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Experimental Section 

1. The MS Spectra of intermediates 

A mixture of N-phenacylpyridinium iodide 1a (325.2 mg, 1.0 mmol), TFA (57.0 mg, 0.5 mmol), 

TMEDA (58.1 mg, 0.5 mmol), and K2S2O8 (540.5 mg, 2.0 mmol) was soluted in DMSO (5 mL) at 

130 °C for 0.5 h. Then the mixture detected by ITMS (ESI). The following intermediates were 

detected. 
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2. The Crystallographic Data 

 

Figure S1. X-ray structural details of 3b 

Table S1. The crystallographic data of 3b (CCDC: 1848089). 

 

Empirical 

formula 
C24H19NO2 Absorption coefficient 0.083 mm-1 

Formula weight 353.40 F(000) 372 

Temperature 273(2) K Crystal size 0.22 x 0.20 x 0.18 mm3 

Wavelength 0.71073 Å Reflections collected 45310 

Crystal system Triclinic Independent reflections 7453 [R(int) = 0.0305] 

Space group P-1 
Max. and min. 

transmission 
0.9920 and 0.9920 

Unit cell 

dimensions 

a = 7.326(2) 

Å 

α = 

106.563° 
Refinement method Full 

Full-matrix least-squares 

on F2 

b = 9.882(3) 

Å 

= 

92.469° 

Data / restraints / 

parameters 
5172 / 0 / 246 

c = 

13.685(4) Å 

= 

107.893° 
Goodness-of-fit on F2 1.033 

Volume 894.4(4) Å3 
Final R indices 

[I>2sigma(I)] 

R1 = 0.0562, wR2 = 

0.1168 

Z 2 R indices (all data) 
R1 = 0.1051, wR2 = 

0.2207 

Density 

(calculated) 
1.312 Mg/m3 

Largest diff. peak and 

hole 
0.386 and -0.274 e.Å-3 

 

The purified compound 

3b is dissolved in a 

mixed solvent of 

acetonitrile and 

n-hexane, and placed in 

a dark cabinet to slowly 

evaporate. After several 

days, a yellow bulk 

crystal is obtained. The 

X-ray crystal-structure 

determinations were 

obtained on a Bruker 

APEX DUO CCD 

system. 



S5 
 

3. Appendix: spectral copies of 1HNMR, and 13CNMR 
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