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Abstract


The rare example of pyrrolidine C–N bond cleavage in 1-sulfonylpyrrolidines in acidic media in the presence of phenols is reported. The reaction proceeds under mild conditions and provides a convenient route to otherwise hardly accessible and previously unknown dibenzoxanthenes, diarylbutanes, and resorcinarenes having a sulfonylamide moiety.
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            N-[4,4-Bis(5-chloro-2,4-dihydroxyphenyl)butyl]-4-methylbenzenesulfonamide (4a)
White solid (0.42 g, 65% from pyrrolidine 2a, 0.48 g, 74% from acetal 1a), mp 145–147 °C. 1H NMR (400 MHz, (CD3)2SO): δ = 1.13–1.29 (m, 2 H, CH2), 1.67–1.77 (m, 2 H, CH2), 2.37 (s, 3 H, СН3), 2.67–2.75 (m, 2 H, CH2), 4.16 (t, 3
          J
          HH = 7.8 Hz, 1 H, CH), 6.43 (s, 2 H, CHAr), 6.84 (s, 2 H, CHAr), 7.34 (d, 3
          J
          HH = 8.0 Hz, 2 H, CHAr), 7.38 (t, 3
          J
          HH = 5.9 Hz, 1 H, NH), 7.61 (d, 3
          J
          HH = 8.2 Hz, 2 H, CHAr), 9.25 (s, 2 H, OH), 9.65 (s, 2 H, OH). 13C NMR (150 MHz, (CD3)2SO): δ = 21.4, 28.2, 31.2, 35.8, 43.2, 104.1, 109.4, 123.5, 126.9, 128.8, 130.0, 138.3, 142.8, 151.6, 154.7; IR (KBr): ν = 1152, 1598, 2867, 2943, 3286, 3428 cm–1. MALDI TOF: m/z = 534 [M + Na], 550 [M + K]. Anal. Calcd (%) for C23H23Cl2NO6S: C, 53.91; H, 4.52; Cl, 13.84, N, 2.73; S, 6.26. Found: C, 52.17; H, 4.41; Cl, 14.00, N, 2.49; S, 6.07.

            N,N′,N′′,N′′′-{[14,16,34,36,54,56,74,76-Octahydroxy-1,3,5,7(1,3)-tetrabenzenacyclooctaphane-2,4,6,8-tetrayl]tetrakis(propane-3,1-diyl)}tetrakis(4-methylbenzenesulfonamide) (5a)
White solid (0.38 g, 89% from pyrrolidine 2a, 0.39 g, 94% from acetal 1a), mp 169–170 °C. 1H NMR (400 MHz, (CD3)2SO): δ = 1.18–1.29 (m, 8 H, CH2), 1.91–1.99 (m, 8 H, CH2), 2.36 (s, 12 H, CH3), 2.67–2.74 (m, 8 H, CH2), 4.10 (t, 3
          J
          HH = 7.8 Hz, 4 H, CH), 6.12 (s, 4 H, CHAr), 7.04 (s, 4 H, CHAr), 7.32 (d, 3
          J
          HH = 8.1 Hz, 8 H, CHAr), 7.36 (t, 3
          J
          HH = 5.6 Hz, 4 H, NH), 7.61 (d, 3
          J
          HH = 8.1 Hz, 8 H, CHAr), 8.86 (s, 8 H, OH). 13C NMR (150 MHz, (CD3)2SO): δ = 21.4, 28.2, 31.0, 32.9, 43.0, 102.8, 123.3, 125.3, 126.9, 130.0, 138.3, 142.9, 152.2; IR (KBr): ν = 1154, 1599, 2871, 2939, 3302 cm–1. MALDI TOF: m/z = 1355 [M + Na], 1371 [M + K]. Anal. Calcd (%) for C68H76N4O16S4: C, 61.24; H, 5.74; N, 4.20; S, 9.62. Found: C, 61.01; H, 5.59; N, 3.92; S, 9.90. 
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