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Synthesis of 2,6-trans- and 3,3,6-Trisubstituted Tetrahydropyran-
4-ones from Maitland-Japp Derived 2H-Dihydropyran-4-ones: A

Total Synthesis of Diospongin B
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Copies of *H and *C NMR spectra for compounds reported in the paper.
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Parameter value
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1 Solvent CHLOROFORM-D 0.30
2 Spectrometer Frequency 100.53
3 Nucleus 13C
)OI\ HDL.25%
O O
~o yZ
H0,.20
O =
12a 0O /
HD,15%
| ]
' | . 0,10
I
| | 0.05
|
Innr Hmmmmmmmmm
L4y 1<t Lo
§3 2 ¥ 234 53 2 : 2
Li 1 I T L 1 T 1 T 1 = I T L J 1 T L T 1 1 L . I T 1 1 T L L 1 T L | 1 1 I
20 M0 2D 190 18D 17D 16D 150 14D 130 120 110 10D %D BD 0 & Sl 40 30 20 10 L] =10 ik



Parameter value
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Parameter value
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Parameter value
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Parameter value
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Parameter value 30
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1 Solvent CHLOROFORM-D
2 Spectrometer Frequency 100.53 i
3 Nucleus 13C | .65

) @)
\O) I"/,, I

(0] H0.50
13a

-0.75

—0.70
—0.55
0,45
—0.40

-0.35

0,25

0.0

-0, 10

-0.05

A P g TR, P A T A S 1 S A et i W ke, (D) D0

7L —

A0, 50 —

2 o 2 1%d 18D A0 160 15D

é = 11aE—

[



Parameter value
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Parameter value -
1 Solvent BENZENE-D 010
2 Spectrometer Frequency 100.53
3 Nucleus 13C
0,09
P |
0,08
\O) "z, I
OTIPS
0,07
13¢
H0.06
0,05
0,04
0,03
' 0,02
| 0,01
& |H H m r
g E ] 2 j .
T LI | ¥ T T T Y

I o LI LA DL B |

g
—— ——— T ! ' '
2 210 200 190 180 10 180 150 140 130 120 110 M 9D BD 70 &b 5D 40 3D 20 10 0 -1 -0



Parameter value I
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Parameter value
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Parameter value
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Parameter value 038
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Parameter value
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Parameter value 0,045
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Parameter value i
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Parameter value
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Parameter value
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Parameter value

1 Solvent CHLOROFORM-D
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Parameter value
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