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7 APPENDICES

7.1 Apperdix A
The Structures of All 4-Dimethyl Marine Sterols Reported
to the Beginning of 1977.

Each sterol is given a unique number which 1is wused in
subsequent discussions in the text.

The molecular weight (M" and common trivial name are given
for each sterol.

The nuclei all possess alternating trans-anti
stereochemistry at the ring junctures, except the 5* stanols
(farthest right hand column) which possess a cis-3,B ring fusion.

The number of carbon atoms in the side chains 1is indicated
along the left hand border.

See p. 102a for Appendix |.
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MARINE STEROL SIDE CHAINS

Appendix A.
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7.2 Appendix B
Sources of Sterol Mass Spectra.

Sterol: names listed on the following two pages
indicate spectra that were obtained from the old mass
spectral files of Prof. Carl Djerassi. The spectra are
divided into two groups: (1) sterols that are known to
occur in marine sources, i.e. "4-demethyl marine sterol
mass spectra" and (2) all other sterol mass spectra from
those files grouped under "4-demethyl synthetic sterol mass
spectra". The original CD number is given. These spectra
were incorporated in the National Institutes of Health MSSS
mass spectral data bank, which is available internationlly
to researchers employing mass spectral identifications
systems. See: S. R. Heller, Biomed. Mass., 1, 207 (1974).

All other mass spectra listed in Appendix 1 have been
obtained by running mass spectra of authentic samples
provided by researchers from around the world. The samples
were either pure compounds or mixtures requiring subsequent
purifications here. I would,therefore, like to join Professor
Djerassi in thanking these researchers. ‘

- Dr. Aringer Dr. J. Mathieu
(Karolinska Siukhuset, Stockholm) (Roussel~UCLAF Research
Laboratories)
"Dr. J. T. Baker and Dr. R. J. Wells
(Roche Research Institute of" Dr. P. J. Scheuer
Pha rmacology, Bustralia) (University of Hawaii)
Dr. M. Barbier Dr. F. J. Schmitz

(Institut de Chimie des Substances (University of Oklahoma)

Naturelles, France) _
Dr. R. H. Thomson

Dr. L. J. Goad (University of Aberdeen)

(University of Liverpool, England)
Dr. A. J. Weinheimer

Dr. A. Kanazawa (University of Oklahoma)
(University of XKagoshima, Japan)

Dr. B. A. Knights

(University of Glasgow, Scotland)

Dr. M. Kobayashi
(Hokkaido University, Japan)

I would also like to thank Willian A. Dow, Stanford University,
for samples of aplysterol 90 and didehydroaplysterol 77 which
he isolated from Verongia fistularis.
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U~DEMETHYL SYNTHETIC STEROL MASS SPECTRA FROM THE FILES OF
CARL DJERASSI
(ALL SPECTRA RECORDED AT TOEV)

CATH
4ol
P 99
P22t
219
5673
5672
78
76
5671
5670
5669
5345
53uy
us9y
He9e
- 5667
k93
U698
1299
231
234
31518
4785

SR#
CATH
CD#
MW
M$S

U u+Hxnan

co#
05203
16309
99999
09576
1111
20636
20637
18697
18743
20641
20639
20659
99690
99691
18661
18659
20525
18803

18723 .

99812
06032
09180
19479
19338

MW
276
300
joe2
316
128
Ju2
3de
346
34b
356
356
370
370
370
3182
382
384
384
384
386
398
400
410

412

NS
CEC=103
AEI=MS9
MAT~CHU
AEI=MS9

MAT~CHY
v
U
CEC~103
MAT=CHY
v
MAT=CHU

SAMPLE BOX NUMBER
TABLET CATALOG NUMBER

CARL DJERASSI MASS SPECTRUM NUMBER

MOLECULAR WEIGHT
MASS SPECTROMETER

JAN, 7,

FORMULA
C19K320
C21H320
C21H340
C22H340
C23H340
C24H380
C24H380
C24HU20
C24H420
C25H400
C25H400
C26H420
C26HU20
C26H420
C27R420
C27H420
C27HU40
C27H440
C27H440
C27HU60
C28HKHYEK0
C28HU80
C29HU60
C29HU80

1976

STEROL
SALPHA~ANDROSTAN=3IBETA=OL
(17(20)Z)~PREGNA=S,17(20)=DIEN=3BETA~OL
PREG=S5=EN=3BETA=NL
23,2U~DINOR=CHOL=20=EN=3BETA=OL
2U=NOR~CHOLA«5,22*DIEN=3BETA=OL
(22E)=CHOLA~ 5:2? =DIEN=3BETA=OL
(227)=CHOLA=S,22=0DIEN=3BETA=OL
SBETA=CHOLAN=3BETA=OL
SBETA=CHOLAN=3ALPHA=QL
(222)=26,27=DINOR=CHOLESTA=5,22=DIEN=3IBETA=OL
(22E)~26,27=DINOR=CHOLESTA=5,22=DIEN=3BETA=OL
(222)=2U=NOR=CHOLESTA=S,22~DIEN=3BETA=OL
2U=NOR~CHOLESTA=S,25=-DIEN~3BETA=OL
24«NOR=CHOLESTA=5,23«DIEN=3BETA=0L
CHOLESTA=5,20(21),24=TRIEN=3BETA=OL
(17¢20)E)=CHOLESTA=S,17(20),24~TRIEN=3BETA=OL

