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H NMR (500MHz, CDCl,) of the compound (4R,5R)-5-((phenylamino)oxy)dec-1-en-4-ol 6:
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13 C NMR (125MHz, CDCl,) of the compound (4R,5R)-5-((phenylamino)oxy)dec-1-en-4-ol 6:
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DData\LINR-A-1 4/20/2075 6:02:52 PM

UNR-A-1 #132 RT: 0.59 AV 1 NL. 2.54E7
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HPLC (ee) of the compound (4R,5R)-5-((phenylamino)oxy)dec-1-en-4-ol 6:
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'H NMR (500MHz, CDCl,) of the compound (4S,5R)-5-((phenylamino)oxy)dec-1-en-4-ol 7
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13C NMR (125MHz, CDCl;) of the compound (45,5R)-5-((phenylamino)oxy)dec-1-en-4-ol 3:
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D:\DatatUNR-A-11

UNR-A-11#137 RT: 0.61 AV: 1 NL 1
T: FTMS + p ESI Full ms [86.00-1280.00]
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HPLC (ee) of the compound (4S,5R)-5-((phenylamino)oxy)dec-1-en-4-ol 7:
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H NMR (400MHz, CDCl;) of the compound (4S,5R)-4-((tert-butyldimethylsilyl)oxy)dec-1-
en-5-ol 9:
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13C NMR (100MHz, CDCl;) of the compound (45,5R)-4-((tert-butyldimethylsilyl)oxy)dec-1-en-5-
ol 9:
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DEPT NMR (100MHz, CDCl;) of the compound (4S,5R)-4-((tert-butyldimethylsilyl)oxy)dec-1-
en-5-ol 9:
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DData\UNR-A-12 412912015 516:33 7M

UNR-A-12 #253 RT 1.12 AV: 1 NL 9.51E7
T: FTMS + p ESI Ful ms [86.00-1290.00]
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'H NMR (400MHz, CDCl;) of the compound (((4S,5R)-5-(benzyloxy)dec-1-en-4-yl)oxy)(tert-
butyl) dimethylsilane 10:
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13C NMR (100MHz, CDCl;) of the compound (((4S,5R)-5-(benzyloxy)dec-1-en-4-yl)oxy)(tert-
butyl)dimethylsilane 10:

Tue3av400#018.003.001.1r.esp ‘ CHLOROFORM-d ‘
[ M~ M
o NN~ N~ — O 00 M 00 «— 00 AN 0O LO (N I~ N~
D O~ © R mouoaNeac ™
— - O N~ P~ D~ MM MANNN A |
I I e I Sh A VSV NS
[
OBn
AAAAZ
OTBS
10
I
' |
| I |
| |
| | | |

|

| |
llll|lllllllll|llllIllll|lllllllll|lllllllll|lllllllll|llllIllll|lllllllll|lllllllll'lllllllll'lll
160 140 120 100 80 60 40 20 0

Chemical Shift (ppm)



DiiDatalUNR-A-13 4/29/2015 5:21:43 PM

UNR-A-13 #7028 RT: 316 AV: 1 NL: 3.97E8
T: FTMS + p ESI Full ms [B6.00-1290.00)
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'H NMR (500MHz, CDCl;) of the compound (4S,5R)-5-(benzyloxy)dec-1-en-4-ol 11:
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13C NMR (125MHz, CDCl;) of the compound (4S,5R)-5-(benzyloxy)dec-1-en-4-ol 11:
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D\DatalUNR-A-8 4/29/2015 4. 50:48 PM
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'H NMR (500MHz, CDCl,) of the compound O-((4R,5R)-4-((tert
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13C NMR (125MHz, CDCl;) of the compound O-((4R,5R)-4-((tert-butyldimethylsilyl)oxy)dec-1-
en-5-yl)-N-phenylhydroxylamine 12:
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'H NMR (500MHz, CDCl;) of the compound (4R,5R)-4-((tert-butyldimethylsilyl)oxy)dec-1-

en-5-ol 13:
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13C NMR (125MHz, CDCl;) of the compound (4R,5R)-4-((tert-butyldimethylsilyl)oxy)dec-1-

en-5-ol 13:
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D\Data\UNR-A-3 4/29/2015 4:35:21 PM
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'H NMR (500MHz, CDCl;) of the compound (((4R,5R)-5-(benzyloxy)dec-1-en-4-yl)oxy)(tert-

butyl)dimethylsilane 14:
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13C NMR (125MHz, CDCl;) of the compound (((4R,5R)-5-(benzyloxy)dec-1-en-4-yl)oxy)(tert-
butyl)dimethylsilane 14:
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D OataLUlR -4 AF20r3015 & 40 246 PM
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'H NMR (400MHz, CDCl,) of the compound (4R,5R)-5-(benzyloxy)dec-1-en-4-ol 15
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| CHLOROFORM-d

