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(()-Cryptophanol 4: 1H NMR (500 MHz, CD2Cl2, 20°C)  3.30-3.38 (m, 6H, Heq), 3.74-3.78 (m, 12H, OCH3), 3.91 (s, 3H, OCH3), 3.93-3.96 (m, 2H, OCH2), 4.09-4.39 (m, 10H, OCH2), 4.44-4.63 (m, 6H, Hax), 5.78 (s, 1H, OH), 6.54-6.80 (m, 12H, Har). 13C NMR (125.67 MHz, CD2Cl2, 20°C)  36.03; 36.27 (2ArCH2), 36.37 (2ArCH2), 36.50; 36.65 (2ArCH2), 56.01; 56.04; 56.23; 56.25; 57.74 (5OCH3), 67.87; 69.00; 69.47; 69.54; 69.67; 69.78 (6OCH2), 113.94; 114.18; 114.42; 114.55; 114.72; 116.16; 116.39; 118.87; 121.56; 121.80; 121.99; 122.46 (12CH), 131.36; 131.54; 131.73; 132.37; 132.50; 132.82; 132.86; 133.26; 134.75; 134.83; 135.10; 135.27 (12Cq), 144.03; 145.11; 145.72; 146.36 (4Cq), 146.63 (2Cq), 147.21; 149.35; 150.01; 150.09; 150.17; 150.32 (6Cq). HRMS (LSIMS): calcd for C53H52O12 880.3459, found (M-H(- 879.3381.
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(()-Cryptophanol 5: 1H NMR (500 MHz, CD2Cl2, 20°C)  3.29-3.38 (m, 6H, Heq), 4.43-4.62 (m, 6H, Hax), 5.82 (s, 1H, OH), 6.54-6.80 (m, 12H, Har). 13C NMR (125.67 MHz, CD2Cl2, 20°C)  36.04; 36.28 (2ArCH2), 36.37 (2ArCH2), 36.50; 36.65 (2ArCH2), 55.00-56.00 (m, 4OCD3), 57.00 (m, 1OCD3), 67.00 (m, 1OCD2), 68.00-70.00 (m, 5OCD2), 113.94; 114.17; 114.40; 114.58; 114.69; 116.07; 116.39; 118.93; 121.52; 121.79; 121.97; 122.42 (12CH), 131.35; 131.54; 131.73; 132.36; 132.48; 132.81; 132.85; 133.28; 134.72; 134.83; 135.08; 135.25 (12Cq), 144.05; 145.13; 145.70; 146.35 (4Cq), 146.61 (2Cq), 147.20; 149.38; 149.99; 150.07; 150.17; 150.31 (6Cq). HRMS (LSIMS): calcd for C53H25D27O12 907.5154, found (M+(( 907.5181.
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(()-Cryptophanol 6: 1H NMR (500 MHz, CDCl3, 20°C)  2.18-2.35 (m, 6H, CH2-CH2-CH2), 3.35-3.42 (m, 6H, Heq), 3.74 (s, 3H, OCH3), 3.80-4.12 (m, 24H, 4OCH3 and 6OCH2), 4.56-4.66 (m, 6H, Hax), 5.03 (s, 1H, OH), 6.57-6.74 (m, 12H, Har). 13C NMR (125.67 MHz, CD2Cl2, 20°C)  30.34; 30.37; 30.47 (3CH2-CH2-CH2), 36.24 (1ArCH2), 36.41 (5ArCH2), 56.41 (2OCH3), 56.49 (2OCH3), 57.83 (1OCH3), 63.53; 63.91 (2OCH2), 64.03 (2OCH2), 64.07; 64.48 (2OCH2), 112.11; 112.44 (2CH), 112.48 (2CH), 112.62; 112.77 (2CH), 112.99 (2CH), 113.06; 113.25; 114.78; 115.48 (4CH), 131.20; 131.36 (2Cq), 131.51 (3Cq), 131.54 (2Cq), 131.68 (1Cq), 131.77 (2Cq), 132.06; 132.72 (2Cq), 143.88; 145.36; 147.59 (3Cq), 147.66 (3Cq), 147.70; 147.76 (2Cq), 147.84 (2Cq), 147.88; 148.36 (2Cq). HRMS (LSIMS): calcd for C56H58O12 922.3928, found (M-H(- 921.3850.
