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1. (R,E)-3-hydroxy-N'-(2-methyl-5-(prop-1-en-2-yl)cyclohex-2-en-1-ylidene)benzohydrazide, 3a
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Figure S1. 'H NMR spectrum of 3a in DMSO-ds.
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Figure S2. °C NMR spectrum of 3a in DMSO-ds.
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Figure S3. DEPT-135 NMR spectrum of 3a in DMSO-ds.
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Figure S4. 2D COSY NMR spectrum of 3a in DMSO-ds.
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Figure S5. 2D HSQC NMR spectrum of 3a in DMSO-ds.
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Figure S6. HRMS of 3a.

2. (R,E)-4-hydroxy-N'"-(2-methyl-5-(prop-1-en-2-yl)cyclohex-2-en-1-ylidene)benzohydrazide, 3b
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Figure S7. 'H NMR spectrum of 3b in DMSO-ds.
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Figure S8. '3C NMR spectrum of 3b in DMSO-ds.
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Figure S9. DEPT-135 NMR spectrum of 3b in DMSO-d.
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Figure S10. 2D COSY NMR spectrum of 3b in DMSO-dj.
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Figure S12. 2D HMBC NMR spectrum of 3b in DMSO-dp.
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Figure S13. HRMS of 3b.



3. (R,E)-2,4-dihydroxy-N'-(2-methyl-5-(prop-1-en-2-yl)cyclohex-2-en-1-ylidene) benzohydrazide, 3¢
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Figure S14. 'H NMR spectrum of 3¢ in DMSO-d.
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Figure S15. '3C NMR spectrum of 3¢ in DMSO-ds.
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Figure S16. DEPT-135 NMR spectrum of 3¢ in DMSO-dg.
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Figure S17. 2D COSY NMR spectrum of 3¢ in DMSO-db.
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Figure S18. 2D HSQC NMR spectrum of 3¢ in DMSO-dj.
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Gonan[1] S4s10.100
coz1 80.00 1
Gonnu(2] s4s10.100
cez2 20.10 3
100,00 usec
........ F1 INDIRECT DIMENSION =esnesnn
oy
o1 175000000 ppm

F1 - Acquisition parameters

seo1 150,5279 iz
FroRes 264123800 He
s 175.000 pom
Fitooe Echo-hntiacho

F2 - Processing paramsters
st

8
k3 £00.1600054 w4z
wow osme
ssa 2

18 0
ca o

vc 1.40

F1 - Procassing paramecars

st 1024
w2 acho-ancischo

s 150.9154525 iz
wow esthe
sse

8 0w
Ga o

ppm

Hz
Hz
ppm

iz
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Current Data Parameters
NAME

vs_268
%
FRoCNO i
. ) [ . ppm §§t;fcqu;sumn Pnsme;s;:nqzz .
nsTROM
PROBHD 21724460011
o l;gLE’ROG hmbcqplpggzg
P - 20 sovent anso
EN 6196731 e
— 0 L3 FIDRES 8.004611 Hz
a0 071249280 sac
o 61,800 usec
9 ® 9w § — 40 % 25800 15
Cust2 1450000000
CNST13 8.000000
50 0700000300 sec
238 1.04426599 sec
oz 0000344626 sc
D6 0.06250000 sec
016 0700020000 sc
- 60 IND 0.00001380 sec
B
srol 600.1630206 iz
woct 1n
3 12.00 usec
P2 24.00 usec
ELut 24.5000000 ®
SFO2 150.9319844 MHz
~ 80 ggcz 12.03 usec
Priz o1.64700000 W
GPNAM[1] SMSQ10.100
Grot 55,00 3
GPNAM[2] SMSQ10.100
Grz2 "0 %
g;s};m[!l SMsngélgg .
-100 P16 1000.00 usec
¢ ° -------- Fl INDIRECT DIMENSION =mmmmmm=
—3 ¢ 8 ' ¢ e 260.025753 ppm
o
-120 Frones 26505130 He
SW 240.029 ppm
FnMODE QF
- os T2 - pracessing prrameters
SF 600.1600054 iz
WOW QSINI
-140 ss8 o
] 5 M
— o ) sc 10
B B PR ;27 Pracessing prrameers |
e oF
- 0 ! 160
SSB 0
e o ne
GB 0
T T T T T T T T T
12 1 10 9 8 7 6 5 3 2 ppm
Figure S19. 2D HMBC NMR spectrum of 3¢ in DMSO-ds.
VS_260326_3b #1641-1695 RT: 3.54-364 AV 10 NL: 7.77E8
T: FTMS + p ESI Full ms [50.0000-750.0000]
301.15401
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o E
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Figure 20S. HRMS of 3c.
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(R,E)-4-methoxy-N'-2-methyl-5-(prop-1-en-2-yl)cyclohex-2-en-1-ylidene|benzohydrazide, 3d
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Figure S21. 'H NMR spectrum of 3d in DMSO-ds.

