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Determination of the Absolute Stereochemistry of Compound 4m by NOESY Spectrum.
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The Crystal Structure and Date of Compound 8a.

ORTEP (Oak Ridge Thermal Ellipsoid plot) picture of compound 8a with the
displacement ellipsoid drawn at 30% probability.

Table 1. Crystal data and structure refinement for compound 8a.

Empirical formula C17HI6 I N3

Formula weight 389.23

Temperature 1532) K

Wavelength 0.71073 A

Crystal system, space group Monoclinic, P2(1)/c

Unit cell dimensions a=16.715(4) A  alpha=90 deg.

b=5.5827(12) A beta=97.706(3) deg.
c=17.440(4) A  gamma = 90 deg.

Volume 1612.8(7) A®

Z, Calculated density 4,1.603 Mg/m’
Absorption coefficient 1.983 mm’

F(000) 768

Crystal size 0.53x0.24x 0.19 mm

Theta range for data collection 2.80 to 28.49 deg.
Limiting indices -17<=h<=22, -6<=k<=7, -23<=1<=23

Reflections collected / unique 13087 /4083 [R(int) = 0.0268]
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Completeness to theta = 28.49 99.7 %

Absorption correction Semi-empirical from equivalents
Max. and min. transmission 0.7045 and 0.4196

Refinement method Full-matrix least-squares on F
Data / restraints / parameters 4083 /0/ 191

Goodness-of-fit on F* 1.003

Final R indices [[>2sigma(I)] R;=0.0495, wR, =0.1266

R indices (all data) R;=0.0578, wR, =0.1341
Largest diff. peak and hole 1.894 and -1.862 ¢.A™
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The reaction of Nl-iodo-1,2,3-triazole 1a-I with 2a:

N X _N X
I o
N, , . -
LN—I + /—Q-t-Bu __mediator 5 SN * Ph
Ph / CHC|3, rt.
1a-l 2a 3a +Bu 3a’' +-Bu
1a/2a = 1/2 47% yield, (3a/3a’ = 1/1)

In order to elucidate the reaction mechanism, the reaction of N’-iodo-1,2,3-triazole
1a-I with 2a was performed, which provided N*-triazole 3a and N'-triazole 3a' with a

ratio of N°/N' = 1/1.
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NMR Spectra:
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