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Bis-cryptophane 7 (compound isolated as a mixture of diastereoisomers): 1H NMR (500 MHz, CDCl3, 20°C)  1.40 (m, 8H, H1-H2), 1.50 (m, 4H, H3), 1.77 (m, 4H, H4), 3.38 (d, J=13.5 Hz, 12H, Heq), 3.74 (s, 6H, OCH3), 3.78 (s, 24H, OCH3), 3.84-3.92 (m, 4H, H5), 4.12-4.21 (m, 24H, OCH2), 4.56-4.59 (m, 12H, Hax), 6.65-6.77 (m, 24H, Har). 13C NMR (125.67 MHz, CDCl3, 20°C)  26.11; 29.55; 29.62; 29.68 (C1-C2-C3-C4), 36.18 (12ArCH2), 55.54; 55.59; 55.64; 55.70; 55.99 (10OCH3), 69.14 (C5), 69.24 (4OCH2), 69.37 (4OCH2), 69.52 (4OCH2), 113.50 (2CH), 113.56 (4CH), 113.63; 114.47; 116.34 (6CH), 120.37 (4CH), 120.40 (2CH), 121.29 (2CH), 121.31 (2CH), 122.24 (2CH), 131.38; 131.43; 131.47; 131.52; 131.90; 131.98; 134.02; 134.06 (16Cq), 134.12 (4Cq), 134.28; 134.33 (4Cq), 146.54 (4Cq), 146.57; 146.60; 146.64; 147.08; 149.45; 149.51; 149.54; 149.58; 149.67; 149.71 (20Cq). HRMS (LSIMS): calcd for C116H122O24 1898.8326, found (M+(( 1898.8362.
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Bis-cryptophane 8 (compound isolated as a mixture of diastereoisomers): 1H NMR (500 MHz, CDCl3, 20°C)  1.38-1.55 (m, 12H, H3-H4-H5-H6-H7-H8), 1.73-1.81 (m, 4H, H2 and H9), 3.38 (d, J=13.5 Hz, 12H, Heq), 3.74 (s, 3H, OCH3), 3.77-3.81 (m 12H, OCH3), 3.81-3.93 (m, 4H, H1 and H10), 4.11-4.22 (m, 12H, OCH2), 4.53-4.59 (m, 12H, Hax), 6.65-6.77 (m, 24H, Har). 13C NMR (125.67 MHz, CDCl3, 20°C)  26.37; 29.80; 29.87; 29.94 (8C, C2-C3-C4-C5-C6-C7-C8-C9 ), 36.43 (12ArCH2), 55.80; 55.86; 55.90; 55.96; 56.25 (5OCH3), 69.40 (1OCH2), 69.50 (2OCH2), 69.63 (3OCH2), 69.78 (2OCH2), 113.65-113.90 (8CH), 114.75 (2CH), 116.61 (2CH), 120.64 (6CH), 121.52 (2CH), 121.57 (2CH), 122.49 (2CH), 131.60-131.70 (8Cq), 132.11 (1Cq), 132.16 (1Cq), 132.24 (2Cq), 134.25-134.35 (4Cq), 134.37 (4Cq), 134.52 (2Cq), 134.57 (2Cq), 146.75-146.95 (10Cq), 147.31; 147.36 (2Cq), 149.70-150.00 (12Cq) (OCD3 and OCD2 resonances not observed). HRMS (LSIMS): calcd for C116H95D27O24 1926.0021, found (M+(( 1926.0011.
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(()-Cryptophane 14: 1H NMR (500 MHz, CDCl3, 20°C)  1.19-1.56 (m, 12H, H3-H4-H5-H6-H7-H8), 1.62-1.85 (m, 4H, H2-H9), 3.18 (t, J=6.5 Hz, 2H, H1), 3.38 (d, J=13.0 Hz, 6H, Heq), 3.74 (s, 3H, OCH3), 3.78 (s, 12H, OCH3), 3.84-4.00 (m, 2H, H10), 4.05-4.25 (m, 12H, OCH2), 4.54-4.59 (m, 6H, Hax), 6.65-6.77 (m, 12H, Har). 13C NMR (125.67 MHz, CDCl3, 20°C)  7.64 (C1), 26.30; 28.74; 29.60; 29.72 (x2C); 29.90; 30.69; 33.73 (C2-C3-C4-C5-C6-C7-C8-C9), 36.42 (6ArCH2), 55.78; 55.84; 55.87; 55.94; 56.22 (5OCH3), 69.37 (C10), 69.47 (2OCH2), 69.60 (2OCH2), 69.75 (2OCH2), 113.74 (1CH), 113.81 (2CH), 113.86; 114.72; 116.56 (3CH), 120.64 (3CH), 121.53 (2CH), 122.47 (1CH), 131.61; 131.66; 131.71; 131.76; 132.14; 132.21; 134.24; 134.28; 134.34; 134.37; 134.53; 134.55 (12Cq), 146.78 (3Cq), 146.84; 146.87; 147.31; 149.67; 149.75; 149.77; 149.83; 149.91; 149.93 (9Cq). HRMS (LSIMS): calcd for C63H71O12I 1146.3990, found (M+(( 1146.3988.

