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Supporting Information

Both 20% DCI and the NH4PFg salt are from Alfa Aesar. [C,,mim|Br was synthesised from methyl imidazole
(Aldrich) and the appropriate 1-bromo alkyl (Aldrich). NMR spectra were recorded on a Bruker DRX-400, and
chemical shifts are quoted in parts per million relative to residual proteo species. The starting CB[5]/[7] mixture
used in these experiments was obtained from a standard CB[n] synthesis.[1, 2] The overall yield of CB[7] and CBJ[5]
is 19.9% and 6.4%, respectively, using the procedure disclosed in this paper, produces both greater isolated yield
and higher purity of both CB[7] and CBI[5] than in previously published routes for all preparing all CB[n] species
in a single reaction.

The waste from each step has also been carefully controlled. The non-recycled salt (NH4Br) was filtered
from the solution after the ion exchange process. The waste solvents (DCM and methanol) were collected from
the isolation process and 90% of both of these solvents could be recycled for further use in this procedure after
distillation. Finally, 80% of the [C,,mim|PFs was isolated from the solvent and was reused after a simple ion
exchange form PFg back to the original Br counterion.
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Figure 1: 'H NMR spectrum (in D20O) of CBJ5]
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Figure 2: 13C NMR spectrum (in D20) of CB[5]



— .68

Supplementary Material (ESI) for Chemical Communications
This journal is (c) The Royal Society of Chemistry 2009

5454
4720

—aars

—saw

He

3.269

MeOH

Current Data Parameters
o oas-dj-ii-039-12
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
te. 200907

Time 21.25
INSTRU drx500
PROBHD 5 mm CPDUL 2-
PULPROG 2gpg30
65536
SOLVENT D20
NS 2048
DS 8
SwH 34013.605 Hz
FIDRES 0.519006 Hz
aQ 0.9634292 sec
RG 4096
bW 14.700 usec
DE 6.00 usec
TE 0.0
D1 3.00000000 sec
11 0.03000000 sec
DELTA 2.90000010 sec
D0 1

= CHANNEL f£1

3c
9.20 usec
B

125.7520828 MHz

sFO1
= CHANNEL f£2

CPDPRG2 waltz16

NUC2 10
BCPD2 100.00 usec
PL2 -6.00 dB
PL12 11.62 dB
PL13 12.00

sF02 500.0517480 Mz

F2 - Processing parameters

. =

Figure 3: 'H NMR spectrum (in D20) of CBJ[7]
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Figure 4: '3C NMR spectrum (in D20) of CB[7]
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Figure 5: 'H NMR spectrum of recycled [Comim]PFg (in MeOD) by extraction with DCM from water.



