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Experimental Procedures, Analytical and Spectroscopic Data for Compounds.

General Aspect.

Unless otherwise indicated, all reactions were performed under an oxygen—free
atmosphere of nitrogen or argon with rigid exclusion of moisture from reagents and
glassware. Bis(cyclooctadienyl)nickel(0) (Ni(cod)2) and triphenylphosphine were
purchased from Strem Chemicals, Inc., stored under nitrogen atomosphere and used
without further purification. Ethyl diphenylphosphinite was purchased from Aldrich
Chemical Co. and was used as received. All alkenes and aldehydes were used as received
without further purification. Triethylsilyl trifluoromethanesulfonate (TESOTY),
triethylamine and toluene were distilled over calcium hydride before use.

Analytical thin layer chromatography (TLC) was performed using EM Science silica
gel 60 F254 plates. The developed chromatogram was analyzed by UV lamp (254 nm),
ethanolic phosphomolybdic acid (PMA) or potassium permanganate (KMnQOjy). Liquid
chromatography was performed using a forced flow (flash chromatography) of the
indicated solvent system on Silicycle Silica Gel (230400 mesh). 'H and “C NMR
spectra were recorded on Bruker 400 MHz or Varian 500 MHz spectrometers in CDCl;.

Chemical shifts in '"H NMR spectra are reported in ppm on the & scale from an internal



standard of residual chloroform (7.27 ppm). Data are reported as follows: chemical shift,
multiplicity (s = singlet, d = doublet, t = triplet, q = quartet, m = multiplet, br = broad),
coupling constant in hertz (Hz), and integration. Chemical shifts of B3C NMR spectra are
reported in ppm from the central peak of CDCl; (77.23 ppm) on the 6 scale. Infrared (IR)
spectra were recorded on a Perkin—Elmer 2000 FT-IR. High resolution mass spectra
(HRMS) were obtained on a Bruker Daltonics APEXII 3 Tesla Fourier Transform Mass
Spectrometer by Dr. Li Li of the Massachusetts Institute of Technology, Department of

Chemistry Instrument Facility.

General Procedure for the Nickel-Catalyzed Coupling Reaction.

A 10 mL test tube and a stir bar were oven—dried and brought into a glove box.
Ni(cod), (0.1 mmol, 20 mol%) and phosphine ligand (0.2 mmol, 40 mol%) were added to
the tube. The tube was sealed with a septum, and was brought out of the glove box and
connected to an argon line. The catalyst mixture was dissolved in degassed toluene (2.5
mL) under argon and stirred at room temperature. The alkene (1.5 mmol, 300 mol% to
0.5 mL), triethylamine (3 mmol, 600 mol%), aldehyde (0.5 mmol, 100 mol%) were
added sequentially to the reaction mixture. Triethylsilyltriflate (0.875 mmol, 175 mol%)
was added finally to the reaction mixture in dropwise fraction and the mixture was stirred
at room temperature or at indicated temperature for 48 h. The mixture was diluted with
ether and filtered through a plug of silica gel. Solvent was removed under reduced
pressure. Purification via flash chromatography on silica gel (1% ethyl acetate in hexane,
unless otherwise indicated) afforded the coupling product.

In some cases, the coupling product overlapped with the starting materials,



characterization data of the corresponding alcohol was reported instead. The
corresponding alcohol product was obtained by treating the mixture with 1 M TBAF in
THF at 0 °C and allowed to stir at room temperature for 2 hours, followed by flash
column chromatography on silica (15% ethyl acetate in hexane, unless otherwise
indicated). E:Z selectivity for the compound 2 was determined by comparing the TES

group deprotected alcohol product with the literature.™?

Figure 1. Structures of the Coupling Products
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Compound Characterization

OSiEts
X
Table 1, entry 1: 2a:

The standard procedure was followed, except that a balloon filled with propene (1a, 1
atm) was used in place of Ar. Yield: 65%.

'H NMR (400 MHz, CDCls, 8): 7.27-7.38 (m, 5H); 5.78-5.89 (m, 1H); 5.05-5.10 (m,
2H); 4.74 (dd, J = 7.2, 5.5 Hz, 1H); 2.42-2.59 (m, 2H); 0.94 (t, J = 7.9 Hz, 9H); 0.59 (dq,
J=12.6,7.9 Hz, 6H).

C NMR (100 MHz, CDCl;, 8):145.3, 135.4, 128.2, 127.2, 126.1, 117.0, 75.1, 45.6, 7.0,
5.0.

IR (NaCl, thin film): 3029, 2956, 2912, 2877, 1641, 1493, 1454, 1414, 1239, 1089, 1068,
1006, 914, 839, 744, 699.

HRMS-ESI (m/z): [MJrNa]Jr calcd for C¢H,¢OSiNa, 285.1651; found, 285.1633.

OSiEty

Table 1, entry 1: 3a:

The standard procedure was followed, except that a balloon filled with propene (1la, 1
atm) was used in place of Ar. Yield: 8%.

'H NMR (400 MHz, CDCls, 8): 7.24-7.39 (m, 5H); 5.15 (m, 2H); 4.86 (s, 1H); 1.56 (s,
3H); 0.94 (t, J = 7.8 Hz, 9H); 0.61 (q, J = 7.8 Hz, 6H). °C NMR (100 MHz, CDCl;, 8):
148.1, 143.5, 128.1, 127.0, 126.3, 111.0, 78.4, 17.4, 7.0, 5.0.

IR (NaCl, thin film): 2955, 2913, 2877, 1451, 1237, 1091, 1066, 1005, 899, 853, 740,

698.



HRMS-ESI (m/z): [M+Na]" calcd for C;sH,60SiNa, 285.1645; found, 285.1651.

OSiEt,

Table 1, entry 2 and 3: 2b*

The standard procedure was followed (entry 2). Yield: 81%. Isolated as a 75:25 mixture
of E and Z isomers, respectively.

The standard procedure was followed, except that the reaction time was 18 h (entry 3).
Yield: 68%. Isolated as a 75:25 mixture of E and Z isomers, respectively.

'H NMR (400 MHz, CDCl3, 8): 7.20-7.40 (m, 5H); 5.30-5.50 (m, 2H); 4.63 (dd, J = 5.6,
7.2 Hz, 1H); 2.45 (quintet, J = 6.1 Hz, 1H); 2.35 (quintet, J = 5.9 Hz, 1H); 1.33 (m, 2H);
0.92 (t,J="7.8 Hz, 12H); 0.56 (dq, J = 2.4, 7.6 Hz, 6H).

C NMR (100 MHz, CDCl;, 8): 145.6, 133.3, 128.1, 127.1, 126.6, 126.2, 75.6, 44.5, 32.8,
31.6,29.3,22.8, 14.2, 7.0, 5.1.

HRMS-ESI (m/z): [M+Na]" caled for C,;H3608Si, 355.243; found, 355.244.

OSiEt;

Table 1, entry 2 and 3: 3b*

The standard procedure was followed (entry 2). Yield: 4%.

The standard procedure was followed, except that the reaction time was 18 h (entry 3).
Yield: 4%.

'H NMR (400 MHz, CDCl;, 8): 7.36 (d, J = 7.0 Hz, 2H); 7.31 (t, J = 7.1 Hz, 2H); 7.24 (t,
J=17.2, 1H); 5.22 (brs, 1H); 5.15 (brs, 1H); 5.25 (d, J = 5.9 Hz, 1H); 4.87 (s, 1H); 1.96

(pentet, J = 7.8 Hz, 1H); 1.76 (pentet, J = 8.0 Hz, 1H); 1.15-1.40 (m, 8H); 0.93 (t, J=8.0



Hz, 9H); 0.87 (t, J = 6.8 Hz, 3H); 0.60 (dq, J = 1.6, 7.9 Hz, 6H).

C NMR (100 MHz, CDCls, 8): 152.3, 143.8, 128.1, 127.1, 126.6, 109.5, 78.3, 32.0, 30.8,
29.4,28.0,22.8,14.3,7.0, 5.1.

IR (NaCl, thin film): 2956, 2876, 1647, 1456, 1089, 1066, 742.

HRMS-ESI (m/z): [M+Na]" caled for C2,H3608Si, 355.243; found, 355.242.

OSiEt;
/@)\/\/\/\/
Table 1, entry 4: 2c: MeO

The standard procedure was followed, except that the reaction time was 18 h. Yield: 81%.
Isolated as a 75:25 mixture of E and Z isomers, respectively.

'H NMR (400 MHz, CDCls, 8): 7.22 (d, J = 8.6 Hz, 2H); 6.84 (d, J = 8.6 Hz, 2H);
5.33-5.43 (m, 2H); 4.58 (dd, J = 6.1 Hz, 6.1 Hz, 1H); 3.81 (s, 3H); 2.27-2.42 (m, 2H);
1.93-1.98 (m, 2H); 1.22—-1.60 (m, 6H); 0.95 (t, J = 8.0 Hz, 3H); 0.88 (t, J = 7.8 Hz, 9H);
0.53 (g, J = 7.8 Hz, 6H). °C NMR (100 MHz, CDCls, 8): 158.7, 137.9, 133.2, 127.3,
126.7,113.4,75.2,55.4,44.5, 32.8, 31.6, 29.3, 22.8, 14.3, 7.0, 5.0.

