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Scheme S1: Scheme of the chromatographic purification of the hexane extract. Column chromatography was performed using Davisil LC60A 60-200 (m silica gel. Preparative TLC were performed using Silica gel 60 F254, 0.5 mm plates. 

[image: image1.wmf]H

 

(

3

.

0

0

 

g

)

D

C

M

 

(

1

 

L

)

P

E

 

(

1

 

L

)

D

C

M

-

E

A

 

5

%

 

(

1

 

L

)

H

1

(

0

.

1

2

 

g

)

H

2

(

0

.

9

5

 

g

)

H

2

-

1

(

1

0

 

m

g

)

H

2

-

2

(

2

8

 

m

g

)

H

2

-

3

(

1

0

0

 

m

g

)

H

2

-

4

(

1

5

 

m

g

)

H

2

-

5

(

2

5

 

m

g

)

 

P

E

-

E

A

 

1

%

H

2

(

0

.

2

0

 

g

)

H

3

 

(

0

.

2

0

 

g

)

H

3

-

1

(

6

0

 

m

g

)

H

3

-

2

(

3

0

 

m

g

)

H

3

-

3

(

5

0

 

m

g

)

P

E

-

E

E

 

1

0

%

P

E

-

E

E

 

1

0

%

P

E

-

E

E

 

2

0

%

3

3

+

4

4

H

3

 

(

1

.

8

9

 

g

)

1

1

+

2

2

+

5

+

3

2


PE (Petroleum ether), DCM (Methylene chloride), EA (Ethyl acetate), EE (Ethyl ether)
Preparative TLC of H2-3 (50 mg)



Preparative TLC of H2-5 (25 mg)
Eluent: PE-DCM-Acetone (50:50:1)



Eluent: PE-EA (7:3)

H2-31: 10 mg (1)





H2-51: 5 mg (2)

H2-32:  5 mg






H2-52: 2 mg (5)
H2-33: 3 mg






H2-53: 10 mg (3)
H2-34: 15 mg (2)
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Figure S1: Mass spectra of tested compounds: a) Compound 1, b) Compound 2; c)  Compound 3; d)  Compound 4.

Instrument and condition of the elution: Analyses were performed on a Hewlett Packard HP 6890 gas chromatograph. The GC instrument was equipped with a Hewlett Packard MS 5973 mass selective detector and a fused silica capillary column (HP-5MS; 30 m x 0.25 mm i.d., 0.25 (m film thickness). The oven temperature was programmed from 70 °C for 4.50 min, then ramped at 10 °C/min to 270 °C, and held for 20 min. Injector and detector temperatures were 250 and 270 °C, respectively. Samples were dissolved in methylene chloride to give 1% w/v solutions  and were injected in the splitless mode using helium as carrier gas (1 mL/min); the injection volume was 1 (L. The ionization energy was 70 eV.
a) [image: image3.jpg]File : C:\HPCHEM\1\DATA\F12.D

Operator : fede

Acquired : 12 Oct 2009 13:57 using AcgMethod EVAL
Instrument : GC/MS Ins

Sample Name:

Misc Info : o
Vial Number: 1

I

Abundance TIC: F12.D

3e+07

2.5e+07

2e+07

1.5e+07{

17.61
1e+07,

Wﬂm—ml"ﬁ'["h—l"T'!"'rl"r'|
{Time--> 500 600 700 800 900 1000 1100 1200 13.00 1400 1500 16.00 1700 1800 19.00 20.00

undance Scan 2363 (17.594 min): F12.D

159

1000000
9000004
800000

700000

186

300000 65 91
117

131 20

- 173 202
100000 51 105

1 137 215
7 1 |l 8 98 1 1 165 | 1,179 196 ||, 209

miz—> 50 60 70 8 90 100 110 120 130 140 150 160 170 180 180 200 210 220 230 240





b) [image: image4.jpg]File : D:\DATI MASSA\FEDE3.

Operator : federica !
Acquired : 12 Oct 2009 17:33 using AcgMethod EVAL
Instrument : GC/MS Ins :

Sample Name: sub 10
Misc Info : -
Vial Number: 1 )

[Abundance TIC: FEDE3.D

%e+07]
8e+07]
7e+07)
6e+07
5e+07
4e+07|
3e+07]
2e+07]

16.43
1e+07{

T 1—|—l—‘1' T ' T I'"'I’—'—r—l LI r—r—r—v T | T T T 7T 'r—'|_| T I = ¥ I | S e ¢
[lime—-> 6.00 8.00 10.00 12.00 14.00 16.00 18.00 2000 22.00 2400 26.00 28.00
undance 2gean 2157 (16.416 min): FEDE3.D
1

14000001
1200000 ' 230

1000000

600000 ) 215

187
200000 115 175 201

145
105

N 87, < NI A il 194 253
mfz—> 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260





c) [image: image5.jpg]File : D:\DATI MASSA\FCF6.D /é
Operator : FEDE

Acquired : 12 Oct 2009 8:48 using AcgMethod EVAL -
Instrument : GC/MS Ins Me O
Sample Name:

Misc Info :

Vial Number: 1

5,0

hbtslrisiirbo; TIC: FCF6.D

3e+07

2.5e+07

2e+07

1.5e+07

1e+07
18.97

[Time--> 5.00 6.00 7.00 8.00 9.00 10.0011.0012.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00 21.00 22.00 23.00 24.00 25.00
Scan 2601 (1 8.95;3 min). FCF6.D
159

250000 146
185

N 175

150000
65 115 129

53 122 200 213
50000 105
1 245 260

. 84 98
miz—-> 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260





d) [image: image6.jpg]File
Operator
Acquired
Instrument

Sample Name:

Misc Info

C:\HPCHEM\1\DATA\F5.

fede

12 Oct 2009
GC/MS Ins

sette

Vial Number: 1

15:56

using AcgMethod EVAL

/O

1200001

100000

b

50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280

91

103

115

19.95

TIC: F5.D

Scan 2783 (19.993 min): F5.0

145

123

131

153

173

162

186

197

212

220

8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00 30.00 32.00 34.00 36.00 38.00 40.00 42.00

247

BESRERAREE R

281





Figure S2: TLC plates of pure isolated compounds. a) Eluent: CH2Cl2-Acetone 0.1%. b) CH2Cl2-Acetone 1%. Spots were visualized after staining with p-anisaldheyde-H2SO4-EtOH (1:1:98)
Rf: 1: 0.69 ; 2: 0.62 ; 3: 054; 4: 0.42.
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b)


Figure S3: NMR spectra con isolated compounds. a) Compound 1; b) Compound 2; c) Compound 3; d) Compound 4.
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Figure S4. Verify3D plot of 5-LOX model.
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