3 1081 3872 8582 69
H12 4678 2193 5019 43
H6 5114 6649 7069 53
H4 4653 4941 8932 68

Experimental

Single crystals of C,,H16N204S; [16Jux-FAQ1] were [crystallized from toluene/hexanes]. A
suitable crystal was selected and [mounted on a loop] on a SuperNova, Dual, Cu at zero, Atlas
diffractometer. The crystal was kept at 173.00(10) K during data collection. Using Olex2 [1],
the structure was solved with the ShelXS [2] structure solution program using Direct Methods
and refined with the Shel XL [3] refinement package using Least Squares minimisation.

1. Dolomanov, O.V., Bourhis, L.J., Gildea, R.J, Howard, J.A.K. & Puschmann, H.
(2009), J. Appl. Cryst. 42, 339-341.

2. Sheldrick, G.M. (2008). Acta Cryst. A64, 112-122.

3. Sheldrick, G.M. (2015). Acta Cryst. C71, 3-8.

Crystal structure determination of [16Jux-FAQ1]

Crystal Data for C;,H16N204S; (M =218.24 g/mol): monoclinic, space group P2;/c (no. 14),
a=5.69674(11) A, b = 8.92923(16) A, ¢ = 19.6982(5) A, = 94.927(2)°, V = 998.30(4) A3,
Z=2,T=173.00(10) K, p(CuKa) = 2.703 mm™, Dcalc = 1.452 g/lcm?®, 4209 reflections
measured (9.012° <20 < 122.832°), 1524 unique (Rint = 0.0297, Rsigma = 0.0250) which were
used in all calculations. The final R; was 0.0430 (I > 20(1)) and wR, was 0.1186 (all data).

Refinement model description
Number of restraints - 0, number of constraints - unknown.

Details:

1. Fixed Uiso
At 1.2 times of:
All C(H) groups
2.a Aromatic/amide H refined with riding coordinates:
Cl1l(H11), C5(H5), C2(H2), Cl5(H15), C3(H3), Cl2(H12), C6(H6), C4(H4L)
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Packing motif of Compound 6
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X-ray crystallographic data for compound 24

Table 1 Crystal data and structure refinement for 16Jux_FAQ02_2.

Identification code
Empirical formula
Formula weight
Temperature/K

Crystal system

Space group

alA

b/A

c/A

o/°

pre

v/°

Volume/A®

z

Pcalcg/(:m3

w/mm™

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 [I>=2c (I)]
Final R indexes [all data]

16Jux_FAQ02 2
C67_5H66C|3N02S

1061.62

152.7(10)

triclinic

P-1

14.0225(7)

15.4902(10)

15.6494(5)

109.303(4)

105.791(4)

106.459(5)

2814.2(3)

2

1.253

2.173

1122.0

0.181 x 0.128 x 0.071
CuKo (A =1.54184)

7.186 to 113.446
-14<h<14,-16<k<16,-16<1< 14
11987

7226 [Rint = 0.0257, Rsigma = 0.0357]
7226/1/700

1.021

R; =0.0729, wR;, = 0.1995
R; =0.0797, wR, = 0.2094

Chemical Formula: CggHgzNO,S
Molecular Weight: 934,3

Largest diff. peak/hole / e A 1.59/-0.77

Table 2 Fractional Atomic Coordinates (x10%) and Equivalent Isotropic Displacement
Parameters (A?x10°) for 16Jux_FA02_2. Ueq is defined as 1/3 of of the trace of the
orthogonalised U,; tensor.

Atom X y z U(eq)
S1 2997.7(7) -708.9(6) -542.7(6) 27.5(3)
02 3201(2) -920.1(17) -1416.4(17) 34.9(6)
01 3019(2) -1365.0(17) -83.9(17) 32.5(6)
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N1
C23
C24
C49
C48
C25
C22
C51
C60
C52
C44
Cl1AA
C21
C62
C50
Cr4
C43
COBA
COAA
C27
C6l
C53
C59
C45
C54
C26
C28
C65
Cr72
C63
C37
C34
C2AA
C42
C36
C67
C55
C20
C35
Ci11
C66
C73

3925(2)
4625(3)
4793(3)
3977(3)
4585(3)
5567(3)
4932(3)
3435(3)
2811(3)
3459(3)
5989(3)
4394(3)
4498(3)
3184(3)
4066(3)
3667(3)
5772(3)
3987(3)
3597(3)
7996(3)
2584(3)
2994(3)
2381(3)
5391(3)
2472(3)
6554(3)
8540(3)
1434(3)
3978(3)
2961(3)
6989(3)
7123(3)
4978(3)
6285(3)
7210(3)
383(3)

2023(3)
7037(3)
6757(3)
1760(3)
1721(3)
4768(3)

463(2)
2099(2)
2978(2)
3660(2)
4635(2)
3969(2)
2022(2)
1825(2)
1688(2)
957(2)
5784(2)
5471(2)
1042(3)
3503(2)
2828(2)
7963(2)
6598(2)
1148(2)
5321(2)
3724(2)
2521(2)
33(2)
742(2)
4786(2)
-88(2)
4180(2)
4654(2)
3135(2)
7107(2)
4304(2)
7673(2)
5144(2)
6449(2)
7523(3)
6869(2)
2884(2)
-1126(2)
3491(2)
5935(2)
-584(3)
2360(2)
7238(2)
33

258(2)

1343(2)
2186(2)
3298(2)
3451(2)
2503(2)
526(2)