IR (NaCl, thin film): 2955, 2876, 1613, 1512, 1459, 1302, 1247, 1172, 1078, 1005, 972,
830, 742.

HRMS-ESI (m/z): [M+Na]" caled for C»H330,SiNa, 385.2539; found, 385.2537.

OSiEt,

Table 1, entry 5: 2d: Cl
The standard procedure was followed, except that the reaction time was 18 h. Yield: 35%.

Isolated as a 74:26 mixture of E and Z isomers, respectively.



'H NMR (400 MHz, CDCls, 8): 7.28-7.24 (m, 4H); 5.30-5.41 (m, 2H); 4.61 (dd, J = 6.1
Hz, 6.1 Hz, 1H); 2.26-2.40 (m, 2H); 1.89-1.97 (m, 2H); 1.21-1.59 (m, 6H); 0.94 (t, J =
8.0 Hz, 3H); 0.89 (t, J=7.8 Hz, 9H); 0.54 (q, J = 7.8 Hz, 6H).

C NMR (100 MHz, CDCls, 8): 144.1, 133.7, 132.5, 128.2, 127.5, 126.0, 74.8, 44.4, 32.8,
31.5,29.2,22.7,14.3,7.0,4.9.

IR (NaCl, thin film): 2956, 2876, 1490, 1458, 1412, 1238, 1080, 1014, 971, 741.
HRMS-ESI (m/z): [M+Na—-CcH; 5SiOCl]Jr caled for CisHyoNa, 223.1463; found,

223.1305.

OSiEt;
Table 1, entry 6: 2e:

The standard procedure was followed, except that the reaction was heated at 35 °C. Yield:
84%. Isolated as a 70:30 mixture of E and Z isomers, respectively.

'H NMR (400 MHz, CDCls, 3): 7.83-7.92 (m, 3H); 7.80 (s, 1H); 7.48-7.59 (m, 3H);
5.43-5.53 (m, 2H); 4.89 (dd, J = 6.9, 13.2 Hz, 1H); 2.45-2.68 (m, 2H); 1.98-2.05 (m,
2H); 1.26—-1.39 (m, 6H); 0.97 (t, J = 8.0 Hz, 9H); 0.94 (t, J = 7.6 Hz, 3H); 0.63 (q, J = 4.1,
8.0 Hz 6H).

>C NMR (100 MHz, CDCls, 8): 143.1, 133.4, 133.0, 132.3, 128.1, 127.9, 126.5, 126.0,
125.6, 125.6, 124.7, 124.7,75.7,44.4, 32.8, 31.7, 29.3, 22.8, 14.3, 7.0, 5.1.

IR (NaCl, thin film): 2956, 2929, 2875, 1458, 1414, 1377, 1239, 1086, 1005, 972, 744.

HRMS-ESI (m/z): [M+Na]+ calcd for C,5H330SiNa, 405.2590; found, 405.2584



Table 1, entry 7: 2f:
The standard procedure was followed, except that the product was purified with 10%
ethyl acetate in hexane buffered with 1% triethylamine. Yield: 53%. Isolated as a 83:17
mixture of E and Z isomers, respectively.

'H NMR (400 MHz, CDCls, 8): 7.65 (d, J = 7.8 Hz, 1H); 7.37 (d, J = 8.2 Hz, 1H); 7.27 (t,
J="7.1 Hz, 1H); 7.17 (t, J = 7.1 Hz, 1H); 6.40 (s, 1H); 5.43-5.59 (m, 2H); 4.96 (dd, J =
6.5, 7.4 Hz, 1H); 3.92 (s, 3H); 2.56-2.71 (m, 2H); 2.01-2.07 (m, 2H); 1.29-1.42 (m, 6H);
0.97 (t, J = 8.0 Hz, 9H); 0.95 (t, J=4.0 Hz, 3H); 0.63 (dq, J = 1.1, 8.0 Hz, 6H).

C NMR (100 MHz, CDCls, 8): 142.3, 138.4, 133.7, 127.7, 126.2, 121.3, 120.7, 119.4,
109.1, 100.2, 70.6, 42.2, 32.8, 31.6, 31.0, 29.3, 22.8, 14.3, 7.0, 5.0.

IR (NaCl, thin film): 2954, 2927, 2874, 1466, 1339, 1236, 1072, 1010, 731.

HRMS-ESI (m/z): [M+H]" caled for Co4H30ONSiNa, 408.2693; found, 408.2695.

OSiEts
Table 1, entry 8: 2Qg:
The standard procedure was followed, except that the reaction was heated at 35 °C. Yield:
61%. Isolated as a 78:22 mixture of E and Z isomers, respectively.
'H NMR (400 MHz, CDCl;, 8): 5.37-5.53 (m, 2H); 3.37 (dd, J = 3.8, 7.4 Hz, 1H);
2.30-2.36 (m, 1H); 1.99-2.12 (m, 3H); 1.27-1.42 (m, 6H); 0.99 (t, J = 8.0 Hz, 9H); 0.92
(t, J=6.8 Hz, 3H); 0.90 (s, 9H); 0.63 (q, J = 8.0 Hz, 6H).
BC NMR (100 MHz, CDCls, 8): 130.6, 128.5, 81.2, 36.2, 31.8, 31.4, 29.5, 27.6, 26.5,

22.8,14.2,7.3,5.7.



IR (NaCl, thin film): 2956, 2876, 1466, 1238, 1096, 1009, 737.

HRMS-ESI (m/z): [M+Na]" calcd for C;9H40OSiNa, 335.2746; found, 335.2741.

Table 1, entry 9: 2h:
The standard procedure was followed. Yield: 79%. Isolated as a 95:5 mixture of E and Z
isomers, respectively.

'H NMR (400 MHz, CDCl;, 8): 7.30—7.50 (m, 10H); 6.51 (d, J = 15.9 Hz, 1H); 6.34 (dt,
J=17.2,159 Hz 1H); 4.89 (dd, J = 5.3, 7.2 Hz, 1H); 2.64-2.81 (m, 2H); 1.03 (t, J=7.9
Hz, 9H); 0.68 (dq, J = 2.0, 7.9 Hz, 6H).

B3C NMR (100 MHz, CDCls, 8): 145.5, 138.0, 132.4, 128.8, 128.4, 127.4, 127.4, 127.2,
126.3, 126.2,75.5,45.0, 7.1, 5.2.

IR (NaCl, thin film): 3062, 3028, 2955, 2911, 2876, 1600, 1494, 1453, 1414, 1239, 1088,
1070, 1006, 965, 830, 742, 700.

HRMS-ESI (m/z): [M+Na]+ calcd for C,,H300SiNa, 361.1964; found, 361.1974.

OH

Table 1, entry 9: 3h (TES group deprotected):

The standard procedure was followed, except that the coupling product was first purified
with 1% ethyl acetate in hexane, followed by TES group deprotection of the coupling
product 3h with TBAF and finally purified with 10% ethyl acetate in hexane in order to
separate it from the starting materials. Yield 7%.

'H NMR (400 MHz, CDCls, §): 7.39 (m, 4H), 7.29-7.35 (m, 3H), 7.22-7.24 (m, 1H),

S 10



7.13-7.15 (m, 2H), 5.37 (s, 1H); 5.15 (s, 1H); 4.93 (s, 1H); 3.38 (d, J = 15.5 Hz, 1H);
3.13(d, J = 15.5 Hz, 1H); 1.24 (brs, 1H).

13C NMR (100 MHz, CDCL, 8): 150.6, 142.0, 139.3, 129.4, 128.7, 128.5, 128.1, 127.0,
126.4, 112.4, 76.7, 39.2.

IR (NaCl, thin film): 3377, 3061, 3028, 2919, 1494, 1453, 1025, 909, 750, 699.

HRMS-ESI (m/z): [M+Na]" caled for C;sH;s0ONa, 247.1099; found, 247.1101.

Table 1, entry 10 and 11: 2i: MeO
The standard procedure was followed (entry 10). Yield: 91%. Isolated as a 95:5 mixture
of E and Z isomers, respectively.

The standard procedure was followed, except that the reaction was carried out in five fold
larger scale at reaction was heated at 35 °C and using 9 mL toluene (entry 11). Yield:
90%. Isolated as a 95:5 mixture of E and Z isomers, respectively.

'H NMR (400 MHz, CDCls, 8): 7.29-7.49 (m, 7H); 7.00 (d, J = 8.6 Hz, 2H); 6.52 (d, J =
15.9 Hz, 1H); 6.35 (dt, J = 7.2, 15.9 Hz, 1H); 4.85 (dd, J = 6.4, 6.4 Hz, 1H); 3.89 (s, 3H);
2.63-2.81 (m, 2H); 1.04 (t, J = 7.8 Hz, 9H); 0.70 (q, J = 7.8 Hz, 6H).

3C NMR (100 MHz, CDCl;, 8): 159.0, 138.1, 137.7, 132.3, 128.7, 127.5, 127.3 127.2,
126.3, 113.7,75.0, 55.4,45.1, 7.1, 5.2.

IR (NaCl, thin film): 3027, 2954, 2910, 2875, 1612, 1511, 1414, 1302, 1248, 1171, 1081,
1005, 966, 836, 743, 693.

