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Current Data Parameters

1

10

NAME JT-Ruy
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20130814
Time 15.11
INSTRUM spect
PROBHD 5 mm 1H Z3934/
PULPROG z2g30 )
d D 8192
SOLVENT DMSO
NS 64
DS 0
SWH 6009.615 Hz
FIDRES 0.733596 Hz
AQ 0.6817076 sec
RG 1625.5
Dw 83.200 usec
DE 6.00 usec
TE 291.3 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f] ========
NUC1 1H
Pl 7.20 usec
PL1 -2.00 dB
SFO1 300.1324069 MHz
F2 - Processing parameters
SI 16384
SF 300.1300059 MHz
EM
0
1.50 Hz
0
1.00
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Compound [2] COSY 'H-'H NMR (DMSO-ds, 300 MHz)

Bruker 300

COSY (2).

Ruy

T

bpm

Current Data Parameters

Hz

sec

MHzZ
Hz
Ppm

MHz

Hz

Hz

WAME JT~Ruy
EXPNC 2
PROCNO 1
F2 - Acguisition Parameters
Date 20130814
Time 16.40
INSTRUM spect
PROBHD 5 mm 1H 23934/
PULPROG cosy4s
TD 1024
SOLVENT DMSQ
NS 8
DS 4
SWH 6009.615
FIDRES 5.868765
AQ 0.0853300
RG 512
Dw 83.200
DE 8.900
TE 291.9
4as 0.000600300
Dl 2.00600000
INO 0.000166¢60
smsmzswss CHANNEL £l s===
NUC1 iH
Pl 7.25
PL1 ~4.0C
SFO1 300.1324010
Fl - Acgulsition parameters
NDO 1
D 128
SFOL 300.1324
FIDRES 46.893757
sw 19.999
FnMODE undefined
F2 - Processing parameters
ST 512
SF 300.1299398
WOW SINE
SSB Q
LB 0.00
GB 0
PC 1.490
Fl ~ Processing parameters
ST 1024
MC2 QF
SF 300.1300037 MHz
wWDW SINE
SSB 0
LB 0.00
GR 0
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Compound [2] *C NMR (DMSO-ds, 68 MHz)

"(Miltions)

30

JT, 9304_13(

N
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™
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o
in
-

X 1 part

*, Desacoplado SM-3.jdf

s per Million : 130

109.4499

800

700

66.0

..;&._,.,_‘.ﬁ_m,..% %ﬁ%ﬁxﬁ: #

500

403849
40,9793
39.7431

00

Filename
: Author
i Experiment
Sanmple_id
. Solvent
! Creation_time
‘ Revision time
; Currant_time

Content
Data format
| Dim_size
Dim_units
i Dimensions
Site
i Spactrometer

A Field strength
. X_acq_duration

_ X_points

X_prescans
X_rasolution

i X_sweep

i Irx domain
Irr freq

j Ixx_offset

Clipped

Mod_return

Scans

: Petal scans

X.90_width

X_acqg time
X_angle

X_pulse

Initial wait

| Phase_praset

! Recvr_gain
Relaxation_delay
i Temp_get

{ Unblank_time

27.2136

RN I

B ¥R EY AR

LSS EREE N RN N

WO ARE T EED

ST_9304_13C_Desacopla

Memo

asingle_pulse_dec

3304

DUSO-DE
2~AUG~2006 14:48:04
2~A0G~2006 14:52:33
2-K0G~2006 14:53:09

Single Pulse with Bro
1D COMPLEX

8192

13c

{ppre]

X

£elipse 270
DELTA_NMR

6.3454461T) (270 [MH2)
0.4816896 (8]

13¢

67.93330993 [MHz)

110 [ppm)

8182

4

2.07602572[Hz]
17.00680272 (kH2}

1w

270.16608844 [MAx}
5 {ppm}]

FALSR

1

5560

5560

8.2{uvs}
0.4816896{s]
45{deg]

AJEOL

;
i
H

S6



Compound [3] 'H NMR (DMSO-dg, 300 MHz)
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Current Data Parameters

