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SUPPORTING INFORMATION

Formal Total Synthesis of (-)-Balandl:
Concise Approach to the Hexahydroazepine Segment Based on RCM

Alois Fiirstner,* and Oliver R. Thiel

Max-Planck-Institut fiir Kohlenforschung, D-45470 Miilheim/Ruhr, Germany

e-mail: fuerstner @mpi-muelheim.mpg.de

Instrumentation and Spectra Formats: NMR: Spectra were recorded on a Bruker AC 200
or DMX 300 spectrometer in CDCI3 or CD,Cl; as the solvents; chemical shifts (8) are given
in ppm relative to TMS, coupling constants (J) in Hz. IR: Nicolet FT-7199, wavenumbers in

cm’l. MS (ED): Finnigan MAT 8200 (76 eV). HRMS: Finnigan MAT SSQ 7000 (70 eV).
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Table 1. Characteristic Infrared Absorptions of New Compounds (¢cm™1)

Product IR

.6 30064, 3031, 2990, 2924, 2863, 1644, 1606, 1586, 1497, 1453,
1086, 1070, 1028, 993, 935, 738, 699

7 3315,3076,3030,2979,2862,1643,1607,1586,1497,1454;
1070, 995, 924, 736, 699

8 3452, 3080, 3030, 3006, 2978, 2930, 2869, 1694, 1646, 1496,
1367, 1249, 1070, 995, 926, 737, 699

9 3453, 3088, 3064, 3030, 2975, 2929, 2871, 1694, 1607, 1496,
1392, 1366, 1247, 1114, 737, 698

10 3066, 3030, 3005, 2978, 2929, 2868, 2121, 1697, 1643, 1591,
1456, 1367, 1249, 1172, 1153, 1097, 993, 931, 736, 698

11 3065, 3031, 2976, 2927, 2857, 2108, 1699, 1657, 1496, 1456,
1393, 1366, 1248, 1168, 1135, 1095, 737, 698

13 3427, 2929, 2875, 1665, 1606, 1543, 1504, 1454, 1420, 1367,
1251, 1176, 845, 768, 739, 697

14 3981, 2927, 2827, 1773, 1723, 1649, 1497, 1455, 1369, 1294,
1256, 1155, 1089, 1028, 997, 954, 931, 851, 740, 699

15 3087,3066,3030,3005,2976,2933,2881,1701,1497,1477,
1455, 1367, 1257, 1171, 1105, 1073, 991, 929, 910, 736, 698
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Table 2. MS Data (EI) of New Compounds

Product

m/z (rel. intensity)

10

11

13

14

15

190 (IM™], < 1), 147 (2), 107 (25), 91 (100), 84 (9), 65 (10),
55 (6)

247 (IM*], < 1), 156 (14), 100 (18), 91 (37), 70 (100), 41 (26) |

347 (IM*], < 1), 274 (2), 200 (15), 167 (3), 148 (7), 144
(100), 100 (30), 91 (93), 70 (47), 57 (75), 41 (30)

319 (IM*], < 1), 263 (6), 211 (4), 172 (9), 160 (9), 155 (12),
128 4), 120 (3), 110 (7), 91 (100), 57 (39)

372 ((M7], < 1), 299 (1), 225 (1), 197 (1), 170 (1), 147 (39),
114 (16), 91 (91), 70 (60), 57 (100), 41 (24)

344 (IM7], < 1), 260 (1), 225 (2), 186 (1), 180 (3), 169 (14),
160 (6), 125 (11), 91 (100), 57 (57)

441 (IM*], < 1), 253 (27), 228 (27), 211 (56), 170 4), 157
(36), 121_ (8), 113 (9), 91 (100), 57 (35)

358 (IM*], < 1), 252 (4), 246 (4), 152 (8), 95 (14), 91 (100),
57 (33)

347 (IM*], < 1), 318 (5), 262 (16), 218 (12), 200 (5), 144
(12), 100 (37), 91 (100), 70 (7), 57 (70)
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