HRMS-ESI (m/z): [M+Na]" caled for Cp3H3,0,SiNa, 391.2069; found, 391.2057.

S 11
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Table 1, entry 12: 2j:

The standard procedure was followed, except that the reaction was heated at 35 °C. Yield:
84%. Isolated as a 95:5 mixture of E and Z isomers, respectively.

'H NMR (400 MHz, CDCls, 8): 7.90-7.96 (m, 4H); 7.67 (d, J = 1.6 Hz, 1H); 7.60-7.65
(m, 2H); 7.30-7.59 (m, 5H); 6.54 (d, J = 15.9 Hz, 1H); 6.36 (dt, J = 7.2, 15.9 Hz, 1H);
5.05 (dd, J=5.4, 7.2 Hz, 1H); 2.74-2.89 (m, 2H); 1.03 (t, J = 8.0 Hz, 9H); 0.70 (dq, J =
2.9, 8.0 Hz, 6H).

C NMR (100 MHz, CDCl;, 8): 142.9, 137.9, 133.4, 133.1, 132.4, 128.7, 128.1, 128.1,
127.9, 127.1, 126.2, 126.1, 125.7, 124.6, 75.5, 44.9, 7.0, 5.1.

IR (NaCl, thin film): 3026, 2954, 2910, 2875, 1507, 1496, 1457, 1239, 1123, 1083, 1005,
965, 819, 744.

HRMS-ESI (m/z): [M+Na]+ calcd for C,sH3,0OSiNa, 411.2120; found, 411.2167.

OH

Table 1, entry 12: 3] (TES group deprotected): OO O

The standard procedure was followed, except that the coupling product was first purified
with 1% ethyl acetate in hexane, followed by TES group deprotection of the coupling
product 3j with TBAF and finally purified with 10% ethyl acetate in hexane in order to
separate it from the starting materials. Yield 4%.

'H NMR (400 MHz, CDCl;, 8): 7.86—7.88 (m, 4H); 7.48—7.55 (m, 3H); 7.20-7.36 (m,
3H); 7.13-7.16 (m, 2H); 5.43 (s, 1H); 5.32 (s, 1H); 4.97 (s, 1H); 3.41 (d, J = 15.6 Hz,

1H), 3.16 (d, J = 15.6 Hz, 1H), 2.02 (brs, 1H).

S 12



C NMR (100 MHz, CDCls, 8): 150.5, 149.2, 139.4, 139.3, 133.4, 133.3, 129.4, 128.6,
128.2,127.9,126.4, 126.4, 126.2, 126.0, 124.9, 112.8, 77.4, 39.2.
IR (NaCl, thin film): 3365, 3058, 2923, 1495, 1453, 1031, 908, 819, 745, 700.

HRMS-ESI (m/z): [M+Na]" caled for CoH gONa, 297.1255; found, 297.1260.

\
lil < “Ph

Table 1, entry 13: 2k (TES group deprotected): OH

The standard procedure was followed, except that the coupling product was first purified
with 10% ethyl acetate in hexane buffered with 1% triethylamine, followed by TES group
deprotection of the coupling product 2k with TBAF and finally purified with 25% ethyl
acetate in hexane buffered with 1% triethylamine in order to separate it from the starting
materials. Yield: 54%. Isolated as a 95:5 mixture of E and Z isomers, respectively.

'H NMR (400 MHz, CDCl3, 8): 7.63 (d, J = 7.8 Hz, 1H); 7.20-7.41 (m, 8H); 7.14 (t, J =
7.8 Hz, 1H); 6.62 (d, J = 15.8 Hz, 1H); 6.55 (s, 1H); 6.34 (dt, J = 7.3, 15.8 Hz, 1H); 5.01
(m, 1H); 3.86 (s, 3H); 2.93-2.99 (m, 2H); 1.93 (brs, 1H).

C NMR (100 MHz, CDCls, 8): 149.2, 141.3, 138.1, 137.2, 133.8, 128.7, 127.6, 126.4,
125.7,122.1, 121.0, 119.8, 109.3, 99.4, 66.9, 40.2, 30.4.

IR (NaCl, thin film): 3640, 3026, 2953, 2910, 2875, 1467, 1339, 1237, 1073, 1006, 966,
744.

HRMS-ESI (m/z): [M+Na]" calcd for C19H;9ONNa, 300.1364; found, 300.1365.

S 13
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Table 1, entry 13: 3k (TES group deprotected): | ow
The standard procedure was followed, except that the coupling product was first purified
with 10% ethyl acetate in hexane buffered with 1% triethylamine, followed by TES group
deprotection of the coupling product 3k with TBAF and finally purified with 25% ethyl
acetate in hexane buffered with 1% triethylamine in order to separate it from the starting
materials. Yield 3%.
'H NMR (400 MHz, CDCl;, 8): 7.63 (d, 2H); 7.12—-7.38 (m, 10H); 6.49 (s, 1H); 5.38 (s,
1H); 5.31 (s, 1H); 5.14 (s, 1H); 3.70 (s, 3H); 3.54 (d, J = 15.3 Hz, 1H); 3.33 (d, J=15.3
Hz, 1H); 1.98 (d, J=5.1Hz, 1H).
3C NMR (100 MHz, CDCl;, 8): 148.7, 139.6, 139.1, 138.4, 129.3, 128.6, 127.3, 126.6,
122.0, 121.0, 119.7, 113.2, 109.3, 101.5, 69.6, 40.2, 30.3.
IR (NaCl, thin film): 3349, 3059, 3027, 2923, 1649, 1601, 1494, 1468, 1453, 1318, 1234,

1030, 968, 907, 751, 737, 700.

HRMS-ESI (m/z): [M+Na]" calcd for C19H;oNONa, 300.1364; found, 300.1369.

MeO )
\O\‘/\/\/N
o)

Table 1, entry 14: 2| (TES group deprotected): OH

The standard procedure was followed, except that the reaction was carried out at 35 °C
and the coupling product was first purified with 40% hexane in CH,Cl,, followed by TES
group deprotection of the coupling product 2| with TBAF and finally purified with 15%
hexane in CH,Cl,. Yield: 72%. Isolated as a 83:17 mixture of E and Z isomers,

respectively.
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"H NMR (400 MHz, CDCL, 8): 7.86 (dd, J = 3.1, 5.4 Hz, 2H); 7.73 (dd, J = 3.1, 5.4 Hz,
2H); 7.25 (d, J = 8.7 Hz, 2H); 6.84 (d, J = 8.7 Hz, 2H); 5.73(dt, J = 6.0, 15.4 Hz, 1H);
5.62 (dt, J = 6.0, 15.4 Hz, 1H); 4.68 (dd, J = 6.4, 6.4 Hz, 1H); 4.25-4.33 (m, 2H); 3.78 (s,
3H); 2.46 (m, 2H), 2.09 (brs, 1H).

13C NMR (100 MHz, CDCls, §): 168.2, 159.1, 136.1, 134.1, 132.3, 130.8, 127.2, 127.1,
123.5, 113.9, 73.1, 55.4, 42.3, 39.7.

IR (NaCl, thin film): 3466, 2929, 1770, 1711, 1611, 1512, 1395, 1249, 1174, 1034, 833,
720.

HRMS-ESI (m/z): [M—OH]" calcd for C2H 303N, 320.1287; found, 320.1297.

O.
OSiEty
/@/'\”/\/ N

Table 1, entry 14: 3]: MeO ©

The standard procedure was followed, except that the reaction was carried out at 35 °C
and the coupling product was purified with 40% hexane in CH,Cl,. Yield 4%.

'H NMR (400 MHz, CDCls, 8): 7.81 (dd, 2H); 7.70 (dd, 2H); 7.26 (d, J = 8.7 Hz, 2H);
6.79 (d, J = 8.7 Hz, 2H); 5.27 (s, 1H); 5.15 (s, 1H); 4.99 (s, 1H); 3.66—3.86 (m, 2H); 3.78
(s, 3H); 2.33-2.40 (m, 1H); 2.16-2.23 (m, 1H); 0.90 (t, J = 7.9 Hz, 9H); 0.57 (9, J = 7.9
Hz, 6H).

>C NMR (100 MHz, CDCl;, 8): 168.4, 158.8, 148.6, 135.2, 134.0, 132.3, 127.7, 123.3,
113.5,111.8, 77.6, 55.3,37.2, 29.8, 7.0, 5.0.

IR (NaCl, thin film): 2954, 2876, 1773, 1715, 1511, 1467, 1431, 1395, 1354, 1247, 1078,
952, 719.

HRMS-ESI (m/z): [M+Na]+ calcd for CoH3304SiNa, 474.2066; found, 474.2071.
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OSiEt,
O)\/\)\
Table 1, entry 15: 2m*

The standard procedure was followed. Yield: 78%. Isolated as a 81:29 mixture of E and Z
isomers, respectively.

'H NMR (500 MHz, CDCl3, 8): 7.30 (m, 5H); 5.40 (m, 2H); 4.63 (dd, J=5.3, 7.3 Hz,
1H); 2.41 (quintet, J = 5.3 Hz, 1H); 2.30 (quintet, J = 5.5 Hz, 1H); 2.24 (septet, J = 6.7
Hz, 1H); 2.00 (m, 2H); 0.95 (dd, J = 6.7, 7.6 Hz, 6H); 0.89 (t, J = 7.9 Hz, 9H); 0.62 (q, J
=17.9 Hz, 6H).

