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“1:1 (mol/mol) mixture of substrates was used. For each entry,
compounds whose protecting groups remained untouched are
highlighted in red.
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solvent reaction time/h yie]d/%d reaction time/h yield/%
hexane 50 77 15 87° 5
toluene 15.5 93 11.5 86°
MTBE 109 83 109 99°
CH,Cl, 39 97 2 91°
AcOEt 50 92 17 97¢
THFE 109 85 109 25°
CH,CN 109 78 17.5 98¢
DMF 109 82 109 31°
DMSO 109 72 109 63°

“3 equiv of NAPOMCI and 6 equiv of DIPEA were used. ”1.5 equiv of
DDQ were used. “2.5 equiv of DDQ_were used.

been reported to date. First, the introduction of the NAPOM

group onto monoacetylated diol 7 was attempted under the
conventional conditions using DIPEA (entry 1 of Table 3).
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6b: R = NAPOM
6c: R = SCH,CH;Ph

“Isolated yields, after silica gel column chromatography. "NAPOMCI
(1.8 to 3 equiv), DIPEA (4 to 6 equiv), CaCl, (100 wt %), CH,Cl,
(subs. concn 0.1 M), t, 6.5 to 32.5 h. “DDQ (L5 equiv}, CH,CL,/
phosphate buffered water (pH 7.0) = 18/1,rt, 2 to 3.5 h.
recrystallization. “DDQ_(2.0 equiv), CH,Cl,/pH 7.0 buffer, rt, 22.5 h.
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Reference: Sato, T. Oishi, T. and Torikai, K. (2015), Org. Lett., 17, pp. 3110-3113.
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