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PdCl2 (1.0 mol%)
CuI (10 mol%)

K2CO3 (10 mol%)
Et3N (1.0 eq.)

DMF, 80 °C

60%

O

1) mCPBA, NaHCO3
    CH2Cl2, rt, 99%

2) Me2CuLi*
    THF, –78 °C

1) CH2N2
    Et2O, rt
    73% (2 steps)

2) SOCl2, Py
    –25 to –20 °C
    82%
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K. Mori et al., J. Chem. Soc., Perkin Trans. 1, 2923 (1991)
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220°C

81%, dr >98%
L. Barriault et al., Org. Lett., 4, 1371 (2002)
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H2SO4, rt;

KI, H2O, rt

87%
* theoritically 1 eq.
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V. H. Rawal et al., J. Am. Chem. Soc., 120, 13523 (1998)
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LDA, THF
–78 °C
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M. Brewer et al., J. Org. Chem., 74, 8410 (2009)
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CH2Cl2
–10 °C to rt

75%

Na2CO3

MeOH, reflux;
1% HCl aq

76%
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O. G. Kulinkovich and V. L. Sorokin, Synthesis, 361 (1994)

HBF4•OMe2 (9 eq.)

CH2Cl2
rt

59%

H. J. Knolker et al., Angew. Chem. Int. Ed., 38, 2583 (1999)
H. J. Knolker et al., Angew. Chem. Int. Ed., 33, 1612 (1994)
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1) Dowex 50WX8(H)-resin
    1,2-ethanediol (1.2 eq.)
    benzene, reflux, 30h, 90%

2) Br2 (3.2 eq.), 1,4-dioxane
    N2-flow, 10 °C, 6h;
    NaOH (5.6 eq.)
    MeOH, 10 °C, 4h;
    reflux, 16h, 75%
3) conc. H2SO4, rt, 24h, 98%

C10H6Br2O2

UV light
(2 kW Hg-vapour lamp; Pyrex filter;

Symantec large-scale
photolysis unit)

cat. conc. H2SO4
MeOH-H2O (6:1), rt;

H2O, reflux, 1h; evaporation;

30% aq. NaOH, reflux, 3h;
conc. HCl, 10 °C;

filtration; evaporation;
Dowex 50WX8(H)-resin, MeOH

reflux, 24h, 79%

CO2Me

MeO2C

T. W. Cole and P.E. Eaton, J. Am. Chem. Soc., 96, 962 & 3157 (1964)
M. Bliese and J. Tsanaktsidis, Austral. J. Chem., 50, 189 (1997)

R. Priefer et al., Synthesis, 98 (2010)
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