C NMR (125 MHz, CDCls, 8): 145.6, 140.2, 128.1, 127.0, 126.1, 123.7, 75.7, 44.5,
31.3,22.6,7.01, 5.0.

HRMS-ESI (m/z): [M+Na]" caled for C;9H3,08i, 327.212; found, 327.212.

OSiEt,

Table 1, entry 15: 3m*

The standard procedure was followed. Yield: 5%.

'H NMR (400 MHz, CDCls, 8): 7.36 (d, J = 7.8 Hz, 2H); 7.32 (t, J = 7.1 Hz, 2H); 7.25 (t,

J=7.1, 1H); 5.30 (brs, 1H); 5.12 (brs, 1H); 4.87 (brs, 1H); 1.65-1.85 (m, 3H); 0.93 (t, J
= 8.0 Hz, 9H); 0.84 (d, J = 6.4 Hz, 3H); 0.82 (d, J = 6.2 Hz, 3H); 0.60 (dq, J = 1.3, 8.3 Hz,
6H).

C NMR (100 MHz, CDCl3, 8): 150.5, 143.7, 128.1, 127.1, 126.7, 110.7, 77.9, 41.1, 26.3,
23.0, 22.6, 7.0, 5.0.

IR (NaCl, thin film): 2955, 2877, 1646, 1454, 1088, 1067, 743.

HRMS-ESI (m/z): [M+Na]+ calcd for C19H3,081, 327.211; found, 327.212.
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OSiEt,

Table 1, entry 16: 2n:

The standard procedure was followed. Yield: 82%.

'H NMR (400 MHz, CDCls, 8): 7.27-7.43 (m, 5H); 5.19-5.24 (m, 1H); 4.68 (dd, J = 5.8,
7.2 Hz, 1H); 2.36-2.54 (m, 2H); 1.74 (d, J = 0.8 Hz, 3H); 1.58 (s, 3H); 0.95 (t, J= 7.8 Hz
9H); 0.60 (dq, J = 3.4, 7.8 Hz, 6H).

>C NMR (100 MHz, CDCls, 5): 145.8, 133.6, 128.1, 127.0, 126.1, 121.0, 75.4, 40.0, 26.0,
18.0, 7.0, 5.0.

IR (NaCl, thin film): 3028, 2956, 2877, 2912, 1454, 1414, 1377, 1239, 1089, 1069, 1005,
941, 744, 699.

HRMS-ESI (m/z): [MJrNa]Jr calcd for C3gH3¢0OSiNa, 313.1964; found, 313.1966.

OSiEt,

Table 1, entry 17: 20:

The standard procedure was followed. Isolated as a mixture of 20 and 30.

20: Yield 74%. '"H NMR (400 MHz, CDCls, 9): 7.24-7.42 (m, 5H); 5.14 (t, J = 7.4 Hz,
1H); 4.66 (t, J = 6.4 Hz, 1H); 2.37-2.52 (m, 2H); 2.00-2.11 (m, 3H); 1.50-1.78 (m, 3H);
1.03—1.48 (m, 4H); 0.94 (t, J = 7.9 Hz, 9H); 0.59 (dq, J = 2.8, 7.9 Hz, 6H).

C NMR (100 MHz, CDCl;, 8): 145.7, 141.6, 128.0, 127.0, 126.2, 117.5, 75.6, 39.0, 37.5,

29.0,28.7,27.8,27.1,7.0, 5.0.

OSiEt,

Table 1, entry 17: 30:
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The standard procedure was followed. Isolated as a mixture of 20 and 30.

30: Yield 25%.

'H NMR (400 MHz, CDCls, §): 7.24-7.42 (m, 5H); 5.69 (dd, J = 6.5, 15.4 Hz, 1H); 5.56
(dd, J=7.0, 15.4 Hz, 1H); 5.18 (d, J = 7.0 Hz, 1H); 2.00-2.11 (m, 3H); 1.63—1.78 (m,
1H); 1.50-1.78 (m, 3H); 1.03—1.48 (m, 4H); 1.00 (t, J = 8.0 Hz, 9H); 0.67 (dq, J = 2.3,
8.0 Hz, 6H).

C NMR (100 MHz, CDCl;, 8): 144.8, 136.9, 131.2, 128.2, 126.9, 126.1, 75.9, 40.4, 33.0,
32.9,26.4,26.2,7.1,5.2.

IR (NaCl, thin film): 2954, 2928, 2876, 2853, 1449, 1414, 1238, 1086, 1067, 1007, 969,
829, 744, 699.

HRMS-ESI (m/z): [M+Na]" caled for C,;H340SiNa, 353.2277; found, 353.2267.

X A Ph

Scheme 1: 2p: OSiEts

The standard procedure was followed. Yield: 75%. Isolated as a 71:29 mixture of E and Z
isomers, respectively.

'H NMR (400 MHz, CDCl;, §): 7.25-7.36 (m, 5H); 5.18-5.20 (m, 1H); 5.12-5.12 (m,
1H); 4.64—4.68 (m, 1H); 2.37-2.48 (m, 2H); 2.01-2.10 (m, 4H); 1.73 (s, 4H); 1.64 (s,
3H); 1.55 (s, 2H); 0.92 (t, J = 6.9 Hz, 9H); 0.57 (dq, J = 3.0, 6.9 Hz, 6H).

C NMR (100 MHz, CDCl, §): 145.8, 145.8, 137.2, 137.1, 131.7, 131.5, 128.1, 128.0,
127.0, 127.0, 126.1, 126.1, 124.6, 124.5, 121.8, 120.7, 75.5, 75.3, 40.0, 39.8, 39.7, 32.3,
26.8,26.7,25.9,25.9,23.6,17.8,17.8, 16.3, 7.0, 7.0, 5.0, 5.0.

IR (NaCl, thin film): 2955, 2876, 1454, 1376, 1239, 1088, 1068, 1006, 829, 743, 700.
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HRMS-ESI (m/z): [M+Na]" calcd for C23H,30SiNa, 381.2590; found, 381.2583.

Procedure for the preparation of 4°

—Citronellene (0.5 mmol) in anhydrous CH,ClI, (5 mL) was added Me,AICI (1.0 M in
hexane, 1.1 mL) at 0 °C and stirred at room temperature for 24 hrs. The reaction was
quenched by dilution with ether followed by slow addition of water until gas evolution
ceased. The organic layer was separated, and the aqueous layer was extracted with ether
twice. The combined organic layers were washed with brine, dried and evaporated in

vacuo. Purification via flash chromatography on silica gel afforded the coupling product.

HO
Scheme 1: 4:

Yield: 40%. Isolated as a mixture of diastereomers.

'H NMR (400 MHz, CDCl;, 8): 7.28-7.39 (m, 5H); 5.45-5.61 (m, 1H); 5.09 (s, 1H);
5.00 (s, 1H); 4.79-4.94 (m, 2H); 4.38 (dd, J = 0.7, 8.5 Hz, 1H); 2.19-2.35 (m, 1H);
1.89-2.05 (m, 1H); 1.73, 1.75 (two s, 3H); 1.67 (brs, 1H); 0.91-1.27 (m, 4H); 0.87, 0.84
(two d, J=6.8 Hz, 3H).

*C NMR (100 MHz, CDCls, 8): 145.1, 144.3, 142.9, 128.5, 127.9, 127.4, 127.3, 126.0,
116.5, 116.4, 113.1, 112.4, 75.5, 75.4, 56.5, 56.4, 37.8, 37.5, 34.2, 34.2, 31.2, 26.3, 21.0,

19.5, 18.3, 18.1.

S 19



References:

1.

2.

Ng, S. S.; Jamison, T. F. J. Am. Chem. Soc. 2005, 127, 14194—14195.

E:Z selectivity for the compound 2 was determined by comparing '"H NMR of the
TES group deprotected alcohol product with the literature, (a) Padwa, A.; Rodriguez,
A.; Tohidi, M.; Fukunaga, T. J. Am. Chem. Soc. 1983, 105, 933—-943. (b) Craig, D.;
Smith, A. M. Tetrahedron Lett. 1990, 31, 2631-2632. (c¢) Yanagisawa, A.; Habaue,
S.; Yasue, K.; Yamamoto, H. J. Am. Chem. Soc. 1994, 116, 6130-6141. (d) Okuma,
K.; Tanaka, Y.—i.; Hirabayashi, S. i.; Shioji, K.; Matsuyama, H. Heterocycles 1997,
45, 1385-1390. (e) Sumida, S. i.; Ohga, M.; Mitani, J.; Nokami, J. J. Am. Chem.
Soc. 2000, 122, 1310-1313. (f) Loh, T. P.; Hu, Q. Y.; Chok, Y. K.; Tan, K. T.
Tetrahedron Lett. 2001, 42, 9277-9280.

(a) Snider, B. B.; Rodini, D. J.; Kirk, T. C.; Cordova, R. J. Am. Chem. Soc. 1982,

104, 555-563. (b) Snider, B. B.; Phillips, G. B. J. Org. Chem. 1983, 48, 464—469.