Current Data Parameters
NAME

VS_26_D
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20260421

Time 14.51
INSTRUM Avance
PROBHD 2172446_0011
PULPROG zg30
D 65536
SOLVENT DMSO
Ns 16
Ds ]
SWH 10000.000
FIDRES 0.305176
AQ 3.2768000
RG 101
DW 50.000
DE 10.45
TE 298.0
D1 1.00000000
TDO 1
SFOL 600.1845620
NUC1 1H
PO 4.00
P1 12.00
PLW1 24.50000000

6553
SF 600.1800054
EM

]
[
GB ]
.00
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Figure S22. '3C NMR spectrum of 3d in DMSO-ds.
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Figure S23. DEPT-135 NMR spectrum of 3d in DMSO-ds.

Current Data Parameters

NAME VS_26_D
EXPNO 22
PROCNO 1
F2 - Acquisition Parameters
Date_ 20260425
Time 9 h
INSTRUM vance
PROBHD 2172446_0011
PULPROG zgde30
32768
SOLVENT DMSO
NS 8192
DS 16
SWH 35714.286 Hz
FIDRES 2.179827 Hz
AQ 0.4587520 sec
RG 101
oW 14.000 usec
DE 6.50 usec
TE 298.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
SFO1 150.9319844 MHz
NUC1 13c
PO 4.00 usec
P1 12.00 usec
PLW1 91.64700000 W
SFO2 600.1824007 MHz
Nuc2 1H
CPDPRG2 waltzlé
PCPD2 70.00 usec
PLW2 24.50000000 W
PLW12 0.72000000 W
F2 - Processing parameters
ST 65536
SF 150.9154530 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
Current Data Parameters
vS_26_D
EXPNO 13
PROCNO 1
F2 - Acquisition Parameters
Date_ 20260421
Time 15.39 h
INSTRUM Avance
PROBHD 2172446_0011
PULPROG deptspl35
™ 32768
SOLVENT DMSO
NS 256
o] 8
SWH 35714.286 Hz
FIDRES 2.179827 Hz
a0 0.4587520 sec
RG 101
bW 14.000 usec
DE 6.50 usec
TE 298.0 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
D0 1
sFol 150.9319844 MHz
NUC1 13c
Pl 12.00 usec
P13 2000.00 usec
PLWO ow
PLWL 91.64700000 W
SPNAM[5] Crp60comp. 4
SPOALS 0.500
SPOFFSS 0 Hz
SPWS 20.16400000 W
sFo2 600.1824007 MHz
NuC2 1
CPDPRG2 waltzlé
P3 12.00 usec
P4 24.00 usec
PCPD2 70.00 usec
PLW2 24.50000000 W
PLW12 0.72000000 W
F2 - Processing parameters
sT 65536
SF 150.9154530 MHz
WDW
ssB 0
1B 1.00 Hz
cB 0
PC 1.40
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Figure S24. 2D COSY NMR spectrum of 3d in DMSO-ds.
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Figure S25. 2D HSQC NMR spectrum of 3d in DMSO-d.
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Current Data Parameters

