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2. Cyclic Voltammetry studies of 3 and 5

General Procedure for Cyclic Voltammetry (CV): Cyclic Voltammetry studies were
carried out using IKA ElectraSyn 2.0 Pro with three electrode cell connected to a nitrogen
balloon at room temperature. The working electrode was glassy carbon electrode, the
counter electrode was a platinum wire. The reference was an Ag/AgCl electrode submerged
in saturated aqueous 3M KCI solution, and separated from reaction by a salt bridge. The
scan rate is 0.1 V/s, ranging from -2.36 V to 1.6 V and the peak potential were measured vs.
Ag/AgCI. The cyclic voltammetry (CV) experiments were carried out to study the redox
potential of the substrate. All the experiment data taken 10 min after stirring. According to
the CV data, we have confirmed thein-situ generation of diazonium salt see in details Fig S1
and S2.In Figure S1 and Figure S2 curve had cathodic reduction of 1a, in fig S1 peak was
observed at -0.26 V in nBusNBF4 (0.05M) as an electrolyte in CHsCN/H.O (10:1), and in
fig S2 two peaks was observed at -0.34 V and -1.92 V in nBusNBF4 (0.05M) as a electrolyte
in CH3CN. In fig. S2 curve of la gave two reduction peaks, corresponded to the reduction
of aryl diazonium to aryl radicals and possibly further to aryl anion, respectively. Infig.S3,
the anodic oxidation peak of nBusNBF, (0.05M) was observed at 0.77 V in CH3CN (curve
a). In fig. S4, the CV of the mixture of 1a and 2a substrate with nBusNBF4, 1a and 2a had
two oxidation peaks at 0.83 and 1.08 V (curve b). Interestingly, we found that the same
voltage peaks but promoted oxidation was observed (curve ¢) when HFIP was used as co-

solvent with CH3CN.
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Figure S1. Cyclic voltammograms of CH3;CN/H,O (10:1) as solution, using glassy carbon
electrode as working electrode, a Pt wire as counter electrode, and Ag/AgCl as a
reference electrode, scan rate of 0.1 V/s: (a)1a(0.01M)+ i-AmONO (0.01M) + nBusNBF4
(0.05Mm).
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Figure S2. Cyclic voltammograms of CH3sCN as solution, using glassy carbon electrode
as working electrode, a Pt wire as counter electrode, and Ag/AgCl as a reference
electrode, scan rate of 0.1 V/s: (a) 1a(0.01M) + i-AmONO(0.01M) + nBusNBF, (0.05M).
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Figure S3. Cyclic voltammograms of CH3;CN as solution, using glassy carbon electrode
as working electrode, a Pt wire as counter electrode, and Ag/AgCl as a reference
electrode, scan rate of 0.1 V/s: (a) nBusNBF,4 (0.05M).
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Figure S4. Cyclic voltammograms of CH3CN as solution, using glassy carbon electrode
as working electrode, a Pt wire as counter electrode, and Ag/AgCl as a reference
electrode, scan rate of 0.1 V/s: (b)la (0.01M) + i-AmONO(0.01M) + 2b(0.01M)
+nBusNBF; (0.05M).
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Figure S5. Cyclic voltammograms of CH3sCN as solution, using glassy carbon electrode
as working electrode, a Pt wire as counter electrode, and Ag/AgCl as a reference
electrode, scan rate of 0.1 V/s: (c) 1a (0.01 M) + i-AmONO(0.01M) + 2a (0.01 M) +
nBusNBF, (0.05M) + HFIP (0.005 M)
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