S 20



FTIW e -F W

Current Data Parameters

NANE hcy8-B3-Hpat
EXPND 1
PROCNC b

F2 - Acquisition Parameters
Date_ 20060132
Time 16.58
INSTRUM spect
PACBHD Smm 880 BB-1
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FIDRES 0.126314 Mz
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HOW EM
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1D NMR plot parameters
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Current Data Parameters

NAME hcy8-88-Hpdt
EXPNO 2
PROCND 1

F2 - Atquisition Parameters

Date_ 20060112
Time 17.03
INSTRUM spect
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PULPAODG 20pg30

0 65536
SOLVENT coc13

NS 146

os 4

SHH 24875.621 Hz
FIDRES 0.379572 Hz
AR 1.3173236 sec
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e 6.0 usec
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L3S 0.03000000 sec
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sxmesnammszn CHANNEL f1 smssssamssees
NuCy 13c
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PLt 3.00 oB
SFO1 100.6237958 MMz

wesmmenmmans CHANNEL f2 smassssssemcs
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PL2 .00 d8
PL12 24.00 dB
PL13 24.00 a8
SFo2 400. 1316005 MHz
F2 - Processing parameters
St 32768

SF 1006127529 MHz
WOwW EM
558 o

Le 1.00 Hz
GB 0

PC 1.40

1D NMR plot parameters
[w4

ppm

24.00 tm
FIP 220.000 ppm
F1 22434.80 Kz
Fop -10.000 gpm
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PPMCM 9.58333 ppm/cm
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propene,

—145.303

——135.404

H-pdt

128.182

——127.199
126.120

—117.031

140

120

77.548

7.230
76.913
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Current Data Parameters

NAME hey8-89-Apdt

EXPNO 1

PROCND t

F2 - Acquisition Parameters

Date_ 20050112

Time 16.54

INSTRUM spect

PROBHD Smm BSQ BB-1

PULPROG 2930

L) 65536

SOLVENT coc13

NS 4

os 2

SWH 6278.146 Kz

FIDRES 0.126314 Mz

AQ 3.9584243 sec

RG 228.1

oW 60.400 usec

DE 6.00 usec

TE 300.0 X

01 1.00000000 sec
CHANNEL £

NUC1 tH

Al 7.80 usec

PLY 0.00 d8

SFO1 - 400.4324790 MHz

F2 - Processing parameters

SI 32768

5F 408.1300016 MHz

WOW N

ss8 a

LB 0.30 Hz

G8 o

PC 1.00

1D NMR plot paremeters

X 24.00 cm

FiP 10.500 gpm

F1 4201.37 Hz

Fap -0.500 ppm

Fe ~200.07 Hz

PPMCK 0.45833 ppm/cm

HZCK 183.39291 Hz/cm
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Current Data Parameters

NAME hey8-89-Apdt
EXPND 2
PADCND 1

F2 - Acquisition Parameters

Oate_ 20060112

Time 17.18

INSTRUM spect

PAOBHD Smn BBO B8-1

PULPROG 29pg30

0 65538

SOLVENT coc13

NS 800

bs 4

SWH 24875.621 Hz

FIDRES 0.379572 Hz

AQ 1.3173236 sec

RG 512

DKW 20.100 usec

23 6.00 usec

TE 300.0 K

01 2.00000000 sec

611 0£.03000000 sec

da12 0.00002000 sec
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NUC1 13C

P1 15.25 usec

PLY 3.00 oB

SFO1 100.6237959 MHz
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CPOPRG2 valtzib

Nuc2 1H

Ppceoz 107.50 usec

PL2 0.00 dB

PLi2 24.00 o8

PL13 24.00 o8

SFO2 400. 1316005 MHz

Fa2 - Processing parameters

SI 32768

SF 100.6127539 MHz

WOW EM

5SB )

L8 1.00 Hr

23 0

fCc 1.40

1D NMR plot parameters
X

ppm

24.00 cm
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Fe -1006.13 Hz
PPMCH 9.58333 ppa/cm
HZCM 964.20551 Hz/cm
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ppm 200 180
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SNO50658 ene product

Integral

5.618
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1.000 =

0.951
0.932

2.424

8.79¢2

6.563

Current Data Parameters

NAME SNSBBene-H
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20050614
Time 19.59
INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG 2g30
0 65526
SOLVENT C0C13
NS B8
0s 4
SWH 8278.146
FIDRES 0.126314
AQ 3.9584243
RG 128
DOW 60.400
DE 6.00
TE 300.0 -
D1 1.00000000
==========z== CHANNEL f1
NUC1 iH
P1 $.50
PL1 . 2.00
SFO! 400.1324710

F2 - Processing parameters

SI 32768
SF 400.1300039
WOW EM
SSB 0
LB 0.30
GB 0
PC 1.00

10 NMR plot parameters

CX 20.00
FiP 10.000
F1 4001.30
FeP 0.000
Fe 0.90
PPMCM 0.50000
HZCM 200.06500
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octene benzaldehyde TESQOTf ene

Current Data Parameters

NAME octene-ene-C
EXPND 1
PROCNO 1
>=mM\y///\\\s///(\\\nﬂﬂucuc
F2 - Acguisition Parameters
: Date 20050716
Om_m»m Time 22.14
2b INSTRUM spect
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PULPROG z9pg30
10 65536
SOLVENT CDC13
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DS 4
SWH 25125.629 Hz
FIDRES 0.383387 Hz
AQ 1.3042164 sec
RG 1149.4
DwW 19.800 usec
DE 6.00 usec
TE 300.0 K
01 2.00000000 sec
) g1t 0.03000000 sec¢O
412 0.00002000 sec N
(7))
z=zss=====s= CHANMEL f] ====s======:
NUC1 13C
P 15.25 usec
PL1 3.00 dB
SF01 100.6237959 MHz
==s=zz======= CHANNEL f2 =====s==s====
. CPDPRG2 waltz16
NUC2 1H
PCPD2 107.80 usec
PL2 0.00 dB
pPLi2 24.00 dB
PL13 24.00 dB
SFQ2 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127476 MHz
WDW EM
558 0
LB 1.00 Hz
GB 0
pPC 1.40
10 NMR plot parameters
/ CX 20.00 cm
g bbbl by N i bl o] Yool N Y F1p 200.000 ppm
& o, . F1 20122.55 Hz
e ’ FopP 0.000 ppm
I T T T T T T T T T T T I T T T T T T T T T T T T T T T T T T T T T T T T T F2 0.00 Hz
ppm 180 160 140 120 100 80 60 40 20 PRHCH 19.00000 pem/cm
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SN0OB0658 allylic alcohol

OSiEt;

n-hex

3b

Integral

5.1278

1.0033 ~—

1.0474

8.8712

9.19380

3.0744
6.0303

Current Data Parameters

NAME SNB5Bheck-c
EXPNO 1
PROCNO 1

F2 - Acguisition Parameters

Date_ 20050644
Time 19.05
INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG zg30
70 65536
SOLVENT CDhC13
NS B
Ds 4
SWH 8278.146
FIDRES 0.126314
AQ 3.9584243
AG 64
DW 60.400
DE . 6.00
TE 300.0
D1 1.00000000
============ CHANNEL {1
NUC1 1H
P1 9.50
PL1 2.00
SFO1 400.1324710

usec
aB
MHz

F2 - Processing parameters

SI 32768
SF 400.1300000
WOW EM
5S8 0
L8 0.30
GB 0
PC 1.00

1D NMR plct parameters

CX 20.00
Fip 10-000
F1 4001.30
FeP 0.000
F2 0.00
PPMCM 0.50000
HZCM 200.06500

MHz
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cm

ppm
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OSiEt; octene benzaldehyde TESOTf

n-hex
Current Data Parameters
NAME octene-al-C
EXPNO i
PROCNO 1
wﬁu F2 - Acguisition Parameters
Date_ 20050716
Time 21.50
INSTRUM spect
PROBHD Smm BBO BB-1
PULPROG 2gpg30
70 B5536
SOLVENT cOC13
NS 95
DS 4
SWH 25125.629 Hz
FIDRES 0.383387 Hz
AQ 1.3042164 sec
AG B192
D 19.800 usec
DE 6.00 usec
TE 300.0 K
01 2.00000000 sec
g1t 0.03000000 s&O
a2 0.00002000 sécN
(7))
z===s======= CHANEL f] ===========
NUC1 13C
P1 15.25 usec
PLA 3.00 dB
SFC1 100.6237959 MHz
============ [HANNEL f2 ====s======
. CPDPRG2 waltz16
NUC2 iH
PCPD2 107.50 usec
PLZ 0.00 dB
PL12 24.00 dB
PL13 24.00 dB
SF02 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.61274B4 MHz
WDH EM
SS8 0
LB 1.00 Hz
GB 0
pC 1.40
/ 10 NMR plct parsmeters
. 1 . ) | . " ) cx 20.00 cm
u * g o m e i n Gk g 4 T A Y Rl F1P 200.000 ppm
: - - Lo F1 20122.55 Hz
- i Fap 0.000 ppm
~ T T T w T T T 7 T T T # T T T ~ T T T _ T T T _ T T T _ T T T _ T T T T T T TN OOO T_N
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Current Data Parameters

NAME hcy-8-44p-0Me
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_. 20051028