vs_26 D
EXPNO 16
PROCNO 1
F2 - Acquisition Parameters
Dpate_ 20260422
20.50 h
INSTRUM Avance
PROBHD 2172446_0011
PULPROG cosygpmeqe
™ 2048
SOLVENT DMsO
NS 1
DS 16
suH 7142.857 Hz
FIDRES 6.975446 Hz
ag 0.1433600 sec
RG 101
DH 70.000 usec
DE §.50 usec
TE .
Do 0.00000300 sec
D1 1.02008367 sec
D13 0.00000400 sec
D16 0.00020000 sec
N0 ©.00014000 sec.
TDav 1
sFo1 600.1834969 MHz
NUCL 1
P1 .00 usec
PLWL 24.50000000 W
GPNAM[1] SMSQ10. 1
Pzl 16.00 %
GPNAM[2] SMS010.100
22 12.00 %
GPNAM[3] SMS010.100
Gpz3 .00 %
P16 1000.00 usec
F1 INDIRECT DIMENSION
256
sw_F1 11.901122 ppm
F1 - Acquisition parameters
™
sro1 600.1835 MHz
FIDRES 55.803570 Hz
901 ppm
FnMODE oF

F2 - Processing parameters
ST

F1 - Processing parameters
sI

M2
sF

wDW
sSB
1B
GB

Carant 0

Exono

£2 - heau

024
600.1800054
SINE

102.

o
0
0
0

7]

QF
600.1800054

ata Pacsmetare
vs_26.0
i

isicion Paramsters
20280022
720050011
heacedezgpep.3
2008

ouso.
2

0.00001834 sac

600.1834369
g

]
20.15400000
Cepd2,0.75,20.2
0.500

564550000
CepO_xEile

0.500

]

582770000

Cept2)1.5,20.2

.50

]

2.522%0000

S4s10.100

20.00

s4s10.100

20.10

1000.00

F1 INOTRECT DIMENSTON

175.000000

F1 - Acquisition parameters

sro1
FroRes

150,5279
260123800
175,000
Echo-hntiacho

F2 - Processing paramsters
st

F1 - Processing paramacers

8
500.1800054
osme

2

0

o
1.40
1024
acho-ancischo
150. 9154530
estie

0
o

e

3
3
0

iz

MHZ



Current Data Parameters
NAME

EXPNO
PROCNO

vS_26_0
19
1

F2 - Acquisition Parameters
t

Figure S27. HRMS of 3d.

A ppm Rine B
. £RoBHD. 2172006 001
—] ° . L 20 FuLPRoG hnbcgplpndg
! Sowvenr anso
o e
— 1 San 7142857
FIDRES 6.975446 Hz
R0 0%i313605 nee
— ) ! — 40 o 70,000 usec
% 28578 &5
SRer2 1450000600
CNST13 8.000000
o 0250000300 sec
238 1.04426599 sec
0 % b bbiasene =
- 60 os 5105530000 sec
a IND 0.00001382 sec
a SPo1 600.1634969 MHz
e 12,50 usec
0 P2 24.00 usec
- 80 Sros 15575300044 mne
Soez e
' 2oz o1, 64700000 W
. GPNAM[1] SMSQ10.100
g;ﬁmu smsmg?igg *
. 100 ggszuzmm SMS010.100
GPZ3 40.10 %
. a6 108055 nsec
—4 “ 4 == F1 INDIRECT DIMENSION =
240026733 ppm
N - 120 1 - acauisicion parsmecers
s v Frones 2630031433 He”
b ° sw 240.029 ppm
—4 ? FRMODE oF
£2 - Processing parameters
140 & 6001605085 e
WOW QSINE
—i] © o 8SB 0
) & 5 M
] PC 1.40
\ 0 . ¢ -160 ;27 Processing parameters
’ ‘;; 150.91545% MHz
o s
. SSE [
i 5 nz
GB 0
T T T T T T T T T
10 9 8 7 6 5 4 3 2 ppm
Figure S26. 2D HMBC NMR spectrum of 3d in DMSO-dg.
VS_260326_3¢ #1993-2031 RT: 423429 AV: 7 NL: 1.72E9
T: FTMS + p ESI Full ms [50.0000-750.0000]
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4. (R,E)-2-methoxy-N'-2-methyl-5-(prop-1-en-2-yl)cyclohex-2-en-1-ylidene]benzohydrazide, 3e
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Figure S28. 'H NMR spectrum of 3¢ in DMSO-d.