NAME JT-Ruyl
/ EXPNO 1
/ PROCNO 1
i F2 - Acquisition Parameters
Date_ 20130814
Time 11.43
c INSTRUM spect
U . PROBHD 5 mm 1H 23934/
/ z Q PULPROG zg30
\ Z TD 8192
_ J SOLVENT DMSO
a 2 N NS 64
N DS 0
M — SWH 6009.615 Hz
H FIDRES 0.733596 Hz
anQ 0.6817076 sec
RG 1024
DW 83.200 usec
DE 6.00 usec
TE 290.8 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 7.20 usec
PL1 -2.00 dB
SFO1 300.1324069 MHz
F2 - Processing parameters
SI 16384
SF 300.1300059 MHz
WDW EM
SSB 0
LB 1.50 Hz
GB 0
PC 1.00
e / \\ i~ \;\ ﬁ I
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Compound [3] COSY 'H-"H NMR (DMSO-ds, 270 MHz)

(Millions)

1H

Y : parts per Million

=

20

Lo

4.0

5.0

6.0

7.0

8.0

JT 909_1H_Normal_SM-3.jdf

JT_911_COSY_SM-2.jdf

8.0 7.0 6.0 5.0 4.0

n: 1H

\ %ﬁ.—

Filename
Author
Experiment
Sample_id
Solvent
Creation_time
Revision_time
Current_time

Content
Data_format

Spectrometer

Pp-INS PWION HI 606 L

Field_strength
X_acq_duration
X_domain
X_freq
X_offset
X_points

| X_prescans
X_resolution

| X_sweep
Y_domain
Y_freq
Y_offset
Y_points

Y _prescans
¥Y_resolution
Y_sweep
Clipped
Mod_return
Scans
Total_scans

X_90_width
X_acq_time
X_pulse
Y_acq_time
Initial wait
Phase_preset
Pulse_1

Pulse_angle_1
Pulse_angle_2

| Recvr_gain

| Relaxation_delay
T1

Temp_get
Unblank_time

3.0 2000 10 20 30

(Millions)

JT_911_COSY_SM-2.3jdf

9-FEB-2007 02:37:21
9-FEB-2007 10:15:59
9-FEB-2007 10:18:36

absolute value COSY

Eclipse 270
DELTA_NMR

6.345446([T] (270 [MHz]
0.1896448[s]

1H

270.16608844 [MHz]
5.15752 [ppm]

512

4

5.27301566 [Hz]
2.69978402[kHz]
1H

270.16608844 [MHz]
5.15752 [ppm]

256

]

9.47199321 [Hz]
2.42483026 [kHz]
FALSE

1

4
1024

12.7[us]
0.1896448(s]
12.7[us]
0.10557441(s]
1(s]

3[us]

12.7 [us]
12.7[us]

90 [deg]

90 [deg]

19

1.5[s]

1[us]

20[4c]

2[us]
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Compound [3] *C NMR (DMSO-ds, 68 MHz)

(Millions)

JT_910_13C_Des do NNVE-R
3 Cc
b NN d "
| N N_ N
- S
a *N“TN vl
H N =

A_ :
4

: | !

Z i
= zﬁ%ﬁl}ﬁk«\%i\ et A A AR s

1700 1600 1560 Mﬁ.ﬂ: 1306 1200, 110 1000 9.9 s0.0

1223203
117.1404
1168501

7.6

60.0

50.0

400 308 200 100

2

49,3285
40.6229
39,7020
39,3964
26,3932

39.0%08
38.785
38.4796

Filename
Author
Experiment
Sample id

- Solvent

Creation_time
Revision_time

; Curxent _time

Content
Pata_format
Dim_size
Dim_title
Pim_units

! Dimensions

Site
Spectromater

¥ield_strength
X_acqg duration

. X_domain

I X_freq

X_offset

i %_points

X_prescans
X resolution
X _swaep

i Try domain

Irr_fireq
Trr_offset

| clipped

. Mod _return
{ §cans
Total_ scans

X_90_width
i X _acg time

¥_angle

| X_puise

Initial wait
Phase preset

i Recvr_gain

Relaxation_delay
Temp_get

* Unblank_time

. 04049

DR UKWDY

G0 RE RN UK

IR R R R

RO W AU W

\JEOL

JT_916_13C_Desacoplad

Memo

single_pulse dec

9809

DMSO-DE
9-FEB~2007 02:04:39
9~-FEB-2007 10:32:27
$~FEB-2007 10:32:45

Single Puise with Bro
1D COMPLEX

16384

13c

{ppun]

