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Mosher-Ester Analysis:

Compound 4é: Pyridine (4.5 pl, 54 umol) and (S)-Mosher-Cl (2.5 ul, 50 umol) were added to a
solution of $-4 (10 mg, 36 umol) in CH2Cl2 (0.5 mL) at 0°C and the

MeO
x \\\O\P{st reaction allowed to warm to ambient temperature. After stirring for 1.5
® HS o h, the mixture was diluted with pH = 7 buffer (1 mL) and Et2O (2 mL),
46 SiMe, the aqueous phase was extracted with E2O (3 x 1 mL), the combined

organic layers were washed with brine, dried over Na2SO4, adsorbed
on silica gel and purified by flash chromatography (10 % Et20 in pentanes) to give Mosher ester
46 as a colorless oil (11.6 mg, 65 %); 'TH NMR (400 MHz, CDCl3): d=7.54-7.52 (m, 2H), 7.41-7.36 (m,
3H), 5.70-5.66 (m, 1H), 5.09-5.05 (m, 1H), 4.91 (s, 1H), 4.87 (s, 1H), 3.54 (d, J = 1.0 Hz, 3H), 2.56-2.54
(m, 2H), 2.17-2.09 (m, TH), 1.92 (q, J = 7.5 Hz, 2H), 1.68 (s, 3H), 1.57 (s, 3H), 1.49-1.40 (m, TH), 1.35-
1.26 (m, TH), 1.02 (d, J = 6.9 Hz, 3H), 0.15 (s, 9H); 3C NMR (100 MHz, CDCl3): d = 165.6, 148.1,
132.1, 131.5, 129.5, 128.3, 127.5, 124.3, 111.4, 101.0, ?1.7, 65.4, 55.6, 39.3, 39.0, 35.5, 25.8, 25.7,
19.7,17.7, -0.5; IR (film): 2961, 2916, 2850, 1752, 1645, 1452, 1250, 1185, 1168, 1019, 842, 761, 719,
695 cm; MS (70 eV): m/z (%): 494 (1) [M*], 260 (15), 217 (14), 189 (100), 136 (17), 119 (10), 105
(14), 82 (94), 73 (93), 69 (28), 59 (14), 41 (23); HRMS (ESI): calcd for Co7H37OsSiFsNa [M* +Nal:
517.2356, found: 517.2354.

Compound 47: Colorless oil (11.8 mg, 66 %); "H NMR (400 MHz, CDCls): d =7.56-7.54 (m, 2H), 7.40-
7.35 (m, 3H), 5.73-5.69 (m, TH), 5.09-5.05 (m, 1H), 4.82 (s, TH), 4.77 (s.

MeO cF,

N, o X, 1H), 3.59 (d, J = 0.9 Hz, 3H), 2.51-2.47 (m, 2H), 2.13-2.04 (m, 1H), 1.90 (q,
I o R @ J=7.5Hz 2H), 1.68 (s, 3H), 1.58 (s, 3H), 1.46-1.37 (m, 1H), 1.30-1.19 (m,
pu v, 1H), 0.95 (d, J = 6.9 Hz, 3H), 0.17 (s, 9H); 13C NMR (100 MHz, CDCls): d =

165.7, 147.5, 132.4, 131.5, 129.5, 128.2, 127.4, 124.4, 111.7, 101.3, 91.9,
65.0, 55.4, 39.1, 38.9, 35.7, 25.7, 25.7, 19.4, 17.7, -0.4; IR (film): 2962, 2916, 2850, 1753, 1645, 1451,
1250, 1169, 1021, 842, 761, 718, 696 cm-'; MS (70 eV): m/z (%): 494 (1) [M*], 260 (13), 217 (13), 189
(100), 136 (16), 119 (10), 105 (14), 82 (93), 73 (90), 69 (27), 59 (13), 41 (22); HRMS (ESI): calcd for
Ca/Ha70sSiFsNa [M* +Nal: 517.2356, found: 517.2355.