Current Data Parameters

NAME Vs_26_C
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters

Date_ 20260421
Time 13.50
INSTRUM Avance
PROBHD Z172446_0011
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
Ds ]
SWH 10000.000
FIDRES 0.305176
AQ 3.2768000
RG 101
oW 50.000
DE 10.45
TE 298.0
D1 1.00000000
TDO

SFO1 600.1845620
NUC1 1H
PO 4.00
P1 12.00
PLW1 24.50000000

F2 - Processing parameters
ST 65536

SF 600.1800050
WDW EM
ssB 0
LB ]
GB ]
PC 1.00

h
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Figure S29. '3C NMR spectrum of 3e in DMSO-ds.
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Figure 30S. DEPT-135 NMR spectrum of 3e in DMSO-dg.

Current Data Parameters

NAME VS_26_C
EXPNO 12
PROCNO 1
F2 - Acquisition Parameters

Date_ 20260421
Time 14.26
INSTRUM Avance
PROBHD Z172446_0011
PULPROG zgde30
TD 32768
SOLVENT DMSO
NS 1024
Ds 16
SWH 35714.286
FIDRES 2.179827
AQ 0.4587520
RG 101
DW 14.000
DE 6.50
TE 298.0
D1 1.50000000
D11 0.03000000
TDO 1
SFOL 150.9319844
NUCL 13¢
PO 4.00
P1 12.00
PLWL 91.64700000
SFO02 600.1824007
NuUC2 1H
CPDPRG2 waltzlé
PCPD2 70.00
PLW2 24.50000000
PLW12 0.72000000
F2 - Processing parameters

ST 65536
SF 150.9154531
WDW EM
8SB ]
LB 1.00
GB ]
PC 1.40

Current Data Parameters

Hz
Hz
sec

usec
usec

=

sec
sec

usec
usec

=

MHz

usec

==

vs_26_C
EXPNO 13
PROCNO 1
F2 - Acquisition Parameters
Date_ 20260421
Time 14.38 h
INSTRUM Avance
PROBHD 2172446_0011
PULPROG deptspl35
™ 32768
SOLVENT DMSO
NS 256
DS 8
SWH 35714.286 Hz
FIDRES 2.179827 Hz
a0 0.4587520 sec
RG 101
DW 14.000 usec
DE 6.50 usec
TE 298.0 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
DO 1
SFoL 150.9319844 MHz
NUC1 13c
P1 12.00 usec
P13 2000.00 usec
PLWO 0w
PLW1 91.64700000 W
SPNAM[5] Crp60comp. 4
SPOALS 0.500
SPOFFSS 0 Hz
SPW5 20.16400000 W
SFO2 600.1824007 MHz
NUC2 1H
CPDPRG2 waltzl6
P3 12.00 usec
P4 24.00 usec
PCPD2 70.00 usec
PLW2 24.50000000 W
PLW12 0.72000000 W
F2 - Processing parameters
sI 65536
SF 150.9154531 MHz
WOW
ssB 0
1B 1.00 Hz
cB 0
PC 1.40
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Figure S31. 2D COSY NMR spectrum of 3e in DMSO-dj.
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Figure S32. 2D HSQC NMR spectrum of 3e in DMSO-dj.
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Current Data Parameters

vs_26 ¢
EXPNO 16
PROCNO 1
F2 - Acquisition Parameters
Dpate_ 20260422

13.01 h

INSTRUM Avance
PROBHD 2172446_0011
PULPROG cosygpmeqe
™ 2048
SOLVENT DMsO
NS 1
DS 16
suH 7142.857 Hz
FIDRES 6.975446 Hz
ag 0.1433600 sec
RG 101
DH 70.000 usec
DE §.50 usec
TE .
Do 0.00000300 sec
D1 1.02417970 sec
D13 0.00000400 sec
D16 0.00020000 sec
N0 ©.00014000 sec.
TDav 1
sFo1 600.1835646 MHz
NUCL 1
P1 12.00 usec
PLWL 24.50000000 W
GPNAM[1]
Pzl 16.00 %
GPNAM[2] SMS010.100
22 12.00 %
GPNAM[3] SMS010.100
pz3 40.00 %
P16 1000.00 usec