X

gclipse 270
DELTA_NMR

6.345446 171 (270[¥Hz)
0.9633792(s}

13¢

6%.93330993 (MHz}

1190 [ppm]

16384

4
1.03801288[Hz]
17.00680272 (k&%)

e 3
270.16608844 Mz}
5 [ppm]

TRUE

1
16384
16384

8.2[us]
8.9633792(s}
451deg?
4.1fus]

1is]

3{us}

z9

1{s}

19.81dC]
2{us}
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Compound [2-Me][CF3S0;], 'H NMR (CD;CN, 270 MHz)

e
TTIT_082_1H)_Suri-3.ja1
~
Filename = JT_1082_1R Suri-3. jdaf
i Authox = Memo
. Experiment = single_pulse.exp
g . Sample_id = 1082
Solvent = ACETONITRILE-D3
: Creation_time = 231-¥EB~2007 21:26:10
: Revision_time = 21~-FEB-2007 21:35:57
i Current_time = 21-FES-2007 21:36:11
M Content = Yingle Pulme Experime
H Data_format e 1D COMPLEX
i Dim_size = 16384
@ i Dim_title = 1H
Lo i Dim_units = (ppmi
: Dimensicns = X
! site = Beclipae 270
Spactromater = DELTA NMR
i Pield_strength = 8.345446{F] {(270{MHz)
i - ¥ acq duration = 4.0419328(s]
. s X_domain = iH
S i X _freg = 270.16608844 [¥Hz]
- i X_offset = 5(ppm]
H | X points = 16384
il X_prescans = 0
i X resoiution ® 0.247408385 (Hz}
H H : ¥_sSweep = §.05350628{kHz] H
Clipped = FALSE H
H Mod_retuxn = 1 !
H Scans = 16
Potal_scans = 16
X,.90_width = 12.7{us}
i X_acq time = 6.0419328(8]
i X_angle = 45{degl
H X _pulse = 6.35(us}
i I : Todtial wait = 1(s}
i i ! Phase_preset = 3[us]
i Recvr_gain = 20
< Relaxation_delay = 2(s]
< Temp_got. = 18.6(dC) i
Unblank time = 2{us] H
H

“Millionsy

7.6 60 54

30119
2.9643
12640

X : parts per Mittion : 11
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Compound [2-Mez][CF3SOs], COSY 'H-'H NMR (CD;CN, 270 MHz)

(Millions)

1H

on

parts per Milli

b'é

4.0 6.0

2.0

4.0

JT_1082_1H_Suri-3.jdf

AP_1085_cosy-2.jdf

5.0

6.0

7.0

8.0

9.0

9.0 8.0

X : parts per Million : 1H

7.0

6.0

4.0

- G dEOL

‘p-HNS HI Z801 L[

0 20 40 6.0

| (Millions)

ol

Filename
Author
Experiment
Sample_id
Solvent
Creation_time
Revision_time
Current_time

Content
Data_format
Dim_size
Dim_title
Dim_units
Dimensions
Site
Spectrometer

Field_ strength
X_acq_duration
X_domain
X_freq
X_offset
X_points
X_prescans
X_resolution

Y _freq

Y _offset
Y_points
Y_prescans
Y_resolution
Y_sweep
Clipped
Mod_return
Scans
Total_scans

X_90_width

| X_acq_time

X_pulse
Y_acq_time
Initial wait
Phase_preset
Pulse_1
Pulse_2
Pulse_angle_1
Pulse_angle_2
Recvr_gain
Relaxation_delay
T1