Compound 48: Colorless oil (11.5 mg, 65 %); "H NMR (400 MHz, CDCls): d=7.57-7.55 (m, 2H), 7.42-

MeO k. 7.35 (m, 3H), 5.72-5.69 (m, TH), 5.09-5.05 (m, 1H), 4.82 (s, TH), 4.76 (s,

X 07\/K© 1H), 3.59 (d, J = 0.9 Hz, 3H), 2.50-2.48 (m, 2H), 2.09-2.04 (m, 1H), 1.88 (q,

)\/\/FE\”/WS o® J=7.6Hz 2H), 1.68 (s, 3H), 1.58 (s, 3H), 1.45-1.36 (m, 1H), 1.30-1.21 (m,

48 SiMes 1H), 0.97 (d, J = 6.9 Hz, 3H), 0.17 (s, ?H); 3C NMR (100 MHz, CDCls): d =

165.6, 147.7, 132.4, 131.4, 129.5, 128.3, 127.4, 124.4, 111.6, 101.3, 91.9,

65.2, 55.4, 39.2, 39.0, 35.4, 25.8, 25.7, 19.6, 17.7, -0.4; IR (film): 2962, 2916, 2850, 1753, 1645, 1452,

1250, 1169, 1021, 839, 761, 717, 696 cm'; MS (70 eV): m/z (%): 494 (1) [M*], 260 (15), 217 (14), 189

(100), 136 (17), 119 (10), 105 (14), 82 (99). 73 (92), 69 (27), 59 (14), 41 (23); HRMS (ESI): calcd for
C27H370sSiFsNa [M* +Na]: 517.2356, found: 517.2356.

Compound 49: Colorless oil (11.0 mg, 62 %); "H NMR (400 MHz, CDCls): d=7.55-7.53 (m, 2H), 7.42-
7.35 (m, 3H), 5.69 (dd, J = 8.2, 6.1 Hz, 1H), 5.10-5.06 (m, 1H), 4.92 (s, TH),

MeO cF,

S ot 4.88 (s, 1H), 3.54 (d, J = 1.0 Hz, 3H), 2.59 (dd, J = 15.2, 8.3 Hz, 1H), 2.52
Il ° (dd, J = 15.2, 5.9 Hz, TH), 2.19-2.11 (m, TH), 1.93 (q, J = 7.4 Hz, 2H), 1.69
49 Sivte, (s, 3H), 1.59 (s, 3H), 1.50-1.41 (m, TH), 1.33-1.26 (m., TH), 1.01 (d, J = 6.9

Hz, 3H), 0.15 (s, 9H); 13C NMR (100 MHz, CDCls): d = 165.6, 148.0, 132.1, 131.6, 129.5, 128.3, 127.5,
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124.3, 111.6, 101.0, 91.7, 65.2, 55.6, 39.1, 38.9, 35.7, 25.7, 25.7, 19.5, 17.7, - 0.4; IR (film): 2962, 2921,
2850, 1752, 1644, 1452, 1251, 1168, 1020, 839, 761, 720, 696 cm'; MS (70 eV): m/z (%): 494 (1) [M*],
260 (13), 217 (12), 189 (100), 136 (15), 119 (10), 105 (14), 82 (87), 73 (89). 69 (26). 59 (13), 41 (22);
HRMS (ESI): calcd for C27H37O3SiFsNa [M* +Na]: 517.2356, found: 517.2354.

