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First total synthesis of murisolin

Naoyoshi Maezaki, Hiroaki Tominaga, Naoto Kojima, Minori Yanai,
Daisuke Urabe and Tetsuaki Tanaka*

Graduate School of Pharmaceutical Sciences, Osaka University,
1-6 Yamadaoka, Suita, Osaka 565-0871, Japan.

General: Melting points are uncorrected. Optical rotations were measured using a JASCO DIP-360 digital
polarimeter. |H NMR spectra were recorded in CDCI3 solution with a JEOL JNM-GX500 spectrometer (500
MHz). 13C NMR spectra were recorded in CDCl3 solution with a JEOL JNM-AL300 spectrometer (75 MHz).
All signals are expressed as ppm downfield from tetramethylsilane used as an internal standard (5, value).
The following abbreviations are used: singlet (s), doublet (d), triplet (t), quartet (q), multiplet (m). IR
absorption spectra (FT: diffuse reflectance spectroscopy) were recorded with KBr powder with a Horiba
FT-210 IR spectrometer, and only noteworthy absorptions (cm™1) are listed. Mass spectra were obtained with
a JEOL JMS-600H and a JEOL JMS-700 mass spectrometer.

Murisolin (1): mp 72.5-73.5 °C; [a]?3p +20.7 (c 0.39, MeOH), [a.]?2p +21.5 (c 0.36, CHCI3); IR (KBr):
3435, 3419, 2916, 2848, 1751, 1470, 1319, 1201, 1119, 1074, 1028, 960, 847, 721 cm~!; ITH NMR (500 MHz,
CDCI3) & 0.88 (t, 3H, J = 7.0 Hz), 1.25-1.57 (m, 42H), 1.4 (d, 3H, J = 6.7 Hz), 1.63-1.71 (m, 2H),
1.94-2.02 (m, 2H), 2.40 (dd, 1H, J = 15.3, 8.6 Hz), 2.47-2.58 (m, 3H), 2.51-2.55 (m, 1H), 3.41 (td, 2H, J =
6.7, 4.9 Hz), 3.80 (q, 2H, J = 6.7 Hz), 3.82-3.87 (m, 1H), 5.07 (qd, 1H, J= 6.7, 1.2 Hz), 7.20 (d, 1H, J = 1.2
Hz): 13C NMR (75 MHz, CDCI3) § 14.1, 19.1, 22.7, 25.5 (2C), 25.6, 28.7 (2C), 29.3, 29.4, 29.5 (4C), 29.57.
29.62 (4C), 29.65, 29.69, 31.9, 33.3, 33.4 (2C), 37.4, 70.0, 74.0 (2C), 78.0, 82.6 (2C), 131.2, 151.8, 174.6;
MS (FAB): m/z: 581.5 ([M+H]*). HRMS (FAB): caled for Cz5Hgs0¢ ([M+H]*): 581.4781. Found:
581.4786.
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