
20140510

Siler, D. A.; Mighion, J. D.; Sorensen, E. J.
Angew. Chem. Int. Ed. 2014, Early View, DOI: 10.1002/anie.201402335.

O

OHO

O

O OH

O

O

O

OAc
N

OAc

1. MeI (>2 eq.), KOtBu, tBuOH, rt, 91%
2. ethylene glycol, p-TsOH (cat.), benzene, reflux
3. DIBAL-H, CH2Cl2, –78 °C to 0 °C, 77% (2 steps)

4. (COCl)2, DMSO, Et3N, CH2Cl2, –78 °C to rt, 90%
5. TosMIC, KOtBu, THF, –50 °C; MeOH, 65 °C, 90%

(TosMIC = para-toluenesulfonylmethyl isocyanide)

6. H2SO4, MeOH, 100 °C, 73%
7. NH2OH·HCl, pyridine, 80 °C, 91%

8. Pd(OAc)2 (cat.), PhI(OAc)2,
1:1 Ac2O/AcOH, 100 °C, 22%
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Hints:
IR: 2243
HRMS: C16H24NO2

+ ([M + H]+)

H
N

O H

1. O3, MeOH-CH2Cl2, –78 °C; Me2S, –78 °C to rt, 85%
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DEAD, Ph3P, THF, rt, 86%

2. CSA, m-xylene, reflux, 83%
3. PhSH, Cs2CO3, MeCN, rt; Ac2O, rt, 71%

1.

2. TBAF, THF, rt, 89%
3.

4. Pd(PPh3)4, Ph3SiH, AcOH, rt, 96%
5. Cs2CO3, MeCN-H2O (4:1), 80 °C, 70%
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AllocNs , DMEAD, Ph3P, THF, rt, 67%
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