2486(2)
3038(2)
1800(2)
3186(2)
4000(2)
-116(3)
3718(2)
2647(2)
5510(2)
3680(2)
1161(2)
4393(2)
2022(2)
3576(2)
1792(2)
3019(2)
3060(2)
2409(2)
2317(2)
2052(2)
4309(2)
5031(2)
4230(2)
3232(3)
2410(2)
4130(2)
3699(3)
2768(3)
4478(3)
2390(3)
2146(2)
2763(2)
-755(2)
3864(2)
4653(2)

25.0(6)
22.2(7)
21.4(7)
21.9(7)
22.1(7)
22.1(7)
25.6(8)
20.8(7)
22.0(7)
22.3(7)
23.7(7)
22.7(7)
27.5(8)
23.2(7)
21.0(7)
24.0(7)
25.1(8)
21.9(7)
23.8(7)
27.2(8)
23.1(7)
25.0(8)
25.2(8)
22.4(7)
24.7(8)
23.3(7)
25.2(8)
25.6(8)
23.0(7)
23.5(7)
27.2(8)
24.7(8)
24.4(8)
29.3(8)
28.3(8)
27.4(8)
28.7(8)
24.8(8)
25.3(8)
31.6(9)
26.4(8)
26.2(8)



C75 4493(3) 8987(3) 5745(3) 34.1(9)
C33 8092(3) 5340(2) 2256(3) 27.1(8)
C29 9608(3) 4881(3) 1909(3) 30.0(8)
C38 7499(3) 8702(3) 3246(3) 32.7(9)
C76 2559(3) 7766(3) 4780(3) 32.3(8)
c71 3410(3) 6144(2) 4898(2) 25.5(8)
c77 3582(3) 7999(3) 6475(3) 33.0(8)
C64 2085(3) 4097(2) 4514(2) 26.7(8)
C56 1326(3) -1922(3) 1321(3) 39.9(10)
C69 391(3) 2320(3) 5120(3) 37.3(9)
C70 -587(3) 2205(3) 3472(3) 37.3(9)
C16 874(3) -1353(3) -850(3) 41.6(10)
C68 213(3) 3827(3) 4978(3) 41.5(10)
C12 1666(3) 231(3) -882(3) 44(1)
C58 1332(4) -1165(3) 2989(3) 43.4(10)
C30 10412(3) 4683(3) 2639(3) 43.7(10)
C31 9376(4) 4197(3) 850(3) 51.3(11)
C32 10155(3) 5977(3) 2119(4) 46.7(11)
C57 2991(3) -1360(3) 2824(3) 44.9(10)
C40 7940(4) 9538(3) 4298(3) 51.6(11)
C13 658(4) 279(4) -1102(3) 59.0(13)
C15 -128(3) -1297(4) -1082(3) 56.5(12)
C14 -217(4) -478(4) -1185(3) 60.0(13)
C39 8442(4) 8793(3) 2931(4) 61.7(14)
cal 6626(4) 8857(4) 2561(4) 60.5(13)
Cli1 2917.3(16) 5841.0(15) 1771.4(15) 78.7(5)
Cl12 3599.4(16) 7047(2) 779.5(16) 92.1(7)
Cl22 1743(2) 3132.7(19) -183(2) 143.0(13)
cl21 3964(3) 3896(3) 57(2) 140.1(11)
C200 3056(6) 3449(6) 579(6) 95(3)
C100 3881(7) 6436(9) 1478(11) 137(5)

Table 3 Anisotropic Displacement Parameters (A”x10°%) for 16Jux_FA02_2. The Anisotropic
displacement factor exponent takes the form: -2z°[h%a**Uy;+2hka*b*Uy,+...].

Atom Uis U2 Uss U2z Uiz U
s1 31.5(5)  214(5)  253(5)  5.3(4) 13.9(4) 8.6(4)
02 431(15)  29.3(13)  27.0(13)  51(11)  203(12)  10.6(12)
01 41.8(15)  22.4(12)  344(14)  114(11)  182(12)  13.4(11)
N1 288(15)  221(15)  23.9(15)  7.8(12)  149(13)  9.0(13)
C23  241(17) 221(17) 248(18)  12.0(15)  12.9(14)  10.8(14)
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C24
C49
C48
C25
C22
C51
C60
C52
C44
Cl1AA
C21
C62
C50
Cr4
C43
COBA
COAA
C27
C6l
C53
C59
C45
C54
C26
C28
C65
Cr72
C63
C37
C34
C2AA
C42
C36
Ce67
C55
C20
C35
Ci11
C66
C73
C75
C33

22.0(17)
22.8(17)
23.0(17)
25.2(18)
29.0(19)
20.5(16)
21.2(17)
22.7(17)
24.8(18)
22.7(17)
30.5(19)
23.5(17)
22.0(17)
25.5(18)
29.2(18)
24.2(17)
25.7(18)
28.7(19)
23.4(17)
28.1(18)
25.6(18)
23.4(17)
27.5(18)
25.8(18)
27.5(18)
28.1(19)
23.9(17)
23.5(17)
30.2(19)
29.6(19)
24.8(18)
34(2)

32.0(19)
27.9(18)
37(2)

26.2(18)
27.6(18)
31(2)

29.3(19)
27.3(18)
34(2)

31.3(19)

21.5(17)
22.3(18)
19.7(17)
20.8(17)
24.7(19)
18.1(17)
18.0(17)
21.1(17)
20.4(17)
20.2(17)
31(2)