F1 INDIRECT DIMENSION =:

sw_FL

11.901121 ppm

F1 - Acquisition parameters

sro1 600.1836 MHz

FIDRES 55.803570 Hz
11.901 ppm

FnMODE oF

F2 - Processing parameters

ST 024

sF 600.1800050 MHz

WDH SINE

ssB o

1B 0 5z

B 0

PC 1.40

F1 - Processing parameters

sI 1024

Mc2 oF

SF 600.1800050 MHz

WDR

ssB 0

18 0 nz

GB 0

Cacrant Data Parsmaters
i vs_26.¢
Exono il

£2 - Acquisition Parameters

Dace. 20280022
Tine
NSTRU Avance
PROBHD 21720050011
PuLPROG heacedezgpep.3
o 2008
souvent ouso.
N 2
0s 1
s 7142,857 u:
Frones 6975008 He
a0 01433600 sac
I 10
o 70000 usec
0 6.50 veec
2551
cust2 165.0000000
0.00000300 sec
0 1045255399 sec
04 000172014 sec
m 0.03000000 sec
o 0.00020000 2o
o 0.00344528 sac
mo 0.00001834 sac
zGopTis X
seo1 6001835546 iz
ey 10
” 12.00 veec
vz 24.00 veac
puin 24. 50000000
seo2 150.9279070 sz
2 i
coopRcz bi_pSndsp_tsp.2
12000 vsec
e 500100 veec
o 1730.00 ueec
5 1500.00 use:
PLn o0
pLR2 91.64700000 %
pLinz 3166390000 #
soun[3) €ep60,0.5,20.1
SPoAL3 o
spores3 0
o 20.16400000
sounu[14] Cepd2,0.75,20.2
SpoAL 0.500
seorrs1e b
sernd 564590000 W
soun[15] CepO_xEile
Spoatie 0.500
Sroreeis (I
seie 5.82770000 W
sounu(31] Cept2)1.5,20.2
onL3 0.500
seorren 0
seus1 2.52290000 W
Gonan[1] S4s10.100
coz1 80.00 1
Gonnu(2] s4s10.100
2 20.10 3
¢ 100,00 usec
........ F1 INDIRECT DIMENSION =esnesnn
oy
o1 175000000 ppm

F1 - Acquisition parameters

seo1 150,5279 iz
FroRes 264123800 He
s 175.000 pom
Fitooe Echo-hntiacho

F2 - Processing paramsters

st 48

k3 £00.1800050 iz
wow osmie
ssa 2

18 0
ca o

vc 1.40

F1 - Processing paramacers

1024
w2 acho-ancischo

s 150.9154531 Wz
wow esthe

ssi

8 0w
Ga o




Current Data Parameters
NAME

vs_26.c
e B
Frocho i
l I F2 - Acquisition Parameters
Beta_ So5eazs
Ll . L ) P ppm oate 0424
TSR0
PROBHD 2172446 9011
PULPROG hmbcgplpndgf
. 20 T prr
o - Soweur Futo
ot H
Ds 1
S T142.687 e

01
oW 70.000 usec
° o o o - 40 oE 650 usec
cusT2 145.0000000
cusT13 8.000000
00 0.00000300 sec
o1 1.04426599 sec
02 0.00344828 s
06 0.06250000 sec
D16 0.00020000 =
- 60 o 0.00001380 sec
Toav 1
sFoL 600.1835761 Mz
wuct 18
PL 12.00 usec
P2 24.00 usec
PLWL 24.50000000 W
sF02 150.9319844 MHz
- 80 wocz 13¢
3 12.00 usec
PLW2 91.64700000 W
GPNAM[1] SMS010.100
Gpz1 50.00 %
GPNAN[2] SMS010.100
Gpz2 .
GPNAM[3] SMS010.100
Gpz3 40.10 %