Time 17 .30
INSTRUM spect
PROBHD 5 mm GNP 1H/1
PULPROG 2930

0 65536
SOLVENT €hC13

NS 4

0s 1

SWH 8278. 146 Hz
FIDARES 0.126314 Hz
AG 3.9584243 sec
RG 90.5

D 60.400 usec
BE 6.00 usec
TE 294 .8 K

D1 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
==s====== CHANNEL f{ ========
NUC1 1H

P1 9.88 usec
PL1 3.00 dB
SF0O1 400.1324710 MHz

F2 - Processing parameters

SI 32768

SF 400.1300054 MHz
WOW EM

5SB 0

LB 0.30 Hz

GB 0

PC 1.00

10 NMR plot parameters

CX 20.00 cm

CY 9.19 cm

F1P 10.500 ppm
F1 4201 .37 Hz

Fap -0.500 ppm
F2 -200.07 Hz

PPMCM

0.55000 ppm/cm

HZCM 220.07450 Hz/cm
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———158.665

137.849
133.168

—127.256

126.704

—113.417

OMe

77.545
77.228

——— 76.810

75.165

— 55.371
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OSiEt,

— 22.767
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Current Data Parameters

NAME hcy-8-44-0Me
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters

Date_ 20051028

Time 16.05
INSTRUM spect
PROBHD Smm BBO BB-1
PULPROG 2gpg30

0 65536
SOLVENT coci13

NS 1024

DS 4

SWH 24B75.621 Hz
FIDRES 0.379572 Hz
AQ 1.3173236 sec
AG . 1024

Dw 20.100 usec
DE 6.00 usec
TE 300.0 K

01 2.00000000 sec
dil 0.03000000 sec
di2 0.00002000 sec
=========2=== CHANNEL f1 =========
NUC 1 13C

P1 15.25 usec
PL1 3.00 a8
SFO01 100.6237959 MHz
s========s== CHANNEL f2 =========
CPDPRG2 waltz16

Nuc2 1H
PCPD2 107.50 usec
PL2 0.00 dB
PL12 . 24.00 dB
PL13 24.00 dB
SF02 400.1316005 MHz

F2 - Processing parameters

SI 32768

SF 100.6127499 MHz
WNOW EM

558 0

LB 1.00 Hz
GB 0

pC 1.40

10 NMR plot parameters

Cx 20.00 cm
Fip 220.000 ppm
F1 22134.80 Hz
Fer -10.000 ppm
F2 © -1006.13 Hz
PPMCM 11.50000 ppm/cm

HZCM 1457.04863 Hz/cm


Main
2c


-nHh 44 ~

v

~ ~ OSiEt, —
S
C1 Cl

2d
Current Data Parameters
NAME hcy-B8-44p-~C1
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20051028

Time 17.34
INSTRUM spect
PROBHO 5 mm GNP 1H/{
PULPROG 2930

D 65536
SOLVENT cbci3

NS 8

DS 1

SWH 8278. 146 Hz
FIDRES 0.126314 Hz
AQ 3.9584243 sec
ARG 80.5

DwW 60.400 usec
DE 65.00 usec
TE 294 .8 K

D1 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
=s====== CHANNEL f1 ========
NUC1 1H

P1 9.88 usec
PL1 3.00 dB
SFO1 400.1324710 MHz

F2 - Processing parameters

i 32768
P SF 400.1300054 MHz
WOW EM
\ 558 0
[ LB 0.30 Hz
6B 0

PC 1.00
, A h

10 NMR plot parameters

CX 20.00 cm

Cy .19 ¢cm

Fip 10.500 ppm
= @ @ =4 = by o o |3 Fi 4201.37 Hz
[ o)) - o [qV] ~ 8 ~ n Fap -0.500 ppm
m < oy - o o SR F2 -200.07 Hz
= PPMCM 0.55000 ppm/cm

HZCM 220.07150 Hz/cm

_,__;_ ____n.__—__M____._J_|_h‘_—_<,——__<__.____~‘_j~_
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Main
2d


OSiEt,

AN
Cl
Cl
2d .
Current Data Parameters
NAME hcy-B8-44-C1
A OO~ Qv S YRoIoomu o EXPNO 2
2 U388 D88 5 ROIIRSgeSE PROCND '
I aeeLL RRER I 83y I~0cwn F2 - Acquisition Parameters
bl sl o B Sl Date_ 20051028
Time 12.15
INSTRUM spect
PROBHD S mm GNP 1H/14
PULPROG 29pg30
10 63536
SOLVENT CoC13
NS 800
0s 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 1824.6
Dw 20.850 usec
0E 6.00 usec
TE 294.8 K
01 2.00000000 sec
dit 0.03000000 sec
DELTA 1.89999998 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
==azz=== CHANNEL f1 =====s===
NUC1 13C
P1 8.50 usec
PL1 3.00 dB
SFO1 100.6228298 MHz
======== CHANNEL 2 =====c==
CPDPRG2 waltz16
NuCe 1H
pPcPO2 B8.01 usec
pL2 3.00 dB
PL12 22.00 dB
PL13 22.00 cB
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127505 MHz
WOW EM
558 (¢}
L8 1.00 Hz
GB 0
pC 1.40
10 NMR plot parameters
CX 20.00 cm
. ki o cY 12.50 e
) L i gl ol 4 e Fip 219.353 ppm
i Fi 22069.67 Hz
Fe2p -18.995 ppm
——— _ — — e s S U\
ppm 200 179 130 125 100 75 50 25 0 :

HZCM 1199.04077 Hz/cm
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Main
2d


A X
om_mﬂw
X
.
w . Current Dats Paramaters N@
NAME hey8-87nt-p
A} EXPND 1"
3 PADCND 1
Y F2 - Acguisition Parameters
Date_ 20060109
DO Time i7.29
INSTRUM spect
J w PROBHD Smm BBO BA-1
PULPROG z930
¢ 0 65536
SOLVENT coci3
N NS s
bs 2
SKH 8278, 146 Hz
FIDRES 0.126314 Hz
[V} G 3.9584243 ser
S RG 25.4
v D 60.400 usec
) DE 6.00 usec
TE 300.0 K
N [’} 1.00000000 sec
CHANNEL f1
NUCt "
P 7.90 usec
PLL 0.00 a8
SFD1 400. 1324740 MHz
F2 - Processing parsmeters
SI 32768
SF 400. 1300016 MHz
WDW EM
558 0
LB ©.30 Hz
GB [
PC 1.00
10 NMR plot parameters
£x 24.00 cm
F1P 10.500 ppm
Fi 4201.37 Hz
Fep -0.500 ppm
~ F2 -200.07 Hz
' PPMCH 0.45833 ppm/cm
= HZCH 183.39291 Hz/cm

ppm

Integral
g%
mj
CD i
~J
m/

S 33



Main
2e


- OSiEt

"
2e

Current Data Parameters
NAME ncyB-87nt-p
EXPNG 22 .
FROCND t 3112394354917240856 [NV To M ToRoN MU TLAA~N OO OO o m

91400711690919‘13871 0w e oo 31316600558487
F2 - Acquisition Parameters = 0044021984096557666 0w oo~y 49875435720010
Date_ 20080103
msn 17.45 W 3333328776655554444 ™~ ™~ 0w mn 48211997247_/55
INSTAUM spect 4433332222222222222 M~ NS NN N N MmO omou A -
PHOBLD m:__._mmo“m._ 11.1.1.1.1.111.1.111.111.1.1.1.

PULPROG 29pg30
70 65535

SOLVENT juao k]

NS 282

DS

4
SHH 24875.621 Hz
FIDRES 0.373572 Hz
AQ 1.3173236 sec
AB 1024
bW 20.100 usec
3 6.00 usec
TE 300.0 k
01 2.0000000C sec
351 0.03000000 sec
- d12 0.00002000 sec
CHANNEL £1
NuCy 13C
12! 15.25 usec
PLY 3.00 dB
SFD1 100.6237959 MKz
CHANNEL f2
CPOPAB2 walt216
NuC2 iR
PCPo2 107.50 usec
PL2 0.00 d8
PL12 24.00 o8
PLL3 24.00 a8
SFo2 400. 1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6527544 MHz
KO EM
558 [
L8 1.00 Hz
68 L]
PC 1.40
10 NMR plot parameters
cx 24.00 cm
F1p 220.000 ppm
F1 22134.80 Hz
Fap ~10.000 ppm
F2 ~1006.13 Mz

PPMCHM 9.58333 ppm/cm
HZCM 864.20551 Hz/cm
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Main
2e


N K.:) -'éjf_o}-\\}yq

Me-indole-2-CHO, f1

Current Data Parameters

1.112

1.236

Integral

NAME hcy-8-52-ind-2
EXPNO 1
PROCNO 1
F2 - Acguisition Parameters
Date_ 20051110
Time 12.10
INSTARUM spect
PROBHD Smm BBO BB-1
PULPROG zg30
1D 65536
SOLVENT CDhC13
NS 8
0s 2
SWH 8278. 146 Hz
FIDRES 0.126314 Hz
AGQ 3.9584243 sec
RG 18
bW 60.400 usec
DE 6.00 usec
TE 300.0 K
01 1.00000000 sec
s=====s====z CHANNEL f{ ====z=z===:
NUC1 1H
P1 7.90 usec
PL1 0.00 dB
SFO1 400.1324710 MHz
F2 - Processing parameters
51 327568
SF 400.1300016 MHz
WOW EM
558 0
L8 0.30 Hz
GB 0
BC 1.00
10 NMR plot parameters
& cX 20.00 cm
F1pP 10.500 ppm
Fi 4201.37 Hz
Fep ~0.500 ppm
F2 -200.07 Hz
@ S @ oL 9 2 18|12 PPAMCM 0.55000 ppm/cm
-~ (=] o o} o o - HZCM 220.07150 Hz/cm
o - ™ - o ©o| |m|wo



