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S1: "H-NMR spectrum (C6D6, 500 MHz) of Compound 3 (6-dehydroxy-
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S4: DEPT 135-NMR (C6D6, 125 MHz) spectrum of Compound 3 (6-dehydroxy-
19-acetyl-marrubenol )



T W V.V \A

Apr05-2010-jfleon
IBROUARD jfleon 1B
HMBCGPND C6D6 C:\\ jfleon 42

0 00 D 1"

I of)

=
R
— PO ]

\

|
-B-

3
E

—r——T——T T T T T T T T T T T ———7———7T T 7 T T T " T T 1 I
48 46 44 42 40 38 36 3.4 32 30 28 26 24 22 20 18 16 14 12 10 08 06
f2 (ppm)

SS: Expansion HSQC-NMR (C6D6, 500 MHz) spectrum Compound 3 (6-
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S9: ROESY -NMR spectrum ( C6D6, 500 MHz ) of Compound 3 (6-dehydroxy-
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S10:ROESY -NMR spectrum ( C6D6, 500 MHz ) of Compound 3 ( 6-
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S11: Expansion ROESY -NMR spectrum ( C6D6, 500 MHz ) of Compound 3
( 6-dehydroxy-19-acetyl-marrubenol )
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S12 : HRMS- spectrum of Compound 3 ( 6-dehydroxy-19-acetyl-marrubenol )
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Elemental Composition Report Page 1
Multiple Mass Analysis: 1457 mass(es) processed - displaying only valid results
Tolerance = 5.0 PPM / DBE: min = 1.5, max = 50.0
Isotope matching not enabled
Monoisotopic Mass, Odd and Even Electron lons
20118 formula(e) evaluated with 69 results within limits (up to 50 closest results for each mass)
Francisco ( D1-ap ) E/l 70 ev Temp F 250 C
H12638-Francisco ( D1-ap ) E | 70 ev Temp F 250 C 56 (2.730) Magnet El+
66+ 81.0447 2.60e4
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Mass RA Calc. Mass mDa PPM DBE
363.2688 -3.6 9.5
363.2535 3.8 5.5
1 363.2383 0.1 1.5
x 363.2324 457 10.5
6. 363.2171 0.7 6.5
54 362.2821 4.7 5.0
45.19 362.2457 1.9 6.0
50.50 362.2305 =Fi 2.0
47.34 362.224¢6 2.8 -
31.92 362.2093 -1.2 .
27.47 362.2035 3.4 16.0
11.92 362.1882 -0.5 12.0
4.38 362.1729 -4.2 8.0
6.30 302.2246 3.0 6.0
6.12 302.2093 -3.7 2.5 "
5.47 302.2035 4.1 11.0
10. 61 289.2531 8.3 4.5
4.90 289.2168 2.9 5.5
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3.35 2.7 1.5
4.16 -3.5 10.5
7,04 -2.7 4.0
2.5 2.0 cl0 H18
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S14 : Table HRMS of Compound 3 ( 6-dehydroxy-19-acetyl-marrubenol )
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S$15 : 'H-NMR spectrum (CDCI3, 500 MHz) of Compound 3 ( 6-dehydroxy-19- 17
acetyl-marrubenol )
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$16 : "°C and DEPT -NMR spectrum (CDCI3, 125 MHz) of Compound 3 ( 6-
dehydroxy-19-acetyl-marrubenol )
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S17 : COSY-NMR spectrum (DMSO, 500 MHz) of Compound 3 ( 6-dehydroxy-19-acetyl-
marrubenol 3
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S18 : HSQC-NMR spectrum (Aceton —dg , 500 MHz) of compound 3
(6-dehydroxy-19-acetyl-marrubenol 3
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Figure S20 : NOESY-NMR spectrum of 6-dehydroxy-19-acetyl-marrubenol 3 in DMSO-dg
recorded on Bruker DRX 500 MHz
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Current Data Parameters

NAME
EXPNO
PROCKD 1

F2 - Acquisition Paraneters
Date_ 981222
Time 1.07
INSTRUM
PROBHD 5 ma Multinu
PULPROG noesyto
n 1024
SOLVENT oKD
¥ 8
08 2
s 4464286 1z
FIORES 4350654 1z
a0 0.1147380 sec
76 2
o 112,000 usec
oE 160.00 usec
e 300.0 K
Wt 0 a8
0§ 1.00000000 sec
Py 5.50 usec
00 0.00000300 sec
08 0.60000000 sec
'3 160.00 usec
501 500.1319689 Mz
NUCLEUS
1ho 0.00011208 sec

FL - Acquisition paraneters
2

100
™ 256
sFoy 500,132 Wiz
FIORES 17426450 12
Y 8.920 ppn

F2 - Pracessing paraneters
s1
S 500.1300205 iz
o SINE
s 2
8 0.00 Hz
58 0
re 1.00

Fi - Processing paraneters
st 1024
w2 1PPL
L3 500.1300200 Mtz
WO
s 2
18 0.00 W
] 0

20 1MR plot parameters

o 20.00
oK1 20.00 en
F2prL0 7.705 pom
FaLo 85354 Wz
FapmL 0.522 pp
Fant 261.18 Hz
FirLo 7.625 pon
Filo 391346 Wz
Fipir 0.526 pon
Fa 262,62 Hz
F2PPHCH 0.35014 ppn/cn
FaHzOH 17961775 Hz/cm
FLPPMOH 0.35497 pp/cn
Fanzon 177.53204 Mr/en