20.7(17)
19.7(17)
22.5(17)
21.0(17)
19.3(17)
20.8(17)
23.8(18)
21.4(17)
20.6(17)
22.2(18)
19.6(17)
20.2(17)
20.0(17)
19.8(17)
24.1(18)
21.1(17)
21.3(17)
21.1(18)
20.5(17)
23.0(18)
22.0(18)
24.3(19)
25.7(18)
17.5(17)
17.9(17)
19.7(17)
35(2)

21.2(17)
18.6(17)
22.4(18)
18.6(17)

24.6(17)
20.4(17)
22.3(17)
21.7(17)
24.8(18)
21.7(17)
21.4(17)
21.5(17)
26.0(18)
23.2(17)
27.7(19)
22.5(17)
20.2(17)
24.7(18)
28.1(18)
21.2(17)
23.5(17)
31.2(19)
22.9(17)
25.4(18)
27.0(18)
23.4(17)
25.1(18)
23.5(17)
28.0(18)
24.8(18)
22.4(17)
26.1(18)
36(2)

25.4(18)
26.0(18)
37(2)

33.7(19)
31.2(19)
31.9(19)
29.7(18)
30.3(19)
21.7(18)
27.6(18)
30.9(19)
44(2)

32.8(19)
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12.3(14)
10.4(14)
8.9(14)
10.3(14)
11.5(15)
9.2(14)
6.4(14)
7.8(14)
10.1(14)
8.4(14)
13.5(16)
7.9(14)
8.5(14)
9.6(14)
11.4(15)
6.5(14)
8.7(14)
11.1(15)
9.2(14)
8.2(15)
10.3(15)
9.7(14)
10.7(15)
8.8(14)
8.1(15)
9.7(15)
7.5(14)
9.7(15)
15.1(16)
9.6(14)
10.3(15)
12.5(16)
14.0(16)
11.6(15)
11.9(15)
9.1(15)
11.2(15)
6.4(16)
10.6(15)
9.8(15)
8.3(17)
10.8(15)

11.4(14)
10.6(14)
10.4(14)
11.9(14)
14.2(15)
8.0(14)

8.7(14)

10.4(14)
13.1(15)
10.8(14)
19.8(16)
10.7(14)
9.3(14)

11.7(14)
16.1(15)
9.9(14)

12.2(15)
15.7(16)
11.0(14)
13.1(15)
14.1(15)
11.0(14)
11.4(15)
13.8(15)
16.3(15)
15.3(15)
11.6(14)
13.4(15)
19.8(16)
15.4(15)
13.3(15)
21.0(17)
20.8(16)
19.8(16)
18.1(16)
15.6(15)
16.4(15)
9.5(15)

14.5(15)
13.5(16)
21.5(18)
20.0(16)

9.8(14)
6.2(14)
6.4(14)
7.7(14)
9.4(15)
5.2(14)
3.3(14)
7.3(14)
6.9(14)
5.9(14)
13.4(16)
5.9(14)
6.8(14)
10.4(14)
9.4(15)
9.9(14)
6.7(14)
11.3(15)
6.4(14)
8.7(15)
6.3(15)
6.2(14)
6.8(14)
6.0(14)
7.6(15)
7.8(15)
7.6(14)
7.4(14)
9.0(15)
8.7(15)
8.3(15)
11.7(16)
9.8(16)
8.2(15)
6.3(15)
5.7(14)
7.1(15)
13.5(17)
6.1(15)
6.8(15)
11.3(16)
6.2(15)



C29
C38
C76
Cr71
Cr7
Co4
C56
C69
C70
C16
C68
Ci12
C58
C30
C31
C32
C57
C40
C13
C15
Cl4
C39
C41
Cl11
Cl12
Cl22
Cl21
C200
C100

30.5(19)
42(2)
31(2)
27.2(18)
42(2)
29.9(19)
50(2)
36(2)
31(2)
38(2)
41(2)
47(2)
62(3)
35(2)
52(3)
41(2)
51(2)
67(3)
61(3)
30(2)
40(3)
79(3)
71(3)
84.4(13)
66.7(12)
90.4(17)
187(3)
105(6)
61(5)

24.0(18)
21.8(18)
32(2)
25.5(18)
33(2)
23.0(18)
21.1(19)
41(2)
39(2)
42(2)
32(2)
46(2)
23.6(19)
44(2)
49(3)
37(2)
36(2)
24(2)
75(3)
76(3)
94(4)
34(2)
48(3)
83.6(13)
157(2)
79.3(15)
170(3)
86(6)
145(9)

39(2)
45(2)
37(2)
28.2(18)
27.9(19)
28.3(18)
40(2)
41(2)
37(2)
30(2)
57(3)
42(2)
52(2)
60(3)
48(3)
74(3)
55(3)
59(3)
49(3)
45(3)
37(2)
106(4)
74(3)
81.0(12)
89.6(14)
165(3)
112(2)
70(5)
255(15)

Table 4 Bond Lengths for 16Jux_FA02_2.