2 6 \O
“ 4 ! 9 o CF3
1 3 5
oI %
"I'I\/IS
'"H NMR
position | Compound Compound | ?(g«r | Compound | Compound 47 | ?(s-R)
48 (S)-Ester 46 (R)-Ester 49 (S-Ester | (R)-Ester
derived from S4 derived from R-4
1 1.680 1.678 +0.002 | 1.685 1.682 +0.003
2 1577 1574 +0.003 | 1.586 1.581 +0.005
3 5.706 5.683 +0.023 | 5.688 5714 -0.026
4 1.888 1.918 -0.033 | 1.931 1.900 +0.031
5 1.264 1.308 -0.044 | 1.296 1.247 +0.049
5 1.394 1.440 -0.046 | 1.453 1.408 +0.045
6 0.965 1.017 -0.052 | 1.009 0.954 +0.055
7 2.065 2.121 -0.056 | 2.149 2.092 +0.057
8 4.762 4.865 -0.103 | 4.879 4.772 +0.107
8 4.821 4.913 -0.092 | 4.918 4.821 +0.097
9 2.496 2.550 -0.054 | 2.555 2.487 +0.068
10 5.067 5.072 -0.005 | 5.081 5.067 +0.014
11 0.167 0.145 +0.022 ] 0.146 0.166 -0.020
BCNMR
position
1 25.68 25.68 0 25.69 25.69 0
2 17.65 17.66 -0.01 17.70 17.70 0
3 124.43 124.34 +0.09 124.35 124.42 -0.07
4 25.79 25.81 -0.02 25.73 25.71 +0.02
5 34.43 35.45 -0.02 35.69 35.65 +0.04
6 19.65 19.73 -0.08 19.47 19.40 +0.07
7 39.24 39.28 -0.04 39.12 39.13 +0.01
8 111.57 111.41 +0.16 111.63 111.74 -0.11
9 39.00 38.96 +0.04 38.94 38.94 0
10 65.21 65.41 -0.2 65.25 64.99 +0.26
11 -0.37 -0.38 +0.01 -0.39 -0.37 -0.02
12 91.94 91.69 +0.25 91.68 91.91 -0.23
13 101.27 101.01 +0.26 101.01 101.30 -0.29
14 147.71 148.12 -0.41 148.02 147.66 -0.36




?9-R!?9-r): shifts consistent within the side chain; ?(g.r): shiftsinconsistent within the side chain

29«R: R negative and R” positive: (S)-configuration for S-4; ?(s.r: R positive and R negative:
(R)- configuration for R-4 (according to J. M. Seco, E. Quifiod, R. Riguera, Chem. Rev. 2004, 104, 17-
118).



Pheromone isolated from Erysarcoris lewisi (Distant)

'H-NMR (C:D) 15C-NMR (C:Ds)
literaturelll ' synthetic sample literaturelll ' synthetic
| | sample
0.40 (TH, ddd, J= 12,48, 7.8 | 0.42 (ddd, J=7.7, 46, 1.1 Hz, | 16.2 163
Hz) | TH) |
0.53 (1H, 1, J = 5.4 Hz) [al 18.3 183
0.57 (1H, dd, J = 3.6, 4.8 Hz) 0.58 (dd, J=4.2,35Hz 1H) |21.3 21.4
0.85 (3H, d, J = 6.6 Hz) 1 0.86 (d, J = 6.7 Hz, 3H) 258 1259
1.01 (1H, q, J = 7.2 Hz) 11.08-1.01 (m, 2H) [q] 26.5 267
1.19-1.26 (1H, m) 1.29-1.17 (m, TH) 29.0 29,1
1.40-1.47 (2H, m) 1.51-1.39 (m, 2H) 31.7 31.8
1.56 (1H,dd, J=3084Hz) | 1.67-1.55 (m, 2H) 35.2 1353
1.57-1.62 (1H, m) 36.4 366
1.75 (3H, d, J = 1.2 Hz) 176 (d, =12 Hz, 3H) 38.0 138.]
1.84-1.92 (1H, m) 1 2.10-1.86 (m, 4H) 61.4 615
1.92-2.00 (2H, m) 102.5 1025
205 (1H,dd, J=9.016Hz) | 128.1 o]
3.93-3.98 (2H, m) 1397 (s, 2H) 135.0 1351
479 (H, s) | 4.79 (bs, TH) 153.8 153.8
5.00 (1H, s) 1500 (bs, 1H) |
517 (1H,1,J=7.2 Hz) 518 (,J = 7.3 Hz, 1H)

[a] The difference is caused by a different shift of the —OH group; [b] The signal is hided under
the signal caused by residual CsHe in CeDs.

[@1% =-38.9 (c = 1.1 in hexanes); Lit.2: []3 =-37.9 (c = 1.19 in hexanes)

1) K. Mori, Tefrahedron: Asymmetry 2007, 18, 838-846.

2) K. Mori, T. Tashiro, T. Yoshimura, M. Takita, J. Tabata, S. Hiradate, H. Sugie, Tetrahedron Lett.
2008, 49, 354-357.