13C NMR (100MHz, CDCl;) of the compound (4R,5R)-5-(benzyloxy)dec-1-en-4-ol 15
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DiData\LINR-A-5 ArE2015 £ 4530 PM
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'H NMR (400MHz, CDCl;) of the compound (45,5R)-5-(benzyloxy)dec-1-en-4-yl 4-

nitrobenzoate 16:
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13C NMR (100MHz, CDCl;) of the compound ( 45,5R)-5-(benzyloxy)dec-1-en-4-yl 4-
nitrobenzoate 16:
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'H NMR (200MHz, CDCl,) of the compound hex-5-enoic acid 17:
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'H NMR (200MHz, CDCl,) of the compound benzyl hex-5-enoate 18:
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'H NMR (50MHz, CDCL;) of the compound benzyl hex-5-enoate 18:
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'H NMR (400MHz, CDCl,) of the compound benzyl (8S,9R,E)-9-(benzyloxy)-8-
hydroxytetradec-5-enoate 19:
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13C NMR (100MHz, CDCl;) of the compound benzyl (8S,9R,E)-9-(benzyloxy)-8-
hydroxytetradec-5-enoate 19:
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'H NMR (400MHz, CDCl;) of the compound benzyl 4-((2S,3S,5R)-5-((R)-1-(benzyloxy)hexyl)-
3-hydroxytetrahydrofuran-2-yl)butanoate 20:
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13HCNMR (100MHz, CDCl;) of the compound benzyl 4-((2S5,3S,5R)-5-((R)-1-(benzyloxy)hexyl)-
3-hydroxytetrahydrofuran-2-yl) butanoate 20:
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D Data NR-A-3 A20/2045 5:01.08 PM
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'H NMR (500MHz, CDCl,) of the compound (+)-Petromyroxol 1
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13C NMR (125MHz, CDCl;) of the compound (+)-Petromyroxol 1:

Tue3av500#015.003.001.1r.esp | CHLOROFORM-d |
I

8 N~MO I~ OO ONNNM
~ M0 QS DO ®INLNO
™ RN HERBONNNN S

ST S/ /A

OH
‘\\O

OH OH
o

(+)-PETROMYROXOL 1

|
|

L s PR, v Wiy

180 160 140 120 100 80 60 40 20 0
Chemical Shift (ppm)




D:\Data\UNR-A-18 < 4/29/2015 5:11:25 PM

UNR-A-10 #104 RT: 0.46 AV: 1 NL: 1.74E8
T: FTMS + p ESI Full ms [86.00-1290.00]

297.1678
R=65607
Ci4 Hzg Os Na =297.1672

100 2.0244 ppm

99
90

85 OH

80— (o)
75
70 OH

i o
65 (+)-PETROMYROXOL 1
60

OH

55
50

45

Relative Abundance

40 |
] |
35 I

|

30
25 |

20 2881710 301 1414
" R=65602 R=65207

10

5 2991731 ... 302.1447
291.0539 2931754 294 1596 296.1842 Recgagy 300.1749 =64602 303.1472 304 9567
R=64202 R=63607 R=51802 R=60700 _ R=52602 R=53702 B=46400

290 291 292 293 294 295 296 297 298 299 300 301 302 303 ang 305
miz

a7



Comparison of 1H NMR
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Comparison of 3 C NMR
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Comparison of 'H and *C NMR data of both natural and synthetic (+)-Petromyroxol

Svnthetic (+)-Petromyroxol spectroscopic data

(500MHz, CDCls)

Natural (+)-Petromyroxol spectroscopic data
(500MHz, CDCly)

S.No. (8, J in Hz) 8¢ (n, J in Hz) 8¢
1. 177.7 177.6,C
2. 249-237m 335 243, m 33.7, CH,
3. 1.80-1.63m 212 1.77m, 1.70 m 21.4, CH,
4 28.2 1.72m, 1.67 m 28.4, CH,
5. 3.82-3.77ddd (J = 2.4, 6.5, 6.5) 82.4 3.79ddd (J =25, 6.5, 6.5) 82.5, CH
6. 4.32-4.27dd (J = 3.5, 3.5) 73.3 4.30 dd (J = 3.5,3.5) 73.5, CH
7. 1.89 ddd (J = 4.6, 9.1, 13.5) 37.6 1.89 ddd (J = 4.6,9.2, 13.7) 37.8, CH,
2.04dd (J = 6.6, 13.3) 2.02dd (J=6.6,13.4)
8. 4.10 - 4.04 ddd (J = 6.4, 6.7, 8.9) 80.5 4.06 ddd (J = 6.5, 6.5, 8.9) 80.7, CH
9. 3.43-3.37.ddd (J = 4.0, 6.4, 7.3) 74.1 3.39m 74.3, CH
10. 1.55-1.47m 33.1 1.40m 33.3, CH,
11 25.2 151 m.1.38 m 25.4, CH,
12. 1.44-1.28m 31.8 1.29m 32.0, CH,
13. 22.6 1.31m 22.8,CH,
14. 0.89t(J=6.9) 14.0 0.89t(J= 6.9) 14.2, CH,
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