Atom Atom Length/A  Atom Atom Length/A

S1
S1
S1
S1
N1
N1
C23
C23

02  1.424(2)
o1  1.427(2)
N1  1.681(3)

Cll 1.755(4)
C21  1.410(4)
COBA 1.422(4)
C24 1.453(5)
C22 1.436(5)

C61
C53
C59
C54
C26
C26
C28
C28

C66
C54
C54
C55
C34
C20
C33
C29

1.388(5)
1.389(5)
1.389(5)
1.539(5)
1.416(5)
1.411(5)
1.375(5)
1.534(5)
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12.2(16)
17.9(17)
17.1(17)
11.5(15)
10.6(16)
9.8(15)
12.0(17)
21.1(19)
12.3(18)
8.1(18)
15.7(19)
20(2)
18.6(18)
28(2)
12(2)
28(2)
30(2)
15(2)
28(2)
16(2)
17(3)
40(3)
42(3)
46.7(11)
81.9(15)
31.1(16)
72(2)
31(4)
155(11)

22.9(17)
29.6(19)
15.0(17)
17.8(15)
18.6(17)
16.7(16)
19.8(19)
24.3(18)
16.4(17)
12.3(17)
36(2)
17(2)
39(2)
24(2)
34(2)
38(2)
21(2)
36(2)
19(2)
9.5(19)
10(2)
73(3)
26(3)
38.7(10)
45.6(11)
-39.0(17)
76(2)
-11(5)
54(7)

9.6(15)
12.4(16)
14.3(16)
10.7(15)
20.1(17)
9.5(15)
3.5(17)
13.3(18)
10.8(17)
7.4(19)
12.9(18)
24(2)
10.1(19)
16.8(19)
14(2)
15.2(19)
17.1(19)
7(2)
43(3)
14(2)
34(3)
25(2)
25(2)
34.3(10)
49.8(13)
23.1(13)
114(3)
58(5)
38(6)



C23 COBA 1.374(5) C65 C67 1.533(5)
C24 C25 1.428(5) C65 C66 1.400(5)
C24 C50 1.411(4) C65 C64 1.383(5)
C49 C48 1410(5) C72 C73 1.389(5)
C49 C62 1441(5) C72 C71 1.390(5)
C49 C50 1.417(5) C63 C64 1.407(5)
C48 C1AA1439(5) C37 C42 1.392(5)
C48 C45 1.424(5) C37 C36 1.385(5)
C25 C45 1.409(5) C37 C38 1.541(5)
C25 C26 1.460(5) C34 C35 1.461(5)
C22 C21 1348(5) C34 C33 1.410(5)
C51 C60 1.409(4) C2AACT73 1.387(5)
C51 C52 1433(4) C36 C35 1.402(5)
C51 C50 1.449(4) C67 C69 1.534(5)
C60 C61 1.461(5) C67 C70 1.537(5)
C60 C59 1.405(5) C67 C68 1.531(5)
C52 COBA 1.453(4) C55 C56 1.529(5)
C52 C53 1389(5) C55 C58 1.523(5)
C44 C43 1.408(5) C55 C57 1.540(5)
C44 C45 1451(5) Cl1 C16 1.389(5)
C44 C35 14155) Cl1 C12 1.376(5)
C1AA COAA 1.415(5) C29 C30 1.549(5)
CIAA C2AA 1417(5) C29 C31 1.525(5)
C62 C61 1422(5) C29 C32 1.527(5)
C62 C63 1.407(5) C38 C40 1.533(6)
C74 C72 1536(4) C38 C39 1.519(5)
C74 C75 1527(5) C38 C4l 1.526(6)
C74 C76 1532(5) C16 C15 1.389(6)
C74 C77 1531(5) Cl2 C13 1.391(6)
C43 C2AA1475(5) C13 Cl4 1.376(7)
C43 C42 1397(5) C15 Cl4 1.366(7)
COAAC63 1.469(5) CI11 C100 1.673(9)
COAAC71 1398(5) Cl12 C100 1.706(9)
C27 C28 1.404(5) CI22 C200 1.721(7)
C27 C20 1374(5) CI21 C200 1.791(9)

Table 5 Bond Angles for 16Jux_FA02_2.
Atom Atom Atom Angle/° Atom Atom Atom Angle/®
02 S1 0O1 118.90(15) C59 Ch4 C53 118.0(3)
02 9S1 N1  104.99(14) C59 Cbh4 C55 122.9(3)
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02
o1
o1
N1
C21
C21

S1
S1
S1
S1
N1
N1

COBA N1

C22

C23

COBA C23
COBA C23

C25
C50
C50
C48
C48
C50
C49
C49
C45
C24
C45
C45
C21
C60
C60
C52
C51
C59
C59
C51
C53
C53
C43
C43
C35

C24
C24
C24
C49
C49
C49
C48
C48
C48
C25
C25
C25
C22
C51
C51
C51
C60
C60
C60
C52
C52
C52
C44
C44
C44

Cl1
N1
Cl1
Cl1
S1

109.84(16)
110.00(14)
108.76(16)
103.19(15)
117.9(2)

COBA 106.7(3)

S1

C24
C24
C22
C23
C23
C25
C62
C50
C62

130.6(2)
130.3(3)
121.4(3)
107.9(3)
124.2(3)
116.0(3)
119.6(3)
119.9(3)
119.6(3)
120.1(3)

C1AA 120.3(3)

C45

119.4(3)

C1AA 120.4(3)

C26
C24
C26
C23
C52
C50
C50
Co1l
C51
Co1l

123.5(3)
118.2(3)
118.3(3)
107.8(3)
118.3(3)
120.0(3)
121.6(3)
119.0(3)
119.2(3)
121.7(3)

COBA 114.5(3)

C51

119.5(3)

COBA 126.0(3)