Sesquisabinene

TH-NMR (CDCl) 13C-NMR (CDCl)
literaturel!ldl synthetic sample literaturel- 21 synthetic

sample
5.08 (tq, TH) | 5.12-5.06 (m, TH) 154.1 1542
4.80 (bs, TH) ;4.80 (s, TH) 131.1 BN
4.63 (bs, 1H) | 4.62 (s, TH) 124.9 11250

;2.14(dd,J:16.1,7.3 Hz, 101.7 ;101.8

), |

| 2.06-1.92 (m, 3H) 377 1378

1.77-1.66 (m, 2H) 36.5 367
1.68 (bs, 3H) 1,68 (d, J = 1.1 Hz, 3H) 345 346
1.60 (bs, 3H) 1,60 (bs, 4H) 31.0 31.2
1.45 (dd, TH) 1.51-1.42 (m, TH) 28.6 288
1.21 (at, TH), 1.35-1.18 (m, 2H) 26.5 267
0.92 (d, 3H) 1093 (d, J = 6.7 Hz, 3H), 259 26,1
0.67 (dd, TH) 0.6 (dd, J=43,35Hz TH) | 25.6 1257
0.57 (dd, TH) 0.57 (ddd, J=0.6, 46,82  |17.9 18.0

' Hz, 1H) :
[a] 17.6 7.7

| 16.0 16,0

[a] The proton count in the published spectrum is incorrect (16H instead of the required 24H).

1) D. Joulain, W. A. Kbnig, The Atlas of Spectral Data of Sesquiterpene Hydrocarbons, EB-Verlag,
Hamburg, 1998. (ISBN 3-930826-48-8) (“Sequisabinene A”)

2) P. Weyerstahl, H.-C. Wahlburg, U. Splittgerber, H. Marschall, Flavour Fragrance J. 1994, 9, 179-
186.



Sesquisabinene B

37

TH-NMR (CDCls)el

13C-NMR (CDCls)le!

| Hz, 1H)

literaturell- 2 | synthetic sample literaturell- 2 synthetic
: sample
5.12 (ddqgq, 1H) ' 5.13-5.07 (m, TH) 154.9 1545
4.82 (bs, TH) 24.80 (s, TH) 131.6 131.2
4.64 (bs, TH) | 4.62 (s, TH) 125.3 1249
2.17 (dd, TH) 2.15(dd, J=158,9.2, 1H) | 1020 1016
1.98-2.10 (m, 3H) 2.08-1.94 (m, 3 38.4 1380
1.78 (dddd, TH) 1.82-171 (m, 1H) 37.2 1368
1.71 (d, 3H) 11.68 (s, 3H) 356 1352
1.64 (m, TH) 1.65-1.59 (m, TH) 30.1 297
1.57 (s, 3H), 161 (5, 3H) 29.3 1290
1.55 (dd, TH) 152 (dd, J =82, 3.4Hz 1H) | 267 1263
1.38-1.48 (m, TH) 1.47-1.35 (m, 1H) 26.6 1262
1.18-1.30 (m, 2H) 11.30-1.16 (m, 2H) 26.1 1257
0.97 (d, 3H) 1094 (d, J = 6.5 Hz, 3H), 18.7 18.3
0.77 (dd, TH) 0.74 (dd, J = 4.4, 3.5Hz, 1H), | 18.1 177
0.68 (ddd, TH) 1066 (ddd, J=82,46,12 |17.9 174

[a] As the shift differences are systematic (ca. 0.03 ppm in the 'H NMR and ca. 0.4 ppm in the

13C NMR), they are likely an issue of calibration.

1) D. Joulain, W. A. Kénig, The Atlas of Spectral Data of Sesquiterpene Hydrocarbons, EB-Verlag,

Hamburg, 1998. (ISBN 3-930826-48-8).

2) R. P. Adams, T. A. Zanoni, T. A. van Beek, M. A Posthumus, C. van de Haar, J. Essent. Oil Res.

1998, 10, 175-178.