Temp_get
Unblank_time

L I T O B T}

AP_1085_cosy-2.jdf
Memo

cosy.exp

1083
ACETONITRILE-D3
22-FEB-2007 09:36:17
22-FEB-2007 09:50:25
22-FEB-2007 09:52:59

absolute value COSY

Eclipse 270
DELTA_NMR

6.345446[T] (270[MHz]
0.2089472([s])
1H

270.16608844 [MHz]
5.52767 [ppm]

512

4

4.78589806 [Hz]
2.45037981 [kHz]
1H

270.16608844 [MHz]
5.52767 [ppm]

256

o

9.57179613 [Hz]
2.45037981 [kHz]
FALSE

1

16
4096

12.7[us]
0.2089472(s]
12.7[us]
0.1044736(s]
1[s]

3[us]
12.7[us]
12.7[us]

90 [deg]

90 [deg]

19

1.5(s]

1[us]
18.8([4c]
2[us])
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4.0

30

20

1.8

{Miltions}

«_1083_13C-Desac—4.jdf

Compound [2-Me;][CF3S0s]2 BC NMR (CDsCN, 68 MHz)

: i

! I

w ® oM
= &K Ry
" -\
b3 —~ ENE
i TS gu
e o e
- o

X 1 parts per Million : 13C

123,179

1200 1180 1008 900

117.4649
1123017

48.4304
24.8994
0.7266
0.4210
0.1154

Filename
Author
Experiment
sampie id
Solvent
Creation time
Revision_time
Current_time

" Content

H U»BHnunwo

Dim units

| Dimensions

Site
Spactrometer

Field strength
X, .acq_durarion
¥_domain
X_freq

' X_offset

X _points
X_prescans
X_resolution
X _sweap

Irr, domain

P lxrr freq
fIry_offset

Clipped

i Mod_retuxn
| Scans
| Total_scans

X_$0_width

| X_acq time

X angle
X_pulse
Initial wsit
Phase_preset
Reqvzr_gain

i Relaxation delay
i} Temp_get

LRSS B B I

BOEHOE A KW RE G U ERL HUBADRER

R ]

H

JT_1083_13C-Desac~4.3

Memo

single puise_dec
1083

ACETONITRILE~-D3
22~FEB~2007 02:57:52
22~FER-2007 10:01:25
22-FEB-2007 10:01:40

single Pulse with Bro

Bclipse 270
DELTA_ NMR

6.345446[T] (2701iMEz}
0.96337921s]

13¢c

67.93330993 (M2}

100 [ppem]

16384

4

3.03801286(Rz]
17.00680272{kRBz]
1R

270.16608844 [MH2]
5 [ppaal

FALSE

1

10000

10000

8.2[us}
0.96337821(s}
45 {deg]

1[s]
20.2{ac]
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40

Lo

(Miltious)

Compound [3-Me;][CF3S0s]2 "H NMR (CDsCN, 400 MHz)

Suri_17662_1H~3.,jdf

50

¥ield strength = 9.383766(1) (d0C{mma} |
X_acq duration = 4.4302323613] :
; X_domain = IH H
] X _freg = 398.78219838 [NBe} i
P X_offmet = €.5[pow} i
v C X _points = 32768
! X _prescans w O
| H OI@ X resolution = 0.22572173 [§z]
b N N d 1 X_sweap = 7.3964497 [kBe]
\ Clipped = FALSE
_ N\ Z Z Mod_return = 1
- + N Bcans = 16
a Z Z A\ _ Total_scans w 16
A . — X_90_width = 12.5{us}
H N X_acq, time = 4.43023361s]
OI X angie =
3 | x _pulge =
! Initial wait =
H y Thage_preset =
i Relaxation _delay = H
i tnblank time = i
H Temp_geot. = W
H : 8pin_get = |
Solvent = 1
Creation time = :33 i
> Lurrent time = :00 |
. Filenane = Suri_17662_lB~3.3df |
: Sample, id = 17662
i asthor = Delta
| content = Single Pulge Ewperime
| sice = Belipse+400
| Recvy _gain = 22

