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Purification of thiosialosides by a recycle-type SEC
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Abstract

An efficient separation between fully acetylated thiosialoside methyl esters and fully acetylated NeusAc2en methyl
esters was accomplished by means of the SEC method. Purity and structural elucidation of the isolated compounds
were performed by a combination of elemental analyses and spectroscopic analyses, including IR, H, and *C NMR,
and mass spectroscopic analyses.
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1. Reagents and conditions: i) KSAc (5 molar excess), dichloromethane, 0 °C — rt, 2 d.
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2. Reagents and conditions: i) Diethylamine (10 molar excess vs Br), DMF, 0 °C—rtt, overnight; ii) purified by SEC;
iii) KoCO3, MeOH—DMF, 0 °C — rt, 2 d, then Ac,O—Pyr, 1t, overnight.
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3. 'H NMR spectra of (A) mixture of disaccharide 5 and glycal 3, (B) thioacetate 2, (C) glycal 3, and (D) pure
disaccharide 5.
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4. SEC profile of the separation of disaccharide 5 and glycal 3. The inseparable mixture was injected into SEC

columns at mixture load.
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