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X-ray Crystallographic Analysis Information

(1) Hydrazone 4h (CCDC No. 1839202, ORTEP thermal ellipsoids at 50% probability)

Empirical formula C22H21N3O3S 

Formula weight 407.49 

Temperature -150 ± 1 °C

Wavelength MoKα (λ = 0.71075 Å) 

Crystal system monoclinic 

Space group P21/c (#14) 

Unit cell dimensions a = 10.37797(19) Å 

b =  9.68067(18) Å 

c = 20.4861(4) Å  

β = 98.126(7) ° 

Volume V = 2037.48(7) Å3 

Z 4 

Density (calculated) 1.328 g/cm3 

2θmax 55.0 ° 

Absorption coefficient μ for Mo-Kα 1.873 cm-1 

F(000) 856.00 

Crystal size 0.120 x 0.090 x 0.020 mm 

No. of reflection collected Total: 33730 

Unique: 4683 (Rint = 0.0325) 

Transmission factor min: 0.834, max: 0.996 

Refinement method Full-matrix least-squares on F2 

Goodness-of-fit on F2 1.041 

Final R indices [I>2σ (I)] R1 = 0.0380 

R indices (all data) R1 = 0.0463 wR2 = 0.0948 

Largest diff. peak and hole -0.35 and 0.45 e•Å-3
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(2) Dimeric Amide 4i’ (CCDC No. 1839204, ORTEP thermal ellipsoids at 50% probability) 

 

 

Empirical formula C15H13NO2 

Formula weight 239.27 

Temperature -170 ± 1 °C 

Wavelength MoKα (λ = 0.71075 Å) 

Crystal system monoclinic 

Space group P21/c (#14) 

Unit cell dimensions a = 12.9092(4) Å 

b = 5.32654(15) Å 

c = 17.0164(5) Å  

 

β = 98.180(7) ° 

 

Volume V = 1158.17(6) Å3 

Z 4 

Density (calculated) 1.372 g/cm3 

2θmax 55.0 ° 

Absorption coefficient μ for Mo-Kα 0.915 cm-1 

F(000) 504.00 

Crystal size 0.200 x 0.130 x 0.060 mm 

No. of reflection collected Total: 10780 

Unique: 2643 (Rint = 0.0160) 

Transmission factor min: 0.902, max: 0.995 

Refinement method Full-matrix least-squares on F2 

Goodness-of-fit on F2 1.049 

Final R indices [I>2σ (I)] R1 = 0.0361  

R indices (all data)   R1 = 0.0397 wR2 = 0.0973 

Largest diff. peak and hole  0.41 and -0.16 e•Å-3 
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(3) α-Diazo Ketone Possessing α-Azido amido moiety 2d 

 (CCDC No.1839203, ORTEP thermal ellipsoids at 50% probability) 

 

 

Empirical formula C17H14N6O2 

Formula weight 334.34 

Temperature -170 ± 1 °C 

Wavelength MoKα (λ = 0.71075 Å) 

Crystal system orthorhombic 

Space group Pbca (#61) 

Unit cell dimensions a = 8.17797(15) Å 

b = 14.6247(3) Å 

c = 27.2033(5) Å  

 

Volume V = 3253.52(10) Å3 

Z 8 

Density (calculated) 1.365 g/cm3 

2θmax 55.0 ° 

Absorption coefficient μ for Mo-Kα 0.951 cm-1 

F(000) 1392.00 

Crystal size 0.190 x 0.060 x 0.030 mm 

No. of reflection collected Total: 52120 

Unique: 3740 (Rint = 0.0341) 

Transmission factor min: 0.890, max: 0.997 

Refinement method Full-matrix least-squares on F2 

Goodness-of-fit on F2 1.034 

Final R indices [I>2σ (I)] R1 = 0.0367  

R indices (all data)   R1 = 0.0432 wR2 = 0.0897 

Largest diff. peak and hole  -0.22 and 0.35 e•Å-3 
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