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Abstract

An efficient, flexible route to highly functionalized linearly fused dicyclobutabenzenes is described based on the dual, regioselective cycloaddition of benzyne and ketene silyl acetals.
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            6): δ = -0.01 (s, 3 H), 0.02 (s, 3 H), 0.08 (s, 3 H), 0.14 (s, 3 H), 0.90 (s, 9 H), 0.91 (s, 9 H), 1.19 (t, J = 7.0 Hz, 3 H), 3.27 (d, J = 13.7 Hz, 1 H), 3.38 (s, 3 H), 3.42 (s, 3 H), 3.45 (s, 3 H), 3.46-3.55 (m, 1 H), 3.54 (d, J = 13.7 Hz, 1 H), 3.67-3.83 (m, 1 H), 4.07 (s, 3 H), 6.83 (s, 1 H). 13C NMR (acetone-d
            6): δ = -3.9, -3.7, -3.5, -3.0, 15.7, 18.5, 19.1, 26.1, 26.3, 45.9, 51.3, 51.6, 52.9, 58.9, 60.5, 102.6, 107.4, 109.4, 111.0, 132.7, 133.8, 145.6, 148.2, 149.4. IR (ATR): 2930, 2856, 1605, 1585, 1472, 1424, 1301, 1248, 1227, 1182, 1105, 1073, 1020, 938, 835, 800, 779, 679 cm-1. Anal. Calcd for C28H50O7Si2: C, 60.61; H, 9.08. Found: C, 60.40; H, 8.99.
[bookmark: RU01208ST-11]11  Crystallographic data for 8b: C28H50O7Si2, MW = 554.86, colorless crystal, 0.31 × 0.30 × 0.26 mm, triclinic, space group P1, Z = 2, T = 93 K, a = 9.4852(14) Å, b = 13.1137(16) Å, c = 14.1070(18) Å, V = 1602.6(4) Å3, λ(Mo-Kα) = 0.71073 Å, µ = 0.150 mm-1. Intensity data were collected on a Bruker SMART 1000 diffractometer. The structure was solved by direct methods and refined by the full-matrix least-squares on F
            
              ²
             (SHELX97). A total of 15175 reflections were measured and 7242 were independent. Final R1 = 0.0334, wR2 = 0.0889 [6830 refs; I > 2s(I)], and GOF = 1.035 (for all data, R1 = 0.0353, wR2 = 0.0906). CCDC 676618 contains the supplementary crystallographic data for this paper. These data can be obtained free of charge at www.ccdc.cam.ac.uk/conts/retrieving.html or from the Cambridge Crystallographic Data Centre, 12, Union Road, Cambridge CB2 1EZ, UK; fax: +44 (1223)336033; email: deposit@ccdc.cam.ac.uk.
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