@6 8.0 7.0 6.0 50 1.0 38 26 Lo L]

s23s $E532RE5S 3ep
EERE] %% 3 : ave
FEIZ NEaAREadm 2¥kZ
hadaind gouaunsSsann maaw
Eal SR TEE v F o e SR
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Compound [3-Mez][CF3SOs], COSY 'H-'H (CD;CN, 400 MHz)

Y : parts per Million : 1H i T 7(’fh()|isands)
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= N N
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S15

Compound [3-Me;][CF3SO0s], BC NMR (CDsCN, 100 MHz)

| mor
i
i
)
& R
#ilename = Suri_17662_13C-8.3df
& Author = Delta
a Experiment = single pulse_dec
- Bample_id = 17662
®~ Solvent = ACETONITRILE-D3
l Creation_time = 6-0CT-2006 00:42:03
< Revision_time = 21-MAR-2013 17:13:30
m: Current_time ® 24-MAR-2013 17:13:58
= Cornment = Single Pulse with Bro
=7 Data_format = 1D REAL
_ Dim_size = 32768
Mh Dim title = 13C
~ 1 Dim_units = [ppm]
- Dimensions =%
s Site = ¥elipse«400
- Spectrometer = DELTA NMR
- Field strength = 9.3B9766[T] (400[MHz]
- X_acg duration = 1.3008896(s)
= X_domain = 13C
o X freq = 100.52530333 [Miz)
X_offset = 100{ppm}
Ml X_pointg = 32768
E X_prescans = 4
P X_resolution = 0.76870474{Hz]
= X sweep = 25,18891688 [kHz]
~ 3 Iry, domain = 15
= Irx_£reg = 399.78219838 {Miz)
= Irr_offset = 3,7 {ppm]}
4 Clipped = FALSE
=1 Mod_return = 4
=7 Scans = 16384
3 Total scansg = 16384
EE X_90_width = 9.8(us]
X acg time = L.3008896{s}
= X angle = 70 [deqg]
= X_pulse = 7.62322222{us]
. Initial wait = 0.5{8)
243 Phase preset = Zius}
Recvr_gain = 23
= Relaxation_delay = 0.6[8]
¥ Pemp_get = 21.7{dcC}
=
w
z o«
g - .
RARIasanansuar) T Ty T T PrpTTTTTeTTY v T T TP T 1
S0 14RO 1308 1200 1105 19006 95,0 $0.0 70.0 60.0 50.0 40.0 30.4 200 10.0 @
g 2 &3 & < g3
S & £ I S e
15 per Mittion 1 130
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i

Compound [2-Bn,][CF3S0s], 'H NMR (CD;CN 400 MHz)

Suri_18463_1H-5 jof

110

c .
_+ Z ~ - Field strength = 3,383766[T] (400{MHz]
N, - N X_acq duration = 4.4302336[s] :
] N _ + X_domain = 18 i
i s \ X freq = 399.78219838 Mz} i
a N = ) X offset = §.5(ppm) i
I X_points = 32768 H
X_prescans = Q i
X_resclution = 0.22872173{Hz} H
X_.sweep = 7.3964497 [kHz] !
Clipped = FALEE
Mod_return = 3
Scans = 16
Total scans = 16
o .90 _width = 12.5{us]
X_acqg _time = 4.43523361¢])
¥_angle = 45(dag]
X _puise = §.25{us]
Initial_ wait = 1[a)
Phase_preget = 3[us]
Relaxation_delay = 1.6(s}
Unblank, time = 2{as]
Tewmp get = 16.7{dC]
. Spin_get = 16{H=z} :
N Solvent = ACETONITRILE-DA !
Creation time = 12-DEC-2006 21:3B:11 i
. Current time = 13-DRC-2006 12:28:36 H
- Filename = Suri_1B463_1B~5,jidf |
Bample id = 18463 H
Author = Dalta H
i Content = 8ingle Pulse Experime _
i 8ite = Eclipsa+400 i
| Recvr gain = 20 .