Sesquithujene

AN
9
'H-NMR (CDCls) 15C-NMR (CDCls)

literaturelll synthetic sample literaturel2 synthetic

: 5 sample
5.12 [, J = 7Hz, TH) | 5.15-5.08 (m, TH) 1452
495 (s, TH) 494 (bs, TH) 131.0
238 (dm, TH) 243235 (m, TH) 1251
2.11 (dm, TH), ' 2.15:2.00 (m, 3H) 11209
2.04 (i, 2H) |
1.76 (dt, 3H) 1.77-1.75 (m, 3H) 38.1
1.68 (s, 3H) 11,69 (d, J = 1.0 Hz, 3H) 355
1.61 (s, 3H) 1,60 (s, 3H) 353
1.4 (M, H) 1.49-1.38 (m, TH) 33.1
1.31 (md, TH) | 1.34-1.23 (m, 2H) 30.9
1.1 (m, 2H) 119111 (m, TH) 26.2
0.93 (d, 3H) 10.93 (d, J = 6.6 Hz, 3H) 25.7
0.76 (dd, TH) 0.76 (dd, J =7.5, 3.5 Hz, 23.7

' TH)
0.10 (t, 1H) 1 0.10 (+, J = 3.3 Hz, TH) 17.9

| 17.6

16.3

1) S. J. Terhune, J. W. Hogg, A. C. Bromstein, B. M. Lawrence, Can. J. Chem. 1975, 53, 3285-3293.

2) The spectral data reported in: D. Joulain, W. A. Kénig, The Atlas of Spectral Data of
Sesquiterpene Hydrocarbons, EB-Verlag, Hamburg, 1998 (ISBN 3-930826-48-8) are wrong and
must not be used for comparison.



7-epi-Sesquithujene

'H-NMR (CDCls) 15C-NMR (CDC)
literaturel? synthetic sample literaturel2 synthetic
: 5 sample
5.09 (tq, TH) 513506 (m, TH) 144.9 1450
495 (m, TH) 495 (bs, TH) 131.0 1310
2.36 (dq, TH) | 2.40-2.33 (m, TH) 125.1 1252
2.14 (dg, TH) 12.182.10 (m, 1H) 120.9 1209
1.95 (m, 2H) | 2.00-1.93 (m, 2H) 38.0 | 380
1.75 (ddd, 3H) 175 (q, J= 1.9 Hz, 3H) 36.0 36.1
1.67 (d, 3H) 168 (d, J= 1.1 Hz, 3H) 35.1 352
1.59 (bs, 3H) 1,59 (s, 3H) 332 332
1.46 (gt (1H) 1.51-1.38 (m, 2H) 32.5 325
1.40 (dd, TH) 26.1 261
1.30 (m, TH) 135113 (m, 2H) 25.7 257
1.17 (m, TH) 21.5 215
0.93 (d, 3H) 0.93 (d, J = 6.7 Hz, 3H) 18.2 18.1
0.68 (dd, TH) 1068 (dd, J=7.5,35Hz | 17.6 176
1H) |
0.01 (dd, TH) 001 (1, J=3.2 Hz, TH) 16.4 163

1) D. Joulain, W. A. Kénig, The Atlas of Spectral Data of Sesquiterpene Hydrocarbons, EB-Verlag,
Hamburg, 1998. (ISBN 3-930826-48-8)

2) P. Weyerstahl, H.-C. Wahlburg, U. Splittgerber, H. Marschall, Flavour Fragrance J. 1994, 9, 179-
186.



7-epi-trans-Sesquisabinene hydrate

TH-NMR (CDCls) 13C-NMR (CDCls)
literaturel!ldl synthetic sample literaturell synthetic
| sample
5.09 (tq, TH) 5.11-5.07 (m, TH), 131.1 131.2
12,01 (q, J = 7.5 Hz, 2H) 124.9 124.9
11.90-1.82 (m, 1H) 80.5 80.5
1.69 (s, 3H) 1,68 (s, 3H) 375 375
1.60 (d, 3H) 1.60 (s, 3H) 36.6 36.6
1 1.56-1.50 (m, 2H) 35.4 35.4
| 1.47-1.39 (m, 2H) 33.9 340
1.31-1.19 (m, 2H) 338 3338
1.29 (s, 3H) 11.29 (s, 3H) 26.2 26.2
1.16-1.08 (m, TH) 257 257
0.99 (d, 3H) 1.01-0.98 (m, 4H) 24.9 24.9
0.99 (dd, TH) 24.8 24.8
0.41 (dd, TH) | 0.41 (dd, J=7.7,53Hz, 17.8 17.8
i |
0.31 (dd, TH) 031 (dd, J=5.1,37 Hz, 17.7 17.7
1H)
[a] | 15.5 | 15.5

[a] The proton count in the published spectrum is incorrect (16H instead of the required 26H)

1) P. Weyerstahl, H. Marschall, K. Thefeld, G. C. Subba, Flavour Fragrance J. 1998, 13, 377-388.