C45
C35
C45

COAA C1AA C48
COAA C1AA C2AA 119.1(3)
C2AA C1AA C48

C22
C6l
C63
C63

C21
C62
C62
C62

N1

C49
C49
C61

120.7(3)
119.3(3)
119.9(3)
120.3(3)

120.6(3)
109.6(3)
119.8(3)
120.7(3)
119.4(3)

C34
C20
C20
C27
C33
C33
C66
Co4
Co4
C73
C73
C71
C62
Co4
Co4
C42
C36
C36
C26
C33
C33

C26
C26
C26
C28
C28
C28
C65
C65
C65
C72
C72
C72
C63
C63
C63
C37
C37
C37
C34
C34
C34

C25 119.8(3)
C25 122.4(3)
C34 1175(3)
C29 120.1(3)
C27 116.7(3)
C29 123.1(3)
C67 119.7(3)
C67 122.6(3)
C66 117.6(3)
C74 122.2(3)
C71  117.4(3)
C74 120.2(3)
COAA 119.3(3)
C62 118.9(3)
COAA 121.7(3)
C38 120.4(3)
C42 117.4(3)
C38 122.2(3)
C35 119.2(3)
C26 118.8(3)
C35 121.6(3)

C1AA C2AA C43  119.1(3)
C2AA C1AA 119.3(3)
C2AA C43  121.6(3)

C73
C73
C37
C37
C65
C65
C69
C68
C68
C68
C54
C56
C56
C58
C58
C58
C27
C44
C36
C36

C42
C36
C67
C67
C67
C67
C67
C67
C55
C55
C55
C55
C55
C55
C20
C35
C35
C35

C43  122.8(3)
C35 122.3(3)
C69 110.7(3)
C70 108.9(3)
C70 108.3(3)
C65 112.03)
C69 108.7(3)
C70 108.1(3)
C57 108.3(3)
C54 109.5(3)
C57 109.1(3)
C54 112.03)
C56 108.7(3)
C57 109.3(3)
C26 121.5(3)
C34 118.9(3)
C44 119.1(3)
C34 121.8(3)



C24
C24
C49
C75
C75
C75
C76
Cr7
Cr7
C44
C42
C42
N1

C23
C23

Cr71
Cr71
C20
C62
C66
C66
C52
C54
C48
C25
C25
C53

S1
S1
S1
S1
S1
02
02
02
02

C50
C50
C50
C74
C74
C74
C74
C74
C74
C43
C43
C43

C49
C51
Cs1
Cr2
C76
cri
Cr2
Cr2
C76

120.2(3)
120.2(3)
119.6(3)
112.2(3)
108.8(3)
108.0(3)
107.8(3)
110.9(3)
109.1(3)

C2AA 119.7(3)

C44

118.9(3)

C2AA 121.4(3)
COBA C52
COBA N1

COBA C52
C1AA COAA C63

129.5(3)
107.9(3)
122.6(3)
119.4(3)

COAA C1AA 118.9(3)
COAA C63

C27
C61
C61
C61
C53
C59
C45
C45
C45
C54

N1
N1
N1
Cl1
Cl1
S1
S1
S1
S1

C28
C60
C60
C62
C54
C60
C44
C48
C44
C55

121.7(3)
121.9(3)
119.4(3)
121.4(3)
118.9(3)
122.1(3)
122.2(3)
119.4(3)
120.8(3)
119.7(3)
119.1(3)

C16
C12
C12
C61

Cll Sl  118.2(3)
Cll S1  120.1(3)
Cll C16 121.6(4)
C66 C65 122.4(3)

C2AAC73 C72 122.7(3)

C28
C28
C31
C31
C31
C32
C32
C40
C39
C39
C39
C41
C41
C72
C65
C15
Cl1
Cl4
Cl4
C15
Cl22
Cl11

C33 C34 123.4(3)
C29 C30 109.4(3)
C29 C28 109.0(3)
C29 C30 109.4(3)
C29 C32 109.7(3)
C29 C28 112.0(3)
C29 C30 107.3(3)
C38 C37 109.8(3)
C38 C37 112.1(3)
C38 C40 107.4(4)
C38 C41 109.9(4)
C38 C37 109.0(3)
C38 C40 108.6(3)
C71 COAA 122.6(3)
C64 C63 122.4(3)
Cl16 C11 118.9(4)
Cl2 C13 1185(4)
C13 C12 119.9(5)
C15 C16 119.6(4)
Cl4 C13 121.4(4)
C200 CI21 109.5(4)
C100 Cl12 119.6(5)

Table 6 Torsion Angles for 16Jux_FA02_2.
D  Angle/”
C22 160.7(2)

C
C21

COBA C23
COBA C52

Cl6
C12
N1
N1
Cl1
Cl1

-157.5(3)
19.5(5)

C15 -175.9(3)
C13 176.6(3)
c21  13.4(3)
COBA 165.5(3)
C16 106.6(3)
C12 -69.5(3)

A B C D
C43 C2AAC73 C72
COBA N1 C21 C22
COBA C23 (C24 C25
COBA C23 (C24 C50
COBA C23 (C22 cC21
COBA C52 (C53 CbH4
COAA C1AA C2AA C43
COAA C1AA C2AA C73
COAA C63 C64 C65

