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1. 'H and '3C NMR Spectrum of Compounds

"H NMR Spectrum for compound 6 (400 MHz, CDCl5)
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"H NMR Spectrum for compound 7 (400 MHz, CDCl5)
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"H NMR Spectrum for compound 8
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"H NMR Spectrum for compound 9
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"H NMR Spectrum for Parvistemin A (1) (400 MHz, CDCls)
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"H NMR Spectrum for cyclobutenedione 14 (400 MHz, CDCls)
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BC NMR Spectrum for cyclobutenedione 14 (100 MHz, CDCl5)
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'H NMR Spectrum for unseperatable mixture of (+)-diperezone (2) and

meso-diperezone (16) (600 MHz, CDCl;, 16 : 2=1:1)
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BC NMR Spectrum for unseperatable mixture of (+)-diperezone (2) and

meso-diperezone (16) (150 MHz, CDCl;, 16 : 2=1:1)
ot Z g3=as R e b
Vi TR SALRS A

T T 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 90 80 70 60 50 40 30 20 10 0 -10
11 (ppmy)

S9



"H NMR Spectrum for meso-diperezone (16) (600 MHz, CDCls)
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"H NMR Spectrum for (+)-diperezone (2) (600 MHz, CDCls)
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13C NMR Spectrum for (+)-diperezone (2) (150 MHz, CDCls)
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"H NMR Spectrum for (+)-perezone (12)
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13C NMR Spectrum for (+)-perezone (12)
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2. The HPLC spectrum for the mixture of (%)-diperezone (2)

meso-diperezone (16) and the comparison of HPLC spectrum for (+)-diperezone

(2) and meso-diperezone (16)

and

The HPLC spectrum for the mixture of (£)-diperezone (2) and meso-diperezone (16) .

Condition: HPLC (Daicel Chiralpak IE, temperature: 6°C, i-PrOH/hexane=7/93, flow rate

1.0mL/min, A=230nm),t; = 11.8min(major), t2 = 15.4min(major), t3 = 19.3min(major).

Chromatogram

566 1 7 ¥ #85 [manipulated] ie UV_VIS_2 WVL:230 nm

mAU
1-11.757

4004
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£ 200
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< 12- 15.415

13-19.332
1004
207 T T ottt
0.0 25 50 75 10.0 12.5 150 175 20.0 225 250 270
Time [min]
Integration Results
No. |Peak Name Retention Time Area Height Relative Area Relative Height Amount
min mAU*min mAU % % n.a.

1 11.757 101.369 430.522 50.59 61.05 n.a.
2 15.415 49.655 156.145 24.78 22.14 n.a.
3 19.332 49.330 118.501 24.62 16.80 n.a.
Total: 200.355 705.168 100.00 100.00

The comparison of HPLC spectrum for (£)-diperezone (2) and meso-diperezone (16).

The HPLC spectrum for the mixture of (£)-diperezone (2) and meso-diperezone (16).

Condition: HPLC (Daicel Chiralpak IE, temperature: 15°C, i-PrOH/hexane=7/93, flow rate

1.0mL/min, A=230nm) t; = 11.0min(major), t2 = 13.8min(major), t3 = 16.7min(major).

SEii 155 8:1026.4639 mV_F A :00: 02 : 41 Fik:C:\Program Files\W1100\gss-3.mth
5
E 2
T 1989 ]
= (=]
= -
w -
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i -
R g
g =
783 =
423
1026
0.5 3.5 6.5 9.5 125 15.5 18.5 215 24.5
Time[min]
& |#E8E
1 Unknown .
2 |Urknown 13.77583 £33.19 10945.44 24.7943 0.0000 0.0000
3 [Unknown | 1670083 | 56228 [ 10877 11 | 246398 [ 00000 | 0.oooo
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The HPLC spectrum for meso-diperezone (16).

Condition: HPLC (Daicel Chiralpak IE, temperature: 15°C, i-PrOH/hexane=10/90, flow rate

1.0mL/min, A=230nm) t; = 11.0min(major).

155 §:2240.2337 mV_ 6 iR1:00 : 00 : 00

2518 F i :C:\Program Files\W1100\gss-1.mth

1994

Signal[mv]

1470

=
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422

-102

626
0.0 30 6.0 9.0 120 15.0 18.0 21.0 24.0
Time[min]

[ [sEes | 28 (i) [ e 5 ) [ T . e |ERE S i) | [FEEEE
1| Unknown 11.06500 126455 17625 14 100.0000 10,0000 100.0000

The HPLC spectrum for (£)-diperezone (2).

Condition: HPLC (Daicel Chiralpak IE, temperature: 15°C, i-PrOH/hexane=10/90, flow rate

1.0mL/min, A=230nm) t; = 13.8min(major), t> = 16.7min(major).

155 8:3907.7023 mV B in]:00 : 00 : 34

3085 Hik:C:\Program Files\WW1100\gss-2.mth
5
£ o
= 3071 =1
= w
= -+
& = o
= 3
by
2157 2
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329
=
-585
-1499
0.0 3.0 6.0 9.0 12.0 15.0 18.0 21.0 24.0
Time[min]
# |HHE 15 S2AH 18] fmin) L 755 () 8 R (i, 3] EHRE () B HEEEE
1 Unknowr 13.84500 2218.43 45E6E.62 50.0769 0.0000 100.0000
2 Unknawn 16.73583 1761.92 45626.44 45.923 0.0000 100.0000
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3. The table for the '"H and *C NMR data of (+)-diperezone (2), meso-diperezone

(16) by synthesis and the (+)-diperezone (2) in isolation papers.!

meso-diperezone

(16)

"THNMR BCNMR
No. Synthetic 2 Synthetic 16 Natural 2 Synthetic 2 Synthetic 16 ~ Natural 2
L1 184.9 184.8 184.7
2,2 124.3 124.3 124.8
3,3 150.9 150.9 150.9
4.4 183.3 183.3 183.0
5,5 138.3 138.3 138.1
6,6’ 140.3 140.3 140.1
7,7 1.87s 1.87s 1.88s 13.0 12.9 12.8
8,8’ 3.10-3.00 m 3.10-3.00 m 3.07 sextet 29.6 29.5 29.6
9,9’ 1.21d,1.20d 1.21d,1.20d 1.21d 18.2 18.1 18.2
10,10° 1.98-1.89 m 1.98-1.89 m 342 34.1 34.2
1,11° 1.82-1.70m 1.81-1.70m 26.6 26.6 26.6
12,12° 5.08t 5.07t 5.09t 124.9 124.9 124.2
13,13’ 131.6 131.5 131.1
14,14 1.55s 1.54s 1.56's 17.6 17.6 17.5
15,15° 1.65s 1.65s 1.66s 25.7 25.7 25.6
3,3’-OH 7.06s 7.06s 7.07 s
Reference:

1 P. Joseph-Nathan, J. D. Hernandez, L. U. Roman, E. Garcia G., V. Mendoza and S. Mendoza,

Phytochemistry, 1982, 21, 1129.
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