4.0
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Compound [2-Bn,][CF3S0;3], COSY 'H-'"H NMR (CDsCN, 400 MHz)
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Compound [2-Bn;][CF3S0s]2 BC NMR (CDsCN, 68 MHz)
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Compound [3-Bn,][CF3S0s], '"H NMR (CD;CN 270 MHz)
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Compound [3-Bn,][CF3S0;], COSY 'H-'H (CD;CN, 270 MHz)
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Compound [3-Bn;][CF3S0s], BC NMR (CDsCN, 68 MHz)
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Compound [2-(fBuBn);][CF3S0s]» "H NMR (CD;CN 400 MHz)
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Compound [2-(fBuBn);][CF3S0;]; COSY 'H-'H (CD;CN, 400 MHz)
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Compound [2-(fBuBn);][CF3S0s]» 3C NMR (CD;CN 100 MHz)
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Compound [3-(zBuBn),][CF3SO0;], 'H NMR (CD;CN 400 MHz)
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Compound [3-(ZBuBn),][CF3S0s]» BC NMR (CDsCN 100 MHz)
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Continuous Variation Method for complexation of [2-H4][CF3SO0s]4, [3-H4][CF3S0s]4
and [2-Me,;H;][CF3S0s]4 with DB24C8 by '"H NMR in CD;CN
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Figure S1. Job’s plots for complexation of DB24C8 with (a) [2-H4*, (b) [3-Hg]*" and (c)
[2-MeH, "
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"H NMR titration between [2-Hy]*", [3-H4]*" and [2-Me,H;]*" with DB24C8 in CD;CN.

Trifluoromethanesulfonic acid 0.1 M were added to 0.5 mL of 2.0 x 10° M solution of
compound [2-H;][CF4S0s], in CD3CN. Twenty aliquots of 2.0 x 10* M of DB24C8 in
CD;CN were consecutively added and individual '"H NMR spectra were recorded on a 300
MHz spectrophotometer at 25 °C. Identical procedures were carried out for compounds
[3-H;][CF4SOs]; and [2-Me;H;][CF4SO3s],. Chemical shifts for protons Hy, of the three
axles were submitted to a least-square fitting analysis with the software WinEQNMR2'
previous correction for dilution bias and the corresponding association constants were
determined.

Experimental and fitting calculations are shown in Figure S2.

(1) Hynes, M. J. J. Chem. Soc., Dalton Trans. 1993, 311.
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Figure S2. Chemical shifts of aromatic Hy proton of compounds (a) [2-Hz][CF4SOs]2, (b)
[3-H2][CF4SO3]; and (c) [2:Me;H;][CF4SO3], in the titration with DB24C8 in
acetonitrile-ds.
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NOESY of compound {[2-Me;H,;]CDB24C8}[CF3SO3]4

©
Q
<
“““ g
FRuy 11847 1H-2 .
N uy m D .
o >
z 3 Q ya
EE S a ’
{Ruy_11847_Noesy-2.jdf
“] B .@
2
<7 P .
o
L
N O
v C )
~ X Z
1 Lol Ve
\ / +
1 T2/
]
g
5
z ©
H ﬁ
T
-
A J T T T T T T T
7.0 6.0 5.0 4.0 30 ) 2.0 4.0

X : parts per M

S30

dJEOL

Filename = Ruy_11847_Noesy-2.3jdf
Author = Jeol 400

Experiment = noesy.exp

Sample_id = 11847

Solvent = ACETONITRILE-D3
Creation_time = 18-SEP-2013 14:07:51
Revision_time = 18-SEP-2013 19:08:18
Current_time = 18-SEP-2013 19:15:15
Comment = absolute value noesy
Data_format = 2D REAL REAL
Dim_size = 512, 512

Dim_title = 1H 1H

Dim_units = [ppm] [ppm]
Dimensions =XY

Site = Eclipse 400
Spectrometer = DELTA_NMR

Field strength = 9.389766(T] (400 [MHz]
X_acq duration = 0.1461248(s]
X_domain = 1H

