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HPLC purity analysis for final compounds (4a-1, 5).

The purity of final compounds was determined by HPLC on a Merck Hitachi D-7000 liquid
chromatograph. HPLC purity was determined to be >95% for all final products using a Discovery
C18 column (250 mm X 4.6 mm, 5 pm, Supelco), with a gradient of 20% water/80% methanol at a
flow rate of 1.4 mL/min over a total run of 15 min at room temperature, with UV monitoring at the

fixed wavelength of 256 nm. (See Data in the Table below).

Compound RT (min) HPLC Purity (%)
4a 2.49 96.07
4b 2.28 98.82
4c 2.78 97.77
4d 2.88 97.15
4e 3.13 >99
4f 2.29 95.99
4g 10.03 98.37
4h 2.33 98.91
4i 2.60 97.91
41 291 96.49
5 3.37 >99
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Combustion analysis data of final compounds (4a-1, 5)

Compound Formula calculated found

%C %H | %N %C %H | %N
4a Ci1sH2N20s5S, 52.66 | 540 | 6.82 | 52.75 | 5.46 | 6.78
4b C1gH2N>O6S 5481 | 562 | 7.10 | 55.03 | 591 | 6.92
4c C21H2sN2O6S 5778 | 6.47 | 6.42 | 58.04 | 6.59 | 6.70
4d Cy4HsCIN,OS | 57.08 | 4.99 | 555 | 5722 | 5.15 | 5.24
4e Ca5sHa6N20s5S 64.36 | 562 | 6.00 | 64.51 | 589 | 6.25
4f C17H20N206S 53.67 | 530 | 736 | 53.90 | 549 | 7.20
4g C21H26N,05S, 5598 | 582 | 6.22 | 56.26 | 6.07 | 6.02
4h CisH17FN,OsS, | 46.38 | 4.41 | 7.21 | 46.61 | 473 | 7.49
4i C17H22N,058S, 5124 | 556 | 7.03 | 51.35 | 5.65 | 7.26
41 C16H20N206S, 4799 | 503 | 7.00 | 48.20 | 5.15 | 7.18
5 Cy7H3CIN,O6S | 59.28 | 5.71 | 5.12 | 59.50 | 595 | 5.01