Main
2f


O M~ O W MM~ O~ ~t ~ O g < WO~ WO WO OO
DTORMO~O N~ © DO @ D=—O 0D O & a
a DM ~NOU o OO o NI~ 0o U= D < O
a JAMREIR2Z 8 ~RER Smmmaa I
S e XYNDEe 2 / \ x\ ‘ / \
._ _ - x_ 111?
T T M * _ T T T T _ T T _ T T _ T _ T T T 7T _ T ~4]~JJJ
ppm 200 175 150 125 100 75 50 25

Current Data Parameters

NAME hcy-8-52-ind-2
EXPNO 2
PROCNG 1

F2 - Acquisition Parameters

Date _ 20051110
Time 12. 47
INSTRUM spect
PROBHD Smm BBO 8B-1
PULPROG 2gpg 30
0 65536
SOLVENT coCc1i3
NS 434
0s 4
SWH 24875.621
FIORES 0.379572
AQ 1.3173236
RG 1024
W 20.100
DE 6.00
TE 300.0
D1 2.00000000
d11 0.03000000
di12 0.00002000
=====s====== CHANNEL f1
NuC1 13C
51 15.25
PL1 3.00
SFO1 100.6237959
===sss====== CHANNEL 2
CPOPRG2 waltz 16
Nuc2 1H
pPcPD2 107.50
PL2 0.00
PL12 24,00
PL13 24.00
SFO2 400. 1316005

F2 - Processing parameters

S1 32768
SF 100.6127529
WOW EM
558 0
L8 1.00
GB 0
Pc 1.40

10 NMR plot parameters

Cx 20.00
FiP 220.000
F1 22134.80
Fap -10.000
F2 -1006.13
PPMCM 11.50000
HZCM 1157.04663

MHz

Hz

cm

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm


Main
2f


~— | — | OSiEt, -/

H-pdt

Current Data Parameters
NAME hcyB-95Haut
EXPNO 1
PROCNO 1 )

F2 - Acquisition Parameters

=
<

A S)

ﬂb Date 20060120
n ne”

X

IQ

o

e

Time 12.41
INSTRUM spect
PROBHD Smm BBO B8-1
PULPROG 2930
0 B5336
SDLVENT coc13
NS 4
DS 2
ShiH B278.146 Hz
FIORES 0.126314 Hz
AD 3.9584243 sec
R6 18
[+L 60.400 usec
CE 6.00 usec R
TE 300.0 K
234 1.00000000 sec

CHANNEL 4
NUC1 iH
[} 7.80 vsec
PL 0.00 d8
SFO1 400. 1324710 MHz
F2 - Processing parameters
ST 32768
SF 400.4300016 MHz —AUVU
WDW EM
sse 0
L8 .30 Hz (p]
) 0
PC 1.00
10 NMR plot parameters
cx 24.00 cm .
F1P 10.500 ppm
Fi 4201.36 Hz
Fap -0.500 ppm
F2 -200.07 Hz
PPMCM 0.45833 ppm/cm
HZCK 183.39291 Hz/cm

i

=3 o © =l < [isS s
m ~ o] ~ U Q QWO lIIm
2 ~ (=] [eXR ey )] QW ||~
g o -~ —={{m w (=28 8V A N[ Te]
— <~
T T T T 1T 17T 7 _ LI B B B R B |



Main
2g


Current Data Parameters

NAME ncy8-g5Hpat
EXPND 2
PROCNG 1

F2 - Acquisition Parameters

Date_ 20080320
Tine 12.55
INSTAUM spect
PROBHD Smm 880 BB-i
PULPROG Z9pQe30
0 65536
SOLVENT Cocia
NS 238
[t} 4
SiH 24875.621 Hz
FIDRES 0.379572 Hz
AQ 1.3173236 sec
RG 1149.4
oW 20.100 usec
OE 6.00 usec
TE 300.0 K
154 2.00000000 sec
(.38 0.03000000 sec
d12 0.00002000 sec
CHANNEL 3
Nucy 13C
4] 15.25 usec
PL1 3.00 oB
SFD1 100.6237959 MHz
CHANNEL f2
CPOPAG2 waltz16
NuC2 iH
PCPD2 107.50 usec
PL2 0.00 dB
PL12 24.00 g8
PL13 24.00 o8
SFO2 400. 1316005 MHz
F2 - Processing parameters
ST 32768
SF 100.6127529 MHz
HOW EM
558 0
L8 1.00 Hz
[c:] 0
PC 1.40

10 NMR plot parameters
4

24.00 cm
Fip 220.000 ppm
F1 22134.80 Hz
Fzp -10.000 ppm
F2 -1006. 13 Hz
PPMCM 9.58333 ppm/cm

HZCM 964,20551 Hz/cm

ppm

H-pdt

——130.612
TT—128.506

__— 81.205

__— 77.479

77 . 161
76.844

OSiEt,

36.155
31.793

_/— 31.355

— 29.463

26. 480
22.775
14.241

_— 7.293

5.693
9.671
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Main
2g


OSiEt,

H-pdt
2h

Current Data Parameters
NAME allylcontrolf3

EXPNO 1
PROCNG 1

F2 - Acquisition Parameters
Date_ 20060206

Time 18.07
INSTRUM spect
PAOBHD 5 mm GNP 1H/1
PULPROG 2930

0 63536
SOLVENT cDbci3

NS 3

0s 1

SHH 8278. 146 Hz
FIDRES 0.126314 Hz
A0 3.9584243 sec
RG 35.9

oW 60.400 usec
€ 6.00 usec
TE 294.8 ¥

D1 1.0000C000 sec
MCREST 0.00000000 sec
MCHRK 0.01500000 sec
==mmzwxm CHANNEL f] wemannan
NUC Y 1H

P1 8.88 usec
PL1 3.00 ¢8
SFO1 400.1324710 MHz
F2 - Processing parameters
34 32768

SF 400.1300054 MHz
NOW EM

ss8 4

LB 0.30 Hz
i) o

PC 1.00

1D NMA plot parameters

£x 24.00 cm
cy 9.7 cnm
FiP 10.500 ppm
Fi 4201.36 Hz
Fep -0.500 ppm
F2 -200.07 Kz
PRMCM 0.45833 ppm/cm
HZCH 183.39294 Hz/cm

1.031
1.032
1.000
1.062
1.042

9.807

6.442

% Integral

ppm

[
o
w
m
~J
m
w
I
w
no
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Main
2h


Current Data Parameters
NAME allylcontrolf3
2

OSiEt,

2h

EXPNO
PROCND 1 T OO U ~N Oy [s)] N0
mﬂw%rd,oagd.d.ea @ W mn wn ~— o~ Al
F2 < Acquisttion Parameters = T O MM~ MM L M)~ 0o Mo S o ‘I. Al. ~t
Date_ 20060206 a . . . . . . . . . - . . . .
Time 18. W NNOODNMNSNN WO WO NS~~~ N n ~ 0 0
et o e T MO NN N NN N <
" PROBHD 5 mn GNP /1 TS T ST o T T e
PULPRDG 2gpg30
0 B5538
SOLVENT €oc1a
NS 65
bs 4
ShH 23980.614 Hz
FIORES 0.365518 Hz
AG 1.3664756 sec
RG 1625.5
oW 20.850 usec
DE 6.00 usec
TE 284.8 K
3] 2.00000000 sec
dit 0.03000000 sec
DELTA 1.B9999998 sec
MCREST 0.00000000 sec
HCWAK 0.04500000 sec
cmmmssun CHANNEL f] s=mmasws
NUC3 13C
Pi -B.50 usec
PLy 3.00 o8
SFO1 100.6228296 NHz
wenmware CHANNEL {2 mammssum
CPOPRG2 waltzib
Nuc2 iH
pcea2 88.01 usec
L2 3.00 ¢B
PL12 22.00 48
PL13 22.00 d8
SFO2 400, 1316005 MHz
F2 - Processing parameters
§1 32768
SF 1086127505 MHz
oW EM
558 [
LB 1.00 Hz
GB 0
PC 1.40
1D NMA plot parameters
[»4 24.00 cm
cY 2.29 cm
Fip 219.353 ppm
Fi 22069.67 Hz
Fop -18.885 ppm
Fz -1911.15 Hz
PPMCM 9.93115 ppm/cm
HZCH 989.20062 Hz/cm
| _ _ Il _ _ ,
t % u r ™ - T ™ - T _. N e 1 T
T T T T T T T I T T T I T T T T T T T T T _ _ T ~ J T T T * T u[j!qll_lcwa
ppm 200 180 160 140 120 100 80 60 40 20 0
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Main
2h


Current Data Parameters

NAME hcyB-32phde-Ap
EXPND 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20060208

