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General Procedure for Cyclic Voltammetry (CV):

Cyclic voltammetry was performed in a three electrode cell at room temperature. The working
electrode was a glassy electrode and the counter electrode was a platinum electrode. The
reference was an Ag/AgCI electrode submerged in 3M KCI solution, and separated from the
reaction by a salt bridge.
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Figure S1. Cyclic voltammograms of reactants and mixture in 0.1 M n-BusNPFs in CH3:CN
using a glassy carbon disk electrode, Pt electrode as counter electrode and Ag/AgCl as reference
electrode, at a 200 mVS™1. Cyclic voltammograms of salt and salt with KI at a 200 mVS™* (graph
A): n-BusNPFs (0.1 M); (curve salt+KI): n-BusNPFs (0.1 M), KI (10 mM).
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Figure S2. Cyclic voltammograms of 2a in 0.1 M n-BusNPFs in CH3CN using a glassy carbon
disk electrode, Pt electrode as counter electrode and Ag/AgCl as reference electrode, at a 200
mVS?; (graph B and graph C): 2a (5 mM), n-BusNPFs (0.1 M) and KI (10 mM) in acetonitrile
solvent.
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Figure S3. Cyclic voltammograms of 1a in 0.1 M n-BusNPFs in CH3CN using a glassy carbon
disk electrode, Pt electrode as counter electrode and Ag/AgCl as reference electrode, at a 200
mVS?; (graph D): 1a (5 mM), n-BusNPFs (0.1 M) in acetonitrile solvent.
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Cyclic Voltammograms graph for 6a
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Figure S4. Cyclic voltammograms of 6a in 0.1 M n-BusNPFs in CH3CN using a glassy carbon
disk electrode, Pt electrode as counter electrode and Ag/AgCl as reference electrode, at a 200
mVS?; (graph E): 6a (5 mM), n-BusNPFg (0.1 M) in acetonitrile solvent.

Cyclic Voltammograms graph for lat+2a

0.0039 4 +205V_

E +2 4? \4
N\

1a+2a+Kl

0.0026 <

0.0013 <

Current A

0.0000 5

-0.0013

00 03 06 09 l.;OIt:;E\i.S 21 24 27 30
Figure S5. Cyclic voltammograms of reactants and mixture in 0.1 M n-BusNPFs in CH3CN
using a glassy carbon disk electrode, Pt electrode as counter electrode and Ag/AgCl as reference

electrode, at a 200 mVS™; (graph F): 1a (5 mM) + 2a (5 mM)+ n-BusNPFs (0.1 M), K1 (10 mM)
in acetonitrile solvent.
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Cyclic Voltammograms graph for 6a+2a
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Figure S6. Cyclic voltammograms of reactants and mixture in 0.1 M n-BusNPFg in CH3CN
using a glassy carbon disk electrode, Pt electrode as counter electrode and Ag/AgCl as reference

electrode, at a 200 mVS™; (graph F): 6a (5 mM) + 2a (5 mM)+ n-BusNPFs (0.1 M), KI (10 mM)
in acetonitrile solvent.
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'H NMR spectrum of 3aa (400 MHz, CDCls)
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13C{H} NMR spectrum of 3aa (100 MHz, CDCls)
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'H NMR spectrum of 3ab (400 MHz, CDCls)
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13C{H} NMR spectrum of 3ab (100 MHz, CDCls)
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'H NMR spectrum of 3ac (400 MHz, CDCls)
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13C{H} NMR spectrum of 3ac (100 MHz, CDCls)
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'H NMR spectrum of 3ad (400 MHz, CDCls)
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13C{H} NMR spectrum of 3ad (100 MHz, CDCls)
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'H NMR spectrum of 3ae (400 MHz, CDClz)
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13C{H} NMR spectrum of 3ae (100 MHz, CDCls)
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'H NMR spectrum of 3af (400 MHz, CDCls)
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13C{H} NMR spectrum of 3af (100 MHz, CDClxs)
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'H NMR spectrum of 3ag (400 MHz, CDCls)
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1BC{H} NMR spectrum of 3ag (100 MHz, CDCls)
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'H NMR spectrum of 3ba (400 MHz, CDCls)
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13C{H} NMR spectrum of 3ba (100 MHz, CDCls)
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spectrum of 3bc (400 MHz, CDCls)
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13C{H} NMR spectrum of 3bc (100 MHz, CDCls)
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'H NMR spectrum of 3bd (400 MHz, CDCls)
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13C{H} NMR spectrum of 3bd (100 MHz, CDCls)