100 Y 100000 usec

== F1 INDIRECT DIMENSION =

° 240028393 ppn
0 F1 - Acquisition parameters
o
fo ~120 SHoes 2835031003 He
SW 240.029 ppm
FnMODE QF
0 © B I T2 - rrocessing parameters
i 600. 1605059 Hnz
05 "
GB 0
° e Lah
. . . . ® o F1 - Processing parameters
o 0 . 0 ° ez o
‘ ) - 160 ez e
SSB 0
b e
GB 0
T T T T T T T T T
1 10 9 8 7 6 5 4 3 2 ppm
Figure S33. 2D HMBC NMR spectrum of 3e in DMSO-ds.
VS_260326_3¢ #1993-2031 RT: 423429 AV: 7 NL: 1.72E9
T: FTMS + p ESI Full ms [50.0000-750.0000]
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Figure S34. HRMS of 3e.
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6. (R ,E) -4: (dimethylamino)-N'-2-methyl-5-(prop-1-en-2-yl)cyclohex-2-en-1-ylidene] benzohydrazide,
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Current Data Parameters

NAME VS_26_E
EXPNO 15
PROCNO 1

F2 - Acquisition Parameters

Date_ 20260422
Time 22.04 h
INSTRUM Avance
PROBHD 2172446_0011
PULPROG 2930

TD 65536
SOLVENT DMSO

NS 16

DS 0

SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2768000 sec
RG 101

bW 50.000 usec
DE 10.45 usec
TE 298.0 K
D1 1.00000000 sec
TDO 1

SFO1 600.1845620 MHz
NUCL 1H

PO 4.00 usec
Pl 12.00 usec
PLWL 24.50000000 W

F2 - Processing parameters

SI 6553

SF 600.1800050 MHz
WDW EM

8SB ]

LB 0 Hz
GB ]

PC 1.00
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Figure S35. 'H NMR spectrum of 3f in DMSO-d.
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Current Data Parameters

NAME VS_26_E
& 2 283 - 83 NOINMOTOONDTO NN TN OO W EXPNO 22
. e . . MHOOANOE~LOVWNMNMNANOOoOO NN PROCNO 1
8~ oo ° oo
8 S naQ ] a2 CCCRAARNRANAAANS ®®® ™™~
- o~ - — - FELTOOOOOOOONONNAAAAAA F2 - Acquisition Parameters
Date_ 20260425
Time 11.19 h
INSTRUM Avance
PROBHD 2172446_0011
PULPROG 2gde30
TD 32768
SOLVENT DMSO
CH O NS 8192
3 DS 16
sWH 35714.286 Hz
2 FIDRES 2.179827 Hz
a0 0.4587520 sec
RG 101
3 DW 14.000 usec
DE 6.50 usec
TE 298.0 K
D1 2.00000000 sec
D11 0.03000000 sec
DO 1
4 sFoL 150.9319844 MHz
NUCL 13c
3! PO 4.00 usec
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Figure $36. '3C NMR spectrum of 3f in DMSO-ds.
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Figure S37. DEPT-135 NMR spectrum of 3f in DMSO-d.
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Figure S41. HRMS of 3f.
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7. (R,E)-2-(1H-indol-3-yl)-N'-[2-methyl-5-(prop- 1-en-2-yl)cyclohex-2-en-1-ylidene] acetohydrazide,
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Figure S42. '"H NMR spectrum of 3g in DMSO-ds.
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Figure S47. 2D HMBC NMR spectrum of 3g in DMSO-ds.
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Figure S48. HRMS of 3g.
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8. (R,E)-N'"-[2-methyl-5-(prop-1-en-2-yl)cyclohex-2-en-1-ylidene]-1H-indole-3-carbohydrazide, 3h
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Figure S49. 'H NMR spectrum of 3h in DMSO-ds.
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Figure S51. DEPT-135 NMR spectrum of 3h in DMSO-db.
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Figure 50S. '°C NMR spectrum of 3h in DMSO-ds.
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Figure S54. 2D HMBC NMR spectrum of 3h in DMSO-dp.
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Figure S55. HRMS of 3h.
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9. (R,E)-N'-2-methyl-5-(prop-1-en-2-yl)cyclohex-2-en- 1-ylidene)isonicotinohydrazide, 3i
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Figure S56. 'H NMR spectrum of 3i in DMSO-ds.
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Figure S57. '3C NMR spectrum of 3i in DMSO-dG.
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Figure S58. DEPT-135 NMR spectrum of 3i in DMSO-ds.
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Figure 60S. 2D HSQC NMR spectrum of 3i in DMSO-d.
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Figure S61. 2D HMBC NMR spectrum of 3i in DMSO-d.
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Figure S62. HRMS of 3i.
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Table S1. Hydrogen Bonds and weak interactions for 3i.

