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1. X-ray Structure and crystal data for compound 3da

The crystal data of 3da have been deposited in CCDC with number 963038.
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Table 1. Crystal data and structure refinement for 3da.
Identification code 3da
Empirical formula C25 H25 Br N4 O4
Formula weight 525.40
Temperature 293(2) K
Wavelength 0.71073 A
Crystal system, space group Monoclinic, C2
Unit cell dimensions a=41527(6) A alpha=90°

b=11.0922(17) A beta=123.323(3)°.
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c=26.113(4) A gamma = 90°.

Volume 10051(2) A3

Z, Calculated density 16, 1.389 Mg/m?

Absorption coefficient 1.673 mm?

F(000) 4320

Crystal size 0.212 x 0.156 x 0.121 mm®
Theta range for data collection 1.86 to 25.50°.

Limiting indices -32<=h<=50, -13<=k<=13, -31<=I<=31
Reflections collected / unique 29608 / 18522 [R(int) = 0.0466]
Completeness to theta = 25.50 99.9 %

Absorption correction Empirical

Max. and min. transmission 1.0000 and 0.0923

Refinement method Full-matrix least-squares on F2
Data / restraints / parameters 18522 /181 /1241
Goodness-of-fit on F? 0.969

Final R indices [I>2sigma(l)] R1 =0.0568, ®R2 =0.1117

R indices (all data) R1 =0.1365, ®R2 = 0.1387
Absolute structure parameter 0.001(7)

Largest diff. peak and hole 0.487 and -0.364 e.A
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2. NMR Spectra of the Mannich Reaction Products
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4. HPLC Charts of the Mannich Reaction Products
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