X_freq = 399.78219838 [MHz]
X_offset = 5.33431[ppm]
X_points = 512

X_prescans =4

X_resolution = 6.84346531([Hz]
X_sweep = 3.50385424 [kHz]
Y_domain = 1H

Y freq = 399.78219838 [MHz]

Y offset = 5.33431[ppm]

Y points = 128

Y _prescans =0

Y _resolution = 27.27386125[Hz]
Y_sweep = 3.50385424 [kHz]
Clipped = FALSE

Mod return =1
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X _pulse = 14.4[us]
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Figure S3. NOESY of {[2:-Me,H,]-DB24C8}[CF3SO3]4 (CD;CN, 400 MHz).



Details of Crystal Structure Determination for compounds [2:-Bn;][CF;SOs];-H,O,
[3'BH2]BI’2'CHC13 and {[2’BH2H2]CDB24C8} [CF3SO3]4

Crystals were grown by slow evaporation of: 1) saturated aqueous solution of axle
[2-Bn,][CF3S0s],, 1) axle [3-Bny]Br, in an CH3;CN/CHCI; solvent mixture and iii)
saturated solution containing [2-BnyH][CF3SOs3]4 and three equivalents of DB24C8 in
CH;CN. Crystals were mounted on a glass fibre. A full hemisphere of data were collected
with 30s frames on a Enraf-Nonius Kappa diffractometer fitted with a CCD based detector
using MoK, radiation (0.71073 A). Diffraction data and unit-cell parameters were
consistent with the assigned space groups. The structures were solved by direct methods,
completed by subsequent Fourier syntheses and refined with full-matrix least-squares
methods against |[F?| data. All non-hydrogen atoms were refined anisotropically. All
hydrogen atoms were treated as idealized contributions.

Table 1. Crystallographic data, solution and refinement parameters for single crystal
structure determinations of compounds [2:Bn;][CF3SO0;]2-H>0, [3:Bn;|Br;:CHCI; and
{[2-Bn;H,]CDB24C8}|CF3S03]s4.

[2:Bn,][CF3S0;3],-H,0 [3:Bn,]|Br,- CHCl; {[2BH2H2]CDBZ4C8}[CF3503]4

Formula C30H30FsN¢O3S, C2oHy7Cl3 BryNg CseHeoF 12N6020S4
formula weight 780.72 725.74 1493.34
crystal system monoclinic monoclinic monoclinic
space group P21/c P21/n P21/n

T (K) 293(2) 293(2) 293(2)
a[A] 11.281(2) 9.925(1) 12.368(3)
b[A] 8.829(2) 12.232(1) 10.385(2)
c[A] 17.148(3) 25.401(1) 25.353(5)
al’]

BI°] 95.77(3) 97.864(1) 90.87(3)
y[°]

VA% 1699.4(6) 3054.7(5) 3256.3(1)
VA 2 4 2

Deare [g/em’] 1.526 1.578 1.523

u (mm™) 0.249 2.946 0.258
reflections collected 14084 13014 24319
unique reflections 3622 5507 5705
Ri/Row [[>25(D]* 0.1207/0.2045 0.0746/0.1652 0.0939/0.2417
R1/Ryw (all data) 0.2030/0.2448 0.1652/0.2026 0.1949/0.2958
GoF on F* 1.194 1.031 1.058
Parameters/restrains 243/0 361/0 442/0
Min/max residual 0.32/-0.28 0.77/-0.79 0.59/-0.34
density [e/A’]

Ry = Z||Fo| - [F||2 Fo|;
PRow = [ [W(F,2- FA*1/ 2 [wF,2 11", where w = [’ (F,*) + (aP)* + bPT".
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Figure S4. ORTEP representation of compound [2:Bn;|[CF3SO0s]2-H,0.
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Figure S5. ORTEP representation of compound [3-Bn;|Br; CHCl;.
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Figure S6. ORTEP representation of compound {[2-Bn,H,]CDB24C8}[CF3SO0s]s4.

S33