RU-Kbr122 Vo O WD WD 0D
= [+s] A M—AWN—AMWODO M o ~N oo — o
single pulse decoupled gated NOE e M e N - + AN n 0 AW
[+3] (oo BN Lo T oo I o I ot B o B o I o B R o B | r~ M~ I~ v <t L o
— Bl B B B AR I B B B B | [0, M~ M~ I~ = ol
| s\ ~— | N2
| L JH 1 :
I v T ¥ T T o T T T ¥ T A\l T i T ' T I v T T T v ] J T T T T T T
200 190 180 170 160 150 140 130 120 110 100 a0 80 70 60 50 30 20 10

f1 (ppm)

S25



R spectrum of 3be (400 MHz, CDCls)
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13C{H} NMR spectrum of 3be (100 MHz, CDCls)
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pectrum of 3bf (400 MHz, CDCls)
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'H NMR spectrum of 3bg (400 MHz, CDCls)
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13C{H} NMR spectrum of 3bg (100 MHz, CDClIs)
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'H NMR spectrum of 3bh (400 MHz, CDCls)
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13C{H} NMR spectrum of 3bh (100 MHz, CDCls)
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ectrum of 5aa (400 MHz, CDCls)
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'H NMR spectrum of 5ab (400 MHz, CDCls)
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13C{H} NMR spectrum of 5ab (100 MHz, CDCls)
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'H NMR spectrum of 5ac (400 MHz, CDClz)
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13C{H} NMR spectrum of 5ac (100 MHz, CDCls)
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'H NMR spectrum of 5ad (400 MHz, CDCls)
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13C{H} NMR spectrum of 5ad (100 MHz, CDCls)
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13C{H} NMR spectrum of 5ae (100 MHz, CDCls)
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'H NMR spectrum of 7aa’ (400 MHz, CDClz)
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13C{H} NMR spectrum of 7aa’ (100 MHz, CDCls)
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13C{H} NMR spectrum of 7aa (100 MHz, CDCls)
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'H NMR spectrum of 7ab (400 MHz, CDCls)
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'H NMR spectrum of 7ba (400
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13C{H} NMR spectrum of 7ba (100 MHz, CDCls)
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1BC{H} NMR spectrum of 7bg (100 MHz, CDClIs)
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13C{H} NMR spectrum of 7cf (100 MHz, CDClz)
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'H NMR spectrum of 7ea (400 MHz, CDCls)
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13C{H} NMR spectrum of 7ea (100 MHz, CDCls)

RU-AC-097

gLal
QULl—¢
GREL

05'L6—
84407
ao.m:/,
pEBTT
S0'STT
86°LTT
.@.mﬁﬂ
£9bzT
mm.me.
mm.mmﬂm
PE'SZT
0g'szT
£6'821
91621 -
61'621
Lb62T
LT'ZET
GZ'ZET
z9oeT
95'6ET
S0°0bT ﬁ
2ot |
mMmmL

BLFEST

sngle pulse decoupled ga

!

20

40

70

T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 30
f1 (ppm)

T
200

S59



19F NMR spectrum of 7ea (376 MHz, CDCls)
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13C{H} NMR spectrum of 7fa (100 MHz, CDCls)
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'H NMR spectrum of 7gb (400 MHz, CDCl3)
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'H NMR spectrum of 7hb (400 MHz, CDCls)
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'H NMR spectrum of 7ia (400 MHz, CDCls)
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'H NMR spectrum of 8aa (400 MHz, CDCls)
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13C{H} NMR spectrum of 7ia (100 MHz, CDClz)
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'H NMR spectrum of 8ae (400 MHz, CDClz)

RU-AC-078
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13C{H} NMR spectrum of 8ae (100 MHz, CDCls)
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'H NMR spectrum of 8cd (400 MHz, CDCls)
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'H NMR spectrum of 8fa (400 MHz, CDClz)
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13C{H} NMR spectrum of 8fa (100 MHz, CDCls)
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'H NMR spectrum of 8ha (400 MHz, CDCls)
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13C{H} NMR spectrum of 8ha (100 MHz, CDCls)
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