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Polysiphonia morrowii
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IKA  MF10
1.0mm
Waters
Alliance 2690
996 Millennium®
Waters  Symmetry C18 4.6mm > 100mm 3.5um
Symmetry C8 4.6mm > 100mm 3.5um
YMC ODS-AM120-S50 50mm
> 300mm
MERCK  Silica gel 60 63-200um
Waters
600E uUv9486 Millennium®
Waters Symmetry C18 19mm ><
150mm  7pm Symmetry C18 19mm > 300mm
7um
NMR
JNM-LA400 MS JMS-700 Perkin
Elmer IR
Spectrum 2000 Explorer
0.45um
0.20um
n- n-
160g
50% 800mL
4 37
1,000rpm 20 30

0.810g
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3.360g 178.26g
HPLC
Waters Symmetry C18
90%
ImL/min
30
190-600nm
C18

HPLC

HPLC

1mm

50%
1hr

37

YMC ODS-AM 50mm><300mm
10% 100% (1% )
40ml/min  75min

l

Waters Symmetry C18 19mm><150mm
90% 15ml/min 30min




2004

HPLC MERCK  Silica gel 60 63-200pum
n_
n_
1.3kg
13L
1mm
7:4:4:3 l
HPLC
/
YMC ODS-AM l
C18 50mm><300mm  [€—— / / /
80%
40ml/min  75min
HPLC ¥
MERCK Silica gel 60(63-200p1m)
[
HPLC v v
Waters Symmetry C18 85:1é 65:35 3/5:65
80% J I
ImL/min Waters Symmetry Prep C18 Waters Symmetry Prep C18
19mm><300mm 19mm><300mm
30 80% 16ml/min  40min 80% 16ml/min 40min
190-400nm
HPLC
n_
1 2 3 4 5 6 7 8 9
n- 100 97.5 85 65 35 - - - -
- 25 15 35 65 100 90 50 -
- - - - - - 10 50 100
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HPLC
Waters Symmetry C8
80%
ImL/min
30
190-400nm
HPLC
HPLC HPLC n-
35:65
24.3mg n- 85:15 65:35
10.9mg 13.0mg
NMR IR MS
HPLC
n_
0.50 ©
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HPLC HPLC
1 2 3
2 1 3
®C NMR
5 IR 5
*C NMR 20
172ppm
1 MS (FABMS,
glycerol, positive ion) 336
1 C20H3204
124 136ppm
IR 1735cm™ 1250 1050cm*
HPLC uv
73
76ppm c O 3

Constantinea  simplex

Constanolactone



“C NMR

1 2 3

1 172.509 (C) 171.990 171.999

2 136.786 (CH) 133.002 133.356

3 131.858 (CH) 132.155 131.760

4 130.295 (CH) 131.348 131.348

5 126.297 (CH) 129.826 125.960

6 125.696 (CH) 126.823 124.569

7 125.013 (CH) 126.272 123.977

8 76.301 (CH) 124.561 77.206

9 75511 (CH) 124.191 72.763

10 73.849 (CH) 77.206 64.519
11 34.885 (CH:) 72.689 34.655
12 31.422 (CH.) 64.503 31.479
13 31.183 (CH:) 34.655 31.150
14 30.031 (CH:) 31.158 30.048
15 29.159 (CH:) 30.015 29.233
16 27.119 (CH2) 26.033 27.152
17 26.741 (CH2) 25.482 26.033
18 24.231 (CH:) 23.836 23.828
19 22.487 (CH:) 20.554 22.545
20 14.005 (CHs) 14.244 14.046
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Dictionary of Natural Products on CD-ROM
CHAPMAN & HALL
1 87-154
(2001)
(6) 4-8 (1995)
Dale G. Nagle, William H. Gerwick, Tetrahedron
Letters, 31, 21, 2995-2998(1990)
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