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EXTRACTION AND ISOLATION OF COMPOUNDS

The wood residues of Dalbergia spruceana were submitted to maceration for 7 days with
hexane and methanol, which provided yields of 0.05 and 3.67%, respectively. The fractionation
of the methanol extract (19 g) was carried out on a silica gel column (70-230 mesh; h x g =30
x 5 cm), eluted with hexane-EtOAc (2-40%), and generated ninety fractions. Fr. 27 (47 mg)
showed a predominance of B-sitosterol and stigmasterol. Fr. 46 (20 mg) was obtained by
preparative thin layer chromatography (PTLC) eluted with CH,Cly-acetone (98:2) and resulted
in the purification of compound 1 (10 mg). Fr. 50 gave the solid compound 2 (900 mg). Fr. 61
(70.0 mg) was fractionated over a silica gel column (230-400 mesh; h x & = 46 x 2.6 cm) and
eluted with CH,Cl,. Subfractions 15 and 17 were submitted to new fractioning. Subfr. 15 (23.0
mg) was fractionated over silica gel column (230-400 mesh; h x ¢ = 38.5 x 1.2 cm) and eluted
with CH>C1,-MeOH (98:2) to obtain compound 3 (3.5 mg). Subfr. 17 (35 mg) resulted the
isolation of compound 4 (5.5 mg), after purification in PTLC and elution with of CH,Cl,-MeOH
(98:2). Fractionation of 71 (52.0 mg) over a silica gel column (230-400 mesh; h x ¢ = 37.0 x
2.6 cm) and elution with CH,Cl,-acetone (98:2) provided compound 5 (10.0 mg). Fraction 73
(80 mg) was fractionated over a silica gel column (230-400 mesh; h x ¢ = 8.0 x 0.7 cm), eluted
with CH,Cl,-acetone (98:2) and resulted in the purification of 6 (3.5 mg). Fr. 83 gave the solid
compound 7 (5.8 mg).

* Corresponding author. E-mail: mdapaz@jinpa.gov.br
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CHARACTERIZATION DATA FOR COMPOUNDS 1-3 AND 5-7

MeO 3 1 = 9

8

MeO 5

OMe
Elemycin (1). 'H NMR (300 MHz, CDCl,, J/Hz): 6.43 (s, H-2 and H-6), 5.97 (m, H-8),
5.11 (m, H-9), 3.87 (s, OCH3-3 and 5), 3.84 (s, OCHs-4), 3.36 (d, J = 6.7 Hz, H-7). *C NMR
(75 MHz, CDCls): 153.1 (C-3 and C-5), 137.2 (C-8), 136.2 (C-4), 135.8 (C-1), 116.0 (C-9),
105.4 (C-2 and C-6), 60.8 (OCH3-4), 56.0 (OCH3-3 and 5), 40.55 (C-7).

Maackiain (2). White solid. 'H NMR (300 MHz, (CDs),CO, J/Hz): 8.64 (s, OH), 7.31 (d,
7=8.3 Hz, H-5), 6.90 (s, H-2), 6.57 (dd;J = 8.3 and 2.3 Hz, H-6), 6.40 (s, H-5"), 6.36 (d, ] =
2.3 Hz, H-8), 5.93 and 5.91 (s, CH,05), 5.50(d, J = 6.5 Hz, H-4), 4.29 (dd, J = 10.5 and 3.9
Hz, H-2), 3.65 (t, ] = 9.9 Hz, H-2),3.57 (m, H-3). 13C NMR (75 MHz, (CDs),CO: 158.8 (C-7),
156.7 (C-9), 154.4 (C-6"), 147.9.(C-4%), 141.5 (C-3"), 132.1 (C-5), 118.6 (C-1°), 111.8 (C-10),
109.5 (C-6), 105.0 (C-27), 1030 (C-8), 101.2 (C-3’and C-4"), 93.0 (C-5), 78.4 (C-4), 66.0 (C-
2), 40.1 (C-3). ESI-MS m/z283.0661 [M-H]".

8-hydroxy-7-methoxy-3°,4 -methylenodioxypterocarpan (3). White solid. '"H NMR (300
MHz, CDCls, J/Hz): 7.06 (d, J = 8.6 Hz, H-5), 6.74 (s, H-5"), 6.69 (d, 8.6 Hz, H-6), 6.44 (s, H-
2%), 5.94 and 5.91 (s, CH,0»), 5.54 (d, J = 7.0 Hz, H-4), 4.38 (dd, J = 10.8 and 3.9 Hz, H-2),
3.74 (t, J = 10.8 Hz, H-2), 3.57 (m, H-3). '*C NMR (75 MHz, CDCl;): 154.2 (C-6"), 148.1 (C-
4%),147.3 (C-7), 143.3 (C-9), 141.7 (C-3’), 133.9 (C-8), 121.0 (C-5), 117.6 (C-1"), 113.9 (C-
10), 105.0 (C-6), 104.7 (C-2"), 101.3 (C-3’and C-4°), 93.8 (C-5°), 78.3 (C-4), 66.8 (C-2), 56.3
(MeO), 40.2 (C-3). ESI-MS m/z 313.0730 [M-H]".