(222)=27wNOR=24=HETHYLCHOLESTA=S,22=D1EN=3BETA=OL

(20(22)E)~CHOLESTA=5,20(22)=DIEN=3BETA~OL
CHOLESTA»S,20(21)=DIEN=3BETA=0L
CHOLEST=8(14)~EN=3BETA=OL
24«METHYLCHOLESTA=S,24(25)=DIEN=IBETAOL
24=METHYLCHOLEST»8(1U)=EN=3BETA=OL

22,23=METHYLENEw2U=METHYLCHOLESTA=S,24(28)=DIEN=IB8~0

(22E)=2U=DIMETHYLCHOLESTA=S,22~DIEN=3BETA~OL

“9” indicates that spectrum has
subsequently been moved to the
marine file.

SO



BwDEMETHYL MARINE STEROL MAS3 SPECTRA FROM THE FILES OF
~ARL DJERASSI JAN, 7, 1976
(ALL SPECTRA RECORDED AT TO0EV)

----—-—-.-—.om-qonmgwm._

Co #

CATH M MS FOQRMULA STEROL
5668 20660 370 U C26HU20 SUmNOR=CHOLESTA=5,22=DIEN-3RETA=OL
5339 18380 372 AEI=MS9 C2b6HUUD 24=NOR=CHOLEST=S=EN=IBETAOL
4739 92754 372 U C26HUUO -*t22EJ~19-NOR-5ALPHk,1OBETh-CHOLEST-EE-EN-SBETA-OL
100 {6706 384 AETI=MS9 C27THUHO CHOLESTA=S,7=DIEN=3BETA-OL
2317 05570 384 MHAT=CHA C27HYUO CHOLESTA=S,2U=DIEN=3BETA-OL
103 16793 184 AEIw=MS9 C27HU4O '}ShLPHA-CHOLESTA-7.9(1l)*DIEN-BBETA-GL
732 17657 186 U C27HU60 CHOLEST=S=EN=3RETA=OL
101 16778 3186 AEI=~MSQ C2THUSL0 SALPHA-CHOLES?-T-EN-SBETA-DL
2509 18633 3188 U L27HYA0 SALPHh-CHULESTAN«SBETA*OL
406 05557 188 CEC=103 C27HUAD SALPHA=CHOLESTAN=3BETA=OL .
4rus 20063 198 AEI-MS9 C28KHU60 (ZEE)-EH-HETHYLCHDLEST&~5:ZZ-QIEN-SBET&-OL
2455 15214d 398 U C28HUG60 (EEE)'EH-METHYLCHOLESTﬂ-S;22~DIEN-EBETA-OL
?32 06060 198 MAT-CH4 C28H460 ZH-HETHLYCHOLESTA-Sp20(28)-DIEN-3BETA-OL
233 09125 3198 MAT-CHA C28HN60 {EEE)-EU-METHYL~5ﬁLPHA-EHOLESTh-7;EE-DIEN-SBETA-OL
3503 15281 uy2 AEI=-MS9 C29HuB0 (EZE)~EU-ETHYLCHOLESTh-5.ZZ-DIEN-SBETl-OL
2usd {u9te  uie | C29H480 CBEE)'EU-ETHYLCHGLESTA"Sp22~DIEN-SBETA-0L
236 06052 412 MAT=CHU4 C29HU80 f22E)-Eﬂ-ETHYL-SALPHA-CHOLESTA-T:EE-DIEN-SBETA~OL
2u3s {2489 - u - C29HUBO (EHE)-STIGHASTh-S,ZH(BBJ-DIEN-3BETA-0L ‘
3406 11257 4y2 AEI=MS9 C29HUAO (ZuE)-STIGHASTA-S;EHCZBJ-DIEN-SBETA-OL
arue 99752 412 v C29HUBO (EHE)-STIGHASTA-S;aﬂtzal-DIEN-SBEIA-OL
2318 06237 412 AEI=HS9 C29HUAD (2UE)=STIGMASTA=5,24¢28) ~-DIEN=-38-01
41738 13100 16 U CR9HS20 SymE THYL*SALPHACHOLESTAN=3BETAOL
2450 13915 426 AEI=M39 C3I0H500 GORGOSTEROL _
4733 17659 U426 U C3I0HS00 GORGOSTEROL '
aruo 19975 ues U C30HS00 (2“2)-Eﬂ-PROPYL!DENECHOLEST-S-EN-BBETA-OL
§BY = SAMPLE BOX NUMBER +'£ndiﬁates sgectrum.has been moved -
CAT# u TABLET CATALOG NUMBER o e synthetic file
Cp# = CARL DJERASSI MASS SPECTRUM NUMBER «_.» jindicates spectrum has subsequently
:H = MOLECULAR WEIGHT been deleted because of poor quality.
S -1 . i

ac N

MASS SPECTROMETER
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