39

Angle/®
175.9(3)
2.5(4)
170.2(3)
-15.4(4)
-1.1(4)
-177.8(3)
-177.1(3)
1.0(5)
175.7(3)



o1

o1

o1

o1

N1

N1

C23
C23
C23
C23
C23
C24
C24
C24
C24
C24
C24
C24
C49
C49
C49
C49
C49
C49
C49
C49
C48
C48
C48
C48
C48
C48
C48
C48
C25
C25
C25
C25
C25
C22
C22
C22

S1

S1

S1

S1

S1

S1

C24
C24
C24
C24
C22
C23
C23
C23
C25
C25
C25
C25
C48
C48
C48
C48
C62
C62
C62
C62
C49
C49
C49
C49

N1 C21

142.4(2)

N1  COBA -65.5(3)

Cl1 Ci6
Cl1 Ci2
Cl1 Ci6
Cl1 Ci2
C25 C45
C25 C26
C50 C49
C50 (51
C21 N1

C22 C21
COBA N1

COBA C52
C45 (48
C45 C44
C26 C34
C26 C20

-25.1(3)
158.8(3)
-141.9(3)
42.0(3)
156.7(3)
-26.0(5)
-164.0(3)
18.2(4)
-0.9(4)
-173.9(3)
176.1(3)
-1.2(5)
11.4(5)
-164.7(3)
163.0(3)
-23.9(5)

C1AA COAA 0.1(5)
C1AA C2AA -178.0(3)

C45 C25
C45 C44
C6l1 C60
C6l C66

1.7(5)
177.7(3)
2.5(5)
-171.1(3)

C63 COAA -4.1(5)

C63 Co4
C62 C61
C62 C63
C50 C24
C50 (51

C1AA COAA C63
C1AA COAACT71
C1AA C2AA C43
C1AA C2AA C73

C24
C24
C26
C26
C26
C23
C23
C23

C50
C50
C34
C34
C20
C24
C24

C49
C51
C35
C33
C27
C25
C50

COBA N1

171.7(3)
-179.0(3)
3.9(5)
2.6(5)
-179.6(3)
-0.4(5)
-178.2(3)
1.1(5)
179.2(3)
10.7(5)
-167.1(3)
4.5(5)
178.1(3)
-176.6(3)
-17.9(5)
156.5(3)
2.6(4)

C27
C27
C27
C27
Co1l
Co1l
Co61l
C53
C53
C53
C53
C53
C59
C59
C59
C59
C59
C45
C45
C45
C45
C45
C45
C45
C45
C26
C26
C26
C26
C26
C28
C63
C63
C63
C37
C37
C34

C28
C28
C28
C28
C60
C62
C62
C52
C52
C54
C54
C54
C60
C60
C54
C54
C54
C48
C48
C25
C25
C44
C44
C44
C44
C25
C25
C34
C34
C34
C27
C62
C62

C33
C29
C29
C29
C59
C63
C63

COBA N1

C34 -1.5(5)
C30 -52.7(4)
C31 66.9(4)
C32 -171.5(3)
C54 171.4(3)
COAA 178.8(3)
C64 -5.4(5)
17.4(5)

COBA C23 -165.8(3)

C55
C55
C55
Co1
Co1
C55
C55
C55

C56  -50.7(4)
C58 -171.3(3)
C57 68.1(4)
C62 169.1(3)
C66 -17.6(5)
C56 129.3(4)
C58  8.7(5)
C57 -111.9(4)

C1AA COAA -179.6(3)
C1AA C2AA 2.2(5)

C26
C26
C43
C43
C35
C35
C45
C45
C35
C35
C33
C20
C61
C61

C34 -19.7(5)
C20 153.5(3)
C2AA 3.9(5)
C42 -173.6(3)
C34 -14.2(5)
C36 170.8(3)
C48  -166.1(3)
C44 17.8(4)
C44 12.3(5)
C36 -172.9(3)
C28 -2.3(5)
C26 -0.5(5)
C60 179.6(3)
C66 6.1(5)

COAA C71
C36 C35
C36 C35
C26 C20

Cr2
C44
C34
C27

C2AA C1AA COAA C63
C2AA C1AA COAACT1
C2AA C43 C42 C37
C42 C43 C2AAC1AA173.3(3)
C42 C43 C2AACT3
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-177.8(3)
4.5(5)
-170.3(3)
-3.3(5)
177.8(3)
0.0(5)
-176.2(3)

-4.8(5)



C22
C51
C51
C51
C51
C51
C51
C60
C60
C60
C60
C60
C60
C60
C52
C52
C52
C52
C52
C52
C44
C44
C44

C23
C60
C60
C60
C52
C52
C52
Cs1
Cs51
C51
C51
Co61l
C59
C59
C51
C51
C51
C51
C53
C53
C43
C43
C43

C1AA C48
C1AA C48
C1AA COAA C63 C62
C1AA COAA C63 Co4
C1AA COAACT1L C72
C1AA C2AAC73 C72

C21
C21
C62
C62
C62
C62
C62
C62
C50
C50
C50
C50
C50

N1

N1

C49
C49
C49
C49
C61
C63
C24
C24
C49
C49
C49

COBA C52
Ce6l C62
C6l C66
C59 Cb54
COBA N1

COBA C23
C53 Cb54

-174.7(3)
-14.0(5)
159.3(3)
-5.5(5)
-162.4(3)
14.3(4)
2.1(5)

C52 COBA 171.4(3)