OMe

8,4,2" trihydroxy-7,4'-dimethoxyisoflavonol (4). Yellow amorphous solid. 'H, '*C NMR,
NOESY, HSQC and HMBC (see the spectra below). ESI-MS 341.0994 [M+Nal].
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Dalbergin (5). Yellow solid. 'H NMR (500 MHz, CDCls, J/Hz):7.52 (m; H-3’, H-4’and
H-57), 7.52 (m, H-4’), 7.45 (m, H-2’ and H-6’), 7.01(s, H-5), 6.92 (s, H-8), 6.27 (s, H-3), 4.01
(MeO-7). BC NMR (125 MHz, CDCl;): 161.4 (C-2), 155.7 (C-4), 150.1 (C-7), 149.3 (C-9),
142.5 (C-6), 135.6 (C-1), 129.5 (4°), 128.8 (C-3°, C-5"), 128.3 (C-2’, C-6"), 112.5 (C-3), 112.3
(C-10), 110.5 (C-5), 99.6 (C-8), 56.4 (MeO-7). ESI-MS m/z 267.07 [M-H] *.

OMe

3’4 -Dihydroxy-7,8,2 -trimethoxyisoflavan (6). Whith solid. '"H NMR (500 MHz, CDCl;,
J/Hz): 6.73 (d, J = 8.3 Hz, H-5),6.67 (d, J =8.5 Hz, H-5"), 6.63 (d, ] =8.5 Hz, H-6’), 6.55 d (d,
J=8.3 Hz, H-6), 4.42 (m, H-2a), 4.03 (t, J =10.3 Hz, H-2b), 3.94 (s, OCH3-8), 3.92 (s, OCH3-
2%), 3.91 (s, OCH3-7), 3.59(m, H-3), 2.95 (m, H-4b), 2.92 (m, H-4a). '3C NMR (125 MHz,
CDCl;): 145.7 (C-2°), 147.5 (C-7 and C-9), 139.2 (C-4’), 138.7 (C-3’), 134.9 (C-8), 127.2 (C-
1’), 124.2 (C-5), 1169 (C-6),115.3 (C-10), 107.0 (C-6), 106.4 (C-57), 70.5 (C-2), 61.0 (OCH3-
8), 60.9 (OCHs;-27), 56.2 (OCH3-7), 31.6 (C-3), 31.5 (C-4). ESIMS m/z 333,13 [M+H1]".

Pseudobaptigenin (7). White solid. '"H NMR (500 MHz, CsDsN, J/Hz): 8.46 (d, ] = 8.7Hz,
H-5), 8.19 (s, H-2), 7.49 (d, J = 1.5 Hz, H-2"), 7.26 (dd, J = 8.7 and 2.3 Hz, H-6), 7.25 (d, ] =
8.0 Hz, H-5"), 7.15 (d, J = 2.3 Hz, H-8), 7.0 (dd, J = 8.0 and 1.5 Hz , H-6"), 6.00 (s, CH>0,).
BC NMR (125 MHz, CsDsN): 75.2 (C-4),163.9 (C-7), 158.3 (C-9), 152.7 (C-2), 147.8 (C-3"),
147.6 (C-4°), 127.9 (C-5), 126.6 (C-3), 124.3 (C-17), 122.6 (C-5"), 117.5 (C-10), 115.7 (C-6),
110.1 (C-27), 108.8 (C-6"), 102.8 (C-8), 101.4 (C-3",4").
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SPECTRA OF THE NEW COMPOUNDS 4
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Figure S-1. 'H-NMR spectrum of compound 4

T
9 8 7 6 5 4 3 2 1 0 ppm

Figure S-2 NOESY spectrum of compound 4



SUPPLEMENTARY MATERIAL

@~ - m 0 MmMTOT MO
— 0 - N o onwin ow w n - - oM ~
. - . ] v 1) ~ ®© %1
- O 0w n NoghwT L . . .
o o < < [y} NN A oo o © \J [ o
- - - A A A A [} ~ o 0N [y}
Y YA A [ Y \
/ Y \
] 1
)

I
I

I

I
i ‘ |
el s ".

S5

" ‘.‘.L,.

okl rusiay

T T T T T T T T T T T T T T T T T T T
200 190 180 170 160 150 140 130 120 110 100 S0 80 70 60 50 40 30 20

Figure S-3. *C RMN of compound 4
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Figure S-4. HSQC spectrum of compound 4.
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ctrum ([300 MHz, 75 MHz (CD3),CO]) of compound 4.
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SIMS spectrum of compound 4
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