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Experimental Section

Solvents were distilled under positive pressure of dry argon before use and dried by
standard methods; THF and ether, from Na/ benzophenone; CH,Cl; and toluene, from
CaH,. All commercially available reagents were used without further purification. All
reactions were performed under argon atmosphere. NMR ('H, *C) spectra were recorded
on AMX-300 and ARX-400 spectrometers in CDCI; or CD30D or D,O with solvent
resonance as the internal standard. Low- and high-resolution mass spectra were recorded
on VG Micromass, AEIMS 902, or Kratos MS-50 spectrometers using fast atom
bombardement (FAB). Optical rotations were recorded on a Perkin-Elmer 241
polarimeter in a 1 dm cell at ambient temperature. Analytical thin-layer chromatography
was performed on Merck 60F 254 precoated silica gel plates. Flash column
chromatography was performed using (40-60 um) silica gel at increased pressure. All

melting points are uncorrected. HPLC analysis was done on reverse phase O18 columns.
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Ana LOMS\DATAVYUN-H-026 06/23/2004 06:12:18 PM

-30B%, over 20 min, A=0.1% TFA/H20, B=0.1% TFA/ACN, Flow=0.5 mifmn, inj vol :10ul, col:Prevail C18 250x4.6mm, Channel A =214, B=254, C =280
- 0.00-42.00 SM: 7B :
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C:\Ang LCMS\DATAHY-LT-04

05/31/2004 09:41:19 PM

20-80B%over 20 min, A=0.1% TFA/H20, B=0.1% TFA/ACN, Flow=0.5 ml/mn, inj vol :10ul,, col:Prevail C18 250x4.6mm, Channel A =214, B=254, C =280

RT: 0.00 -42.00 SM: 7B
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C\Ana LCMS\DATAHY-LT-05

05/31/2004 10:27:23 PM

20-808%over 20 min, A=0.1% TFA/H20, B=0.1% TFA/ACN, Flow=0.5 mi/mn, inj vol :10uL, col:Prevail C18 250x4.6mm, Channel A =214, B=254, C =280
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