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2. NMR Spectral Data
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Table S5. Comparison of the 1H NMR data of natural and synthetic calyxolane A

O

calyxolane A

Natural
δ 1H [ppm, mult, J (Hz)]

300 MHz

Synthetic
δ 1H [ppm, mult, J (Hz)]

400 MHz

Err
(natural–synthetic)

Δδ (ppm)
7.38, m, 2H 7.38, m, 2H －

7.37,m, 4H 7.37,m, 4H －

7.32, m, 2H 7.32, m, 2H －

7.26, m, 2H 7.26, m, 2H －

5.24, dd, 1H (5.7, 7.8) 5.24, dd, 1H (5.8, 7.8) －

4.47, t, 1H (8.0) 4.47, dd, 1H (7.3, 8.5) －

3.95, t, 1H (8.1) 3.95, t, 1H (8.2) －

3.54, m, 1H (7.8) 3.54, m, 1H －

2.48, ddd, 1H (7.8, 7.8, 12.6) 2.48, dt, 1H (7.7, 12.6) －

2.34, ddd, 1H (5.7, 8.4, 12.6) 2.34, ddd, 1H (5.8, 8.3, 12.6) －

Table S6. Comparison of the 13C NMR data of natural and synthetic calyxolane A
O

calyxolane A

Natural
δ 13C (ppm)

75 MHz

Synthetic
δ 13C (ppm)

100 MHz

Err
(natural – synthetic)

Δδ (ppm)
143.6 143.6 －

142.0 142.0 －

128.6 128.7 -0.1
128.4 128.4 －

127.3 127.4 -0.1
127.2 127.2 －

126.6 126.6 －

125.5 125.5 －

80.6 80.6 －

75.1 75.2 -0.1
44.4 44.4 －

42.7 42.7 －
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Table S7. Comparison of the 1H NMR data of natural and synthetic calyxolane B
O

calyxolane B

Natural
δ 1H [ppm, mult, J (Hz)]

300 MHz

Synthetic
δ 1H [ppm, mult, J (Hz)]

400 MHz

Err
(natural–synthetic)

Δδ (ppm)
7.26 – 7.38, m, 10H 7.20 - 7.42, m, 10H －

5.08, dd, 1H (5.7, 10.2) 5.08, dd, 1H (5.7, 10.2) －

4.37, t, 1H (8.4) 4.37, t, 1H (8.2) －

4.03, t, 1H (8.4) 4.02, t, 1H (8.5) 0.01
3.65, m, 1H (8.1) 3.65, m, 1H －

2.77, m, 1H (6.3) 2.76, ddd, 1H (5.7, 7.3, 12.7) 0.01
2.02, q, 1H (10.5) 2.02, dt, 1H (10.4, 12.4) －

Table S8. Comparison of the 13C NMR data of natural and synthetic calyxolane B
O

calyxolane B

Natural
δ 13C (ppm)

75 MHz

Synthetic
δ 13C (ppm)

100 MHz

Err
(natural–synthetic)

Δδ (ppm)
142.6 142.7 -0.1
141.7 141.7 －

128.6 128.6 －

128.4 128.4 －

127.4 127.4 －

127.2 127.3 -0.1
126.6 126.7 -0.1
125.7 125.7 －

81.8 81.9 -0.1
75.1 75.1 -0.1
46.0 46.0 －

43.7 43.7 －