D H A d(D-H)/A  d(H-A)/A  d(D-A)/A D-H-A/°
C61 Hel 082! 0.93 2.60 3.172(4) 120.4
C61 H61 N102! 0.93 2.57 3.493(4) 174.4
Cl162 HI6A 081 0.97 2.61 3.082(4) 110.5
Cl162 H16A NI101 0.97 2.52 3.481(4) 168.4
Cl161 H16C N102! 0.97 2.55 3.476(4) 159.1
N9I H91 082! 0.95(3) 2.01(3) 2.941(3) 166(3)
N92 H92 08l 0.88(3) 2.04(3) 2.904(3) 167(3)
Symmetry operation: ! I-x, 1/2+y, I-z

Table S2. Bond lengths for 3i.
Atom Atom Length/A Atom Atom Length/A
082 C72 1.228(3) C162 C152 1.524(4)
081 C71 1.228(3) C122 C132 1.326(5)
N101 N9T 1.395(3) C122 C172 1.512(5)

N101 C111 1.287(4)
N9l C71 1.346(4)
N92 N102 1.388(3)
N92 C72 1.344(4)
N102 C112 1.291(4)
Cll C71 1.492(4)
Cll C61 1375(4)
Cll C21 1376(5)
Cl12 C22 1.381(4)
Cl12 C72 1.490(4)
Cl12 C62 1.377(4)
C6l C51 1.385(5)
C112 C162 1.494(4)
C112 C122 1.470(4)
C22 €32 1.379(5)
Cl11 CI21 1.470(4)
Cl111 C161 1.504(4)
C32 N42 1.319(5)

N41 C51
N41 C31 1.319(6)
C62 C52 1.379(5)
C152 C182 1.514(5)
C152 C142 1.505(5)
C131 C121 1.330(5)
C131 C141 1.486(5)
N42 C52 1.328(5)
C121 C171 1.499(5)
C182 C192 1.399(6)
C182 C202 1.378(6)
C181 C151 1.503(5)
C181 C201 1.337(6)
C181 C191 1.488(6)
C151 C141 1.519(5)
C151 C161 1.523(5)
C132 C142 1.488(5)
C21 C31 1.363(5)

1.322(5)
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Table S3. Bond angles for 3i.

Atom Atom Atom Angle/* Atom Atom Atom Angle/®

CI111 N101 N91 117.9(2) C132 C122 C172 122.4(3)
C71 N91 N101 117.1(2) C31 N4l C51 115.9(4)
C72 N92 NI102 118.3(2) C12 C62 C52 119.2(3)
C112 N102 N92 117.2(2) C182 C152 Cl162 110.4(3)
C61 Cl1 C71 125.4(3) C142 C152 Cl162 109.6(3)
Cc61 Cl11 C21 117.1(3) C142 C152 C182 114.8(3)
C21 Cl11 C71 117.6(3) C121 C131 Cl141 125.6(3)
C22 Cl12 C72 123.9(3) C32 N42 Cs2 115.1(3)
Cc62 Cl2 C22 117.3(3) C111 C121 C171 118.6(3)
C62 Cl2 (C72 118.7(3) C131 C121 C111 119.4(3)
081 C71 N9l 123.6(3) C131 C121 C171 121.9(3)
081 C71 Cl11 118.9(3) C192 C182 C152 120.4(4)
N91 C71 Cl11 117.4(2) C202 C182 C152 118.8(4)
Cl1 Cel Csl 118.8(3) C202 C182 C192 120.8(4)
N102 C112 C162 125.1(3) C201 C181 C151 120.1(4)
N102 C112 C122 116.9(3) C201 C181 C191 121.6(4)
C122 C112 Cl162 117.8(3) C191 C181 Cl151 118.3(4)
C32 C22 Cl12 118.4(3) N41 C51 Cel 124.2(3)
082 C72 N92 124.3(3) C181 C151 Cl141 114.0(3)
082 C72 Cl12 119.93) C181 C151 C161 112.4(3)
N92 C72 Cl12 115.8(2) C141 C151 Cl161 109.9(3)
N101 CI111 C121 116.0(3) C122 C132 C142 125.3(3)
N101 C111 C1e6l 127.0(3) C131 C141 C151 111.7(3)
C121 C111 Cl1e6l 117.03) C31 C21 Cl11 119.7(4)
N42 C32 C22 125.4(3) C111 Cl161 C151 110.9(3)
Cl112 C162 C152 114.4(3) N42 C52 C62 124.5(4)
Cl112 C122 C172 118.3(3) C132 C142 C152 110.7(3)
C132 C122 C112 119.1(3) N41 C31 C21 124.4(4)
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Table S4. Torsion angles for 3i.