7-epi-cis-Sesquisabinene hydrate

'H-NMR (CDCls) 15C-NMR (CDCls)
literaturellllal synthetic sample literaturelll synthetic
| | sample
5.09 (tq, TH) 5.105.07 (m, 1H) 131.1 1312
1200 (0, J=7.6Hz 2H) | 1248 1249
1.69 (s, 3H) 11.68 (s, 3H) 79.3 79.4
| 1.64-1.53 (m, 3H) 37.8 378
1.61 (d, 3H) 1.60 (s, 3H) 35.9 36.1
| 1.45-1.36 (m, 2H) 34.8 349
1.34 (s, 3H) 134 (5, 3H) 32.9 331
| 1.30-1.17 (m, 2H) 323 324
1.05 (q, J = 6.9 Hz, TH) 27.9 27.9
1.00 (dd, TH) 11.00(dd, J=7.5,37Hz, | 26.] 262
)
0.93 (d, 3H) 10.93 (d, J = 6.7 Hz, 3H) 25.6 257
0.73 (dd, TH) 073 (dd, J=47,40Hz, | 245 246
1H)
0.35 (dd, TH) 0.34(dd, J=7.9.51Hz, | 17.6 77
1H) |
[a] 17.3 174
| 13.2 134

[a] The proton count in the published spectrum is incorrect (16H instead of the required 26H)

1) P. Weyerstahl, H. Marschall, K. Thefeld, G. C. Subba, Flavour Fragrance J. 1998, 13, 377-388.



trans-Sesquisabinene hydrate

'H-NMR (CDCls) 15C-NMR (CDC)
literaturell- 2)[al synthetic sample literaturell- 2 synthetic
; . sample
5.10 (ddt, J=7,7,1 Hz, TH) | 5.12-5.06 (m, TH) 131.2 1312
2.03 (mc(2), 2H) 2.10-1.94 (m, 2H) 124.9 124.9
1.84 (ddd, J =12, 11,9 Hz, | 1.89-1.78 (m, 1H) 80.6 - 806
1H) ;
1.69 (bs, 3H) 1,67 (d, 4= 1.0 Hz, 3H) 37.3 373
1.62(d, J=8.1 Hz, TH) 36.5 365
1.61 (d, J = 1.5, 3H) 1,60 (s, 3H) 34.8 349
| 1.57-1.43 (m, 2H) 34.8
1139 (b, 1H) 34.3 343
1 1.35-1.23 (m, 2H) 26.1 26,1
1.31 (s, 3H) 130 (s, 3H), 25.8 2538
1.21-1.14 (m, TH), 25.7 25.7
110 (ddd, J=8,35, 1 Hz, | 1.09 (ddd, J =8.3, 4.8, 3.5 25.2 - 252
1H) | Hz, TH)
0.93 (d, J = 7 Hz, 3H) 1091 (d, = 6.7 Hz, 3H) 17.7 77
0.35(ddd, J=8,5 1Hz, | 0.34(ddd, J=8.4,52,0.7 17.7 |
1H) ' Hz, 1H) |
023 (dd, J=535Hz 1H) | 0.22(dd, J=5.1,35Hz 1H) | 136 136
[q] '

[a] The proton count in the published spectrum is incorrect (19H instead of the required 26H).