C52 (53
C50 C24
C50 C49
Ce66 C65
C54 C53
C54 (C55
Ce60 C61
C60 C59
C50 C24
C50 C49
C54 (C59
C54 (C55

-8.5(5)
172.3(3)
-5.5(5)
-174.8(3)
-1.0(5)
179.0(3)
-166.9(3)
10.0(5)
-5.1(5)
177.03)
2.7(5)
-177.3(3)

C2AA C1AA -4.1(5)

C2AA C73
C42 C37
C45 C25
C45 C44

COBA C23
COBA C52

177.8(3)
1.3(5)
-178.6(3)
-2.5(5)
2.4(5)
-173.3(3)
0.0(5)
-2.2(5)
-3.1(3)
174.0(3)

C48 C1AA -1.8(5)

C48 C45
C50 C24
C50 (51
C66 C65
C64 C65
C25 C45
C25 C26

177.9(3)
175.9(3)
-6.2(5)
-1.4(5)
0.0(5)
-17.5(5)
159.8(3)

C48 C1AA 171.5(3)

C48 C45
C62 C61

-8.8(5)
7.7(5)

C42
C42
C42
C42
C36
C36
C36
C36
Ce7
Ce7
C20
C20
C20
C20
C35
C35
C35
C35
C35
Cl1
Cl1
Cl1
Cl1
C66
C66
C66
C66
C73
C75
C75
C33
C33
C33
C33
C33
C29
C38
C38
C76
C76
Cr71
Cr71

C37
C37
C37
C37
C37
C37
C37
C37
C65
C65
C27
C27
C26
C26
C44
C44
C44
C44
C34
S1

S1

C16
C12
C65
C65
C65
C65
C72
C74
C74
C28
C28
C28
C34
C34
C28
C37
C37
C74
C74

C36
C38
C38
C38
C42
C38
C38
C38
C66
Co4
C28
C28
C34
C34
C43
C43
C45
C45
C33
N1

N1

C15
C13
C67
C67
C67
Co4
Cr71
Cr2
Cr2
C29
C29
C29
C35
C35
C33
C42
C36
Cr72
Cr2

COAA C63
COAA C63

41

C35
C40
C39
C41
C43
C40
C39
C41
C61
C63
C33
C29
C35
C33
C2AA
C42
C48
C25
C28
C21
COBA
Cl4
Cl4
C69
C70
C68
C63
COAA
C73
Cr71
C30
C31
C32
C44
C36
C34
C43
C35
C73
Cr71
C62
Co4

-0.4(5)
46.4(5)
165.7(4)
-72.4(4)
-2.6(5)
-133.2(4)
-13.9(5)
108.0(4)
171.6(3)
-170.7(3)
2.9(5)
-179.9(3)
-168.9(3)
4.6(5)
-179.5(3)
3.0(5)
-177.1(3)
-1.0(5)
171.1(3)
-101.7(3)
50.4(3)
-1.8(6)
0.1(6)
58.1(4)
-60.8(4)
179.6(3)
4.6(5)
-1.0(5)
-14.0(4)
170.7(3)
124.4(4)
-116.1(4)
5.6(5)
-161.0(3)
13.8(5)
-178.6(3)
177.8(3)
179.3(3)
105.7(4)
-69.6(4)
-179.9(3)
4.4(5)



C50 C49 C62 C63 -169.4(3) C71 C72 C73 C2AA21(5)
C50 C51 Ce60 C61 15.6(4) C77 C74 C72 C73 -134.9(3)
C50 C51 C60 C59 -167.5(3) C77 C74 C72 C71 49.8(4)
C50 C51 C52 COBA-11.1(4) C64 C65 C67 C69 -126.7(4)
C50 €51 C52 C53 169.0(3) C64 C65 C67 C70 114.4(4)
C74 C72 C73 C2AA-173.3(3) C64 C65 C67 C68 -5.2(5)
C74 C72 C71 COAA17453) C64 C65 C66 C61 -3.9(5)
C43 C44 C45 C48 -06(5) Cl6 Cl1 Ci12 Ci13 0.6(6)
C43 C44 C45 C25 1756(3) Cl6 C15 Cl14 Ci13 2.5(7)
C43 C44 C35 C34 169.2(3) Cl2 Cl1 Ci6 Ci5 0.2(6)
C43 C44 C35 C36 -585) Cl2 Ci13 Ci14 Ci15 -1.7(7)

Table 7 Hydrogen Atom Coordinates (Ax10%) and Isotropic Displacement Parameters
(A%x10%) for 16Jux_FA02_2.

Atom X y z U(eq)
H22 5363 2565 451 31
H21 4568 783 -726 33
H27 8300 3242 1914 33
H53 3035 -535 1350 30
H59 2015 667 3436 30
H42 6148 8074 4045 35
H36 7685 6953 2441 34
H20 6692 2851 2115 30
H66 1311 1701 3755 32
H73 5181 7894 4756 31
H75A 5218 9094 6163 51
H75B 4294 9514 6096 51
H75C 4496 9010 5128 51
H33 8454 5981 2295 33
H76A 2610 7746 4162 48
H76B 2342 8304 5068 48
H76C 2017 7122 4643 48
H71 2875 6042 5161 31
H77A 4281 8096 6935 49
H77B 3016 7367 6335 49
H77C 3396 8557 6774 49
H64 1935 4639 4859 32
H56A 738 -1751 1025 60
H56B 1015 -2578 1311 60
H56C 1778 -1945 941 60
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HG69A
H69B
H69C
H70A
H70B
H70C
H16