A B C D Angle/® A B C D Angle/®
NIOIN91 C71 081 7.2(4) C32 N42 C52 Ce62 -1.2(7)
NI10IN91 C71 Cl11 -172.1(2) C162C112C122C132 -6.1(5)
N101C111CI121C131 -172.9(3) C162C112C122C172 178.0(3)
N101C111CI121C171 9.4(5) C162C152C182C192 -73.9(5)
N101C111Cl161 C151 142.0(3) C162C152C182C202 104.4(4)
N91 N10I1CI111CI121 -175.6(3) C162C152C142C132 -51.1(4)
N91 NI101CI111C161 3.6(5) C122C112C162C152 -22.5(4)
N92 NI102C112C162 2.2(5) C122C132C142C152 25.5(6)
N92 N102C112C122 -172.6(3) C62 Cl12 C22 C32 -0.5(5)
N102N92 C72 082 3.9(5) C62 Cl12 C72 082 -37.4(4)
NI102N92 C72 Cl12 -174.4(2) C62 Cl12 C72 NO92 141.0(3)
N102C112C162C152 162.8(3) C121C111Cl161C151 -38.8(4)
N102C112C122C132 169.0(3) C121C131C141Cl151 16.6(6)
N102C112C122C172 -6.9(5) C182C152C142C132 -176.0(3)
CI1 C61 C51 N4l -0.3(6) C181C151C141C131 -173.8(4)
CI1 C21 C31 N4l -3.4(8) C181C151Cl161C111 -173.9(3)
Cl2 C22 C32 N42 -0.6(6) C51 N41 C31 C21 3.1(8)
Cl2 C62 C52 N42 0.2(7) C141CI131CI121Cl111 3.8(6)
C71 CI1 C61 Cs51 -178.9(3) C141C131C121C171 -178.6(4)
C71 CI1 C21 C31 -179.3(4) C141C151Cl161C111 58.0(3)
C6l CI1 C71 081 155.8(3) C21 C11 C71 08l -23.3(4)
C61 Cl11 C71 NIl -24.9(4) C21 C11 C71 N9l 156.0(3)
C61 Cl11 C21 C31 1.6(6) C21 C11 Cel C51 0.1(5)
C112C162C152C182 178.5(3) C161C111C121C131 7.8(5)
Cl112C162C152C142 51.1(4) Cl161C111C121C171 -169.9(3)
C112C122C132C142 4.6(6) C161C151C141C131 -46.6(4)
C22 Cl12 C72 082 141.1(3) C142C152C182C192 50.5(5)
C22 Cl12 C72 NO92 -40.5(4) C142C152C182C202 -131.1(4)
C22 Cl12 C62 (52 0.6(5) C172C122C132C142 -179.7(4)
C22 (C32 N42 C52 1.4(6) C31 N41 C51 Ce61 -1.2(7)
C72 N92 N102C112 172.1(3) C201C181C151C141 -118.6(4)
C72 Cl12 C22 (32 -179.0(3) C201C181C151Cl161 115.5(4)
C72 Cl2 C62 C52 179.2(3) C191C181C151C141 62.7(5)
CI1INIOINO91 C71 -171.9(3) C191C181C151C161 -63.2(5)
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