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LDA, THF, −78 oC

1)

2) NaOMe, MeOH, 0 oC
    ( 75 %, 2 steps )

3) Na/Hg 5%, MeOH,

   KH2PO4, 0 oC

4)

5)

Demont E; Eatherton A.; Frampton S. C.; Kahn I.; Redshaw S. Synlett 2004, 4, 684-687

Synthesis. 2004, 753

1.

1H-NMR: δ 1.10 (s, 3H), 1.11 (s, 3H), 1.26 (m, 1H), 1.82 (m, 1H), 1.84 (dd, J = 8.2, 1.1 Hz, 1H),
                  2.18 (m, 1H), 2.31–2.35 (m, 2H), 2.43–2.49 (m, 2H), 2.84 (m, 1H), 5.85 (d, J = 1.5 Hz, 1H).

13C-NMR: δ  28.8, 29.6, 30.3, 37.7, 37.8, 41.4, 46.5, 47.1, 122.4, 175.6, 199.8

IR:  ν 1660  cm-1

2. methyl vinyl ketone, benzene, reflux;

    MeOH, reflux
3. KOH, EtOH, reflux (35%, 3 steps)

Morimoto, T.; Horiguchi, T.; Yamada, K.; 
Tatsumi, K.; Kurosawa, H.; Kakiuchi, K.

4. allene, hν, CH2Cl2, –78°C (86%)

5. TiCl4, CH2Cl2, rt  (92%)

KHMDS,  THF,  –78°C, 84 %

NCS, AgNO3, MeCN, H2O, rt,

1)

2) 77 %

3)  NH2OH.HCl, NaOAc, MeOH, MeCN
       reflux,  54 %  then
      toluene,180 °C,  sealed tube, 2.5hr , 95%

 OR  3')   NH2OH.HCl, NaOAc, MeOH, rt
   then   toluene,190 °C,  sealed tube, 3.5hr , 59%

4) DIBAL,  –78°C, then  work up   100 %

KHMDS, THF,

  –78°C,  62%

5)

6) H2,  10 % Pd / C,  MeOH,  69%

J. Org. Chem., 2004, 69, 1598.

same product

Srockman A. R.; Sinclar A.; Arini G. L.;
Szeto P.; Hughes L. D.

1)

2)

3)