HG68A
H68B
H68C
H12

H58A
H58B
H58C
H30A
H30B
H30C
H31A
H31B
H31C
H32A
H32B
H32C
H57A
H57B
H57C
H40A
H40B
H40C
H13

H15

H14

H39A
H39B
H39C
H41A
H41B
H41C
H20A
H20B
H10A
H10B

466
-291
1004
-620
-1262
-498
953
828
-461
163
2277
1784
1027
739
11110
10114
10521
10061
8905
9012
9679
10847
10290
2720
3432
3437
7335
8317
8449
574
-748
-898
8980
8781
8174
6342
6942
6033
3120
3251
4119
4512

1698
2158
2742
2562
2028
1593
-1909
4275
3636
4173
749
-695
-1847
-979
4868
3970
5086
4304
4352
3495
6121
6098
6414
-2030
-861
-1336
9552
10185
9410
833
-1824
-429
8653
9475
8310
8332
9516
8824
2855
3977
5936
6932
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4792
5211
5766
3059
3575
3142
-758
5619
5080
4556
-822
3686
2926
2738
2577
2485
3318
767
388
714
1650
2046
2796
2794
3514
2439
4493
4315
4757
-1194
-1168
-1317
3348
3003
2237
1884
2575
2784
654
1243
1125
2105

56
56
56
56
56
56
50
62
62
62
53
65
65
65
66
66
66
77
77
77
70
70
70
67
67
67
77
77
77
71
68
72
93
93
93
91
91
91
114
114
165
165



Table 8 Atomic Occupancy for 16Jux_FAQ02_2.
Atom Occupancy Atom Occupancy Atom Occupancy

CI11 0.75 Cl12 0.75 Cl22 0.75
CI21 0.75 C200 0.75 H20A 0.75
H20B 0.75 C100 0.75 H10A 0.75
H10B 0.75

Experimental

Single crystals of Cg75HgsCIsNO,S [16Jux_FAO02_2] were [crystallized from DCM/EtOH]. A
suitable crystal was selected and [mounted on a loop] on a SuperNova, Dual, Cu at zero, Atlas
diffractometer. The crystal was kept at 152.7(10) K during data collection. Using Olex2 [1],
the structure was solved with the ShelXS [2] structure solution program using Direct Methods
and refined with the Shel XL [3] refinement package using Least Squares minimisation.

1. Dolomanov, O.V., Bourhis, L.J., Gildea, R.J, Howard, J.A.K. & Puschmann, H.
(2009), J. Appl. Cryst. 42, 339-341.

2. Sheldrick, G.M. (2008). Acta Cryst. A64, 112-122.

3. Sheldrick, G.M. (2015). Acta Cryst. C71, 3-8.

Crystal structure determination of [16Jux_FA02_2]

Crystal Data for Cg75HgssCIsNO,S (M =1061.62 g/mol): triclinic, space group P-1 (no. 2), a =
14.0225(7) A, b = 15.4902(10) A, ¢ = 15.6494(5) A, a = 109.303(4)°, f = 105.791(4)°, y =
106.459(5)°, V = 2814.2(3) A% Z = 2, T = 152.7(10) K, p(CuKa) = 2.173 mm™, Dcalc =
1.253 g/cm®, 11987 reflections measured (7.186° < 20 < 113.446°), 7226 unique (Rin; =
0.0257, Rsigma = 0.0357) which were used in all calculations. The final R; was 0.0729 (1 >
25(1)) and wR, was 0.2094 (all data).

Refinement model description
Number of restraints - 1, number of constraints - unknown.

Details:

1. Fixed Uiso

At 1.2 times of:

All C(H) groups, All C(H,H) groups

At 1.5 times of:

All C(H,H,H) groups
2. Restrained distances

Cl21-C200 =~ Cl1l22-C200

with sigma of 0.02

Cl22-C200 =~ C121-C200

with sigma of 0.02
3. Uiso/Uaniso restraints and constraints
Cl21 = Cl22: within 1.7A with sigma of 0.04 and sigma for terminal atoms of
0.08
Clll ~ Cl12: within 1.7A with sigma of 0.04 and sigma for terminal atoms of
0.08

44



4. Others
Fixed Sof: Cl11(0.75) Cl12(0.75) Cl1l22(0.75) C1l21(0.75) C200(0.75)
H20A (0.75)
H20B(0.75) C100(0.75) H10A(0.75) H10B(0.75)
5.a Secondary CH2 refined with riding coordinates:
C200 (H20A,H20B), C100(H10A,H10B)
5.b Aromatic/amide H refined with riding coordinates:
C22 (H22), C21(H21), C27(H27), C53(H53), C59(H59), C42(H42), C36(H36),
C20(H20), Co66(H66), C73(H73), C33(H33), C71(H71), Co64(H64), Cl6(Hle6),
Cl2(H12),
Cl13(H13), Cl5(H15), Cl4(H14)
5.c Idealised Me refined as rotating group:
C75 (H75A,H75B,H75C), C76(H76A,H76B,H76C), C77(H77A,H77B,H77C),
C56 (H56A,H56B,
H56C), C69(H69A,H69B,H69C), C70(H70A,H70B,H70C), C68 (H68A,H68B,H68C),
C58 (H58A,
H58B,H58C), C30(H30A,H30B,H30C), C31(H31A,H31B,H31C), C32(H32A,H32B,H32C),
C57 (H57A,H57B,H57C), C40 (H40A,H40B,H40C), C39(H39A,H39B,H39C),
C41 (H41A,H41B,
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