1) P. Weyerstahl, H. Marschall-Weyerstahl, C. Christiansen, Flavour Fragrance J. 1989, 4, 93-98.
2) P. Weyerstahl, H. Marschall, K. Thefeld, G. C. Subba, Flavour Fragrance J. 1998, 13, 377-388.



cis-Sesquisabinene hydrate

TH-NMR (CDCls) 13C-NMR (CDCl)
literaturel2 31 synthetic sample literaturel2 31 synthetic
| . sample
5.08 (bt, J = 7 Hz, TH) 55.10-5.06 (m, TH) 131.4 131.3
2.00 (mc, TH) | 2.07-1.98 (m, TH) 124.9 1249
1.90 (mc, TH) 1.95-1.85 (m, TH) 79.5 794
1.69 (s, 3H) 11.68 (s, 3H) 37.7 376
1.67 (mc, 2H) 36.2 361
1.57 (mc, 3H) 1.64-1.52 (m, 3H) 34.4 - 343
1.60 (d, J=15Hz 3H) | 1.60 (s, 3H) 340 339
1.44 (mc, TH) 1.49-1.38 (m, 2H) 33.3 33.2
1.35 (s, 3H) 1,35 (s, 3H) 28.1 2811
1.25 (mc, TH) 1.30-1.22 (m, 2H) 26.2 26.1
1.10(dd, J=8,35Hz, | 1.10(dd, J=7.6,3.4Hz, | 259 258
TH) | 2H)
0.90 (d, J = 7 Hz, 3H) 0.89 (d, J = 6.8 Hz, 3H) 25.8 25.7
0.65(dd,J=535Hz, | 0.65(dd, J=48,37Hz, | 178 17.7
TH) TH)
0.29 (dd, J=8,5Hz 1H) | 0.29 (dd,J=7.651Hz | 17.2 17.1
| TH) .
[a] 11.4 11.3

[a] The reported spectrum lacks the signal of the —OH proton

[@1% =-10.3 (¢ = 1.2in CHCl3); [21% - 10.4 (c = 0.4 in CHCly); Lit.": [’ =- 12 (¢ = 1.3in CHCl3)

1) P. Weyerstahl, H. Marschall-Weyerstahl, C. Christiansen, Flavour Fragrance J. 1989, 4, 93-98.
2) P. Weyerstahl, H. Marschall, K. Thefeld, G. C. Subba, Flavour Fragrance J. 1998, 13, 377-388.
3) P. Weyerstahl, H. Marschall-Weyerstahl, V. K. Kaul, E. Manteuffel, L. Glasow, Liebigs Ann.
Chem. 1987, 21-28.
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Epoxysesquithujene

"H-NMR (CDCI) 13C-NMR (CDCl)
literaturellllal synthetic sample literaturelll synthetic
sample
490 (1H, dt) | 4.94 (bs, TH) 145.0 1451
271 (1H, 1) 2.73-2.70 (m, TH) 120.8 120.9
2.39 (1H, df) 12,40 (dt, J=17.0,22Hz, | 646 647
H
2.10 (TH, dm) 2.142.09 (m, TH) 58.0 58]
1.75 (3H, bs) 1.76/(d, J= 1.7 Hz, 3H) 38.3 - 384
2*1.59 (1H, m) | 1.65-1.57 (m, 3H) 353 354
1.32 (1H, m) ;1.36—1.30 (m, 2H) 33.0 - 331
1.31 (3H, s) 11.31 (s, 3H) 31.8 319
1.26 (3H, s) 127 (5, 3H) 30.9 310
1.17 (1H, m) 1 1.20-1.16 (m, TH) 27.0 27,1
0.95 (3H, d) 0.95 (d, J = 6.8 Hz, 3H) 24.9 24.9
0.76 (1H, m) 1076(dd, J=7.5,35Hz, | 23.6 237
H |
0.11 (1H, m) 0.1 (1, J=3.2Hz, TH) 18.6 187
[a] 17.8 17.8
| 16.2 163

[a] The proton count in the published spectrum is incorrect (22H instead of the required 24H).

[cz]:i}D =-17.9 (c =0.48 in CHCI3) [Note that the synthetic sample consists of a mixture of
diastereomers, dr = 8:1)]; Li’r.”:[cz]iﬂ =-38.04 (c =0.34 in CHCl3)

1) C. S. Mathela, C. S. Chanotiya, S. Sati, S. S. Sammal, V. Wray, Fitoterapia 2007, 78, 279-282.



TH NMR SPECTRA
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13C NMR SPECTRA
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