Time 13.04

INSTRUM spect

PROBHD Smm BBO BB-1

PULPAOG 2930

0 65536

SOLVENT cocl3

NS ]

0s 2

SWH 8278.146 Hz

FIDRES 0.126314 Hz

AQ 3.9564243 sec

RG 574.7

oW 60.400 usec

DE 6.00 usec

TE 300.0 K

D1 1.00000000 sec
CHANNEL f1

NUC1 1H

P1 7.90 usec

PL1 0.00 d8

SFO1 400, 1324710 MHz

F2 - Processing parameters

51 32768

SF 400.1300016 MHz
WOW EM

558 0

LB 0.30 Hz
GB [

PC 1.00

10 NMR plot parameters
Cx

TES deprotection

Apdt

OH

3h (TES group deprotected)

24.00 cm
FiP 10.500 ppm
F1 4201.36 Hz
Fazp -0.500 ppm
F2 -200.07 Hz
PPMCM 0.45833 ppm/cm
HZCW 1B3.392391 Hz/cm

n . "
o

— \A_. W) O~
m ||~ v [9¥]
& DD
@ M ioMm
P - - P
5 MU et ]

0.9683

ppm 10
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Main
3h (TES group deprotected)


OH

M ners-snce-np 3h (TES group deprotected)
2

EXPND
FROCNO ! oy} T WSO NN =M Do mo ts)
o OO WO ST WU NSO Qo O W0 [w)]
F2 - Acquisition Parameters = s} oMM MO OuU o oMM ) — O O poiy
Date_ 20060208 o . e e e T e e T
Time 17.48 a o o Oy O @ W~ w0 oy M~ M~ 0 W o)
INSTRUM spect ig] A s AV o VAN aVENQ VR a VAN QVINE P~ ™~~~ m
PROBHO  Smm BBO BB-1 ~ DA A A A A
PULPROG 2gpg30
0 65536
SOLVENT coci3
NS 1737
DS 4
SHH 24875.621 Hz
FIORES 0.379572 Hz
AQ 1.3173236 sec
RG 1149.4
DH 20.100 usec
DE 6.00 usec
i3 300.0 K
01 2.00000000 sec
o1 0.03000000 sec
012 0.00002000 sec
CHANNEL 1
NUCH 13C
Py 15.25 usec
PL1 3.00 9B
SFO1 100.6237953 MHz
CHANNEL 2
CRDPRG2 waltz18
nuce 1H
PCPD2 107.50 usec
L2 0.00 a8
PL12 24.00 0B
PL13 24.00 0B
SFo2 400. 1316005 MHz

F2 - Processing parameters

SI 32788
SF 100.6127528 MHz
WOW EM
558 o
LB 1.00 Hz
GB 0
PC 1.40

10 NMR plot parameters

cx 24.00 cm
F1p 220 000 ppn
F1 22134.80 Hz
FeP -10.000 ppm
F2 -1008.13 Hz
PPMCM 9.58333 ppm/cm
HZCM 964.20551 Hz/cm

T T EE T

7 i T T 7 I i T ; ' i T i T i T i T g |

ppm 200 180 160 140 120 100 80 60 40 20 0
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Main
3h (TES group deprotected)


Current Data Parameters

NAME ncyB-g8Haut
EXPNQ 1
PACCND 1

F2 - Acauisition Parameters
Date_ 20060122
Time 14.39
INSTRUM spect
PROBHD Smm BEO 88-1
PULPROG 2930

T0 65536
SOLVENT sl k)

NS £l

0s 2

SHH 8278.148 Hz
FIDRES 0.126314 Hz
AQ 3.95B84243 sec
ARG 20.2

oW 60.400 usec
0E 6.00 usec
TE 300.0 K
D1 1.00000000 sec
erwxzsmzzmam CHANNEL ] =emessmxmzsex
NUCH 1H

Ps 7.90 usec
Ly 0.00 d8
SFDY 400. 1324710 MHz
F2 - Processing parameters
SI 327688

SF 4001300018 MHz
Wow EM

558 4

La 0.30 Hz
GB o

PC 1.00

10 NMA plot parsmeters

x 24.00 cm
F1P 10.500 ppm
F1 420138 Hz
Fep ~0.500 ppm
F2 =200.07 Hz
PPMCM 0.45833 ppm/cm
HZICH 183.3929¢ Hz/cm

: Integral
b=

bpm

b.762
1.488
2.105

H-pdt MeO

0.996
-
1.000
3.136
1.027
1.003
10 .456

~
o
w
EaN
w
no
[

6.433

ﬁ
j
/
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Main
2i


Curcent Data Parameters

NAKE hcyB-98Hpat

EXPNO 2

PROCND 1

F2 - Acquisition Parameters

Date_ 20060122

Time 14.43

INSTRUM spect

PADBHD Smm BB0 BB-1

PULPROG zgpg30

™ 65536

SOLVENT coci3

NS 93

bs 4

SWH 24875.621 Hz

FIDRES 0.379572 Hz

A0 1.3173236 ser

RG 1024

O 20.100 usec

DE 6.00 usec

TE 300.0 K

b1 2.00000000 sec

411 0.03000000 sec

dgi2 0.00002000 sec
CHANNEL £1

NUCY 13C

P 15.25 usec

PLE 3.00 0B

SFO1 100.6237959 MHz
CHANNEL t2

CPOPRGZ walkz1b

NUC2 1H

PCPD2 107.50 usec

PL2 0.00 dé

PL12 24.00 gB

PLI3 24.00 0B

SFO2 400.1316005 MHz

F2 - Processing parametecs

SI 32768

SF 100.6127529 MHz

WOwW EM

858 o

La 1.00 Hz

6B 0

PC 1.40

10 NMA plot parameters

cx 24.00 cm

F1p 220.000 ppm

F1 22134.80 Hz

F2p -10.000 ppm

F2 -1006.13 Hz

FPMCM 9.58333 ppm/cm

HZEM 964.20551 Hz/cm

ppm

——158.967

138.050

—/—137.655

132.265
128.741

127 . 466
127 .287
127.203
126.295

TT~—113 694

77.699

_— 77.381

77.064
75.043

55.366

Ph

MeO

7.130

TT— 5.165:

45.069

S

100
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Main
2i


er b P oy

Current Data Parameters

NAME hcyd-99-Hpdt
EXPND 1
FROCND 1

F2 - Acquisition Parameters

Date_ 20060126
Time 15.56
INSTRUM spect
PAOBKO Smm BBO BB-1
PULPROG 2930
™ 65536
SOLVENT CoC13
NS 3
o3 2
SWH B278.146 Hz
FIDAES 0.326314 Hz
AQ 3.9584243 sec
RG 20.2
oW 60.400 usec
0E 6.00 usec
TE 300.0 K
b1 1.00000000 sec
CHANNEL 1
NUCY H
P1 7.90 usec
PLY . 0.00 dB
SFO1 400.1324710 MHz
F2 - Pracessing parameters
sI 32768
5F 400.1300016 MHZ
WOW EM
558 0
LB 0.30 Hz
GB [
PC 1.00
1D NMA plot parameters
3 24.00 em
Fip 10.500 pom
F1 4201.36 Hz
. Fep -0.500 ppm
F2 -200.07 Hz
PPMCM 0.45833 ppm/cm
HZCM 183.33291 Hz/cm
e
[
=4
%)
]
=
—
T T I T
ppm 10

—

.1140
1.0446
9690

3.2368
5.

1
1

1339

.5549

1

H-pdt

1.0448
1.0898

1.0000

a
I
w

\\\Lflrlr\)L%}l}

2.1599
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Main
2j


Current Data Parameters

NAME hcy8-89-Hpat

EXPNO 2

PAOCNO 1

F2 - acquisition Parameters

Date_ 20060126

Time 16.40

INSTAUM spect

PROBHD Smm 880 BB-1

PULPROG 9p930

™ 65536

SOLVENT coci3

NS 772

DS 4

SHH 24B75.621 Hr

FIORES 0.379572 Hz

AQ 1.3173236 sec

RG 1024

oW 20.100 usec

DE 6.00 usec

TE 300.0 K

D1 2.00000000 sec

a1 0.03000000 sec

d12 0.00002000 sec

AEsazEamEmam ﬂ:»ZZNF f| ==saz==aercmx

NUCH 13C

P1 15.25 usec

PLY 3.00 08

SFOt 100.6237958 MHz
CHANNEL f2

CPOPAG2 waltz16

NuC2 1H

PCPDR 107.50 usec

PL2 0.00 08

PL12 24,00 08

PL13 24.00 d8

SFo2 400.1316005 MHz

F2 - Processing parameters

SI 32768

SF 1006127628 MHz

HWOW EM

SSB o

L8 1.00 Hz

68 o

PC 1.40

10 NMA plot parameters

cx 24.00 cm

FiP 220.000 ppm

Fi 22134.B0 Hz

Fa2p ~10.000 ppm

F2 =1006.33 Hz

PPHCM 9.58333 ppm/cm

HZCM 964.20557 Hz/cm

ppm

142.858
137.865
133.427
133.065

S

132.365
128.645

128.137

WI]I!JJ’l?I,.’A’JJJJ]‘4’fT[JI‘
ppm 200 180 160 |

40

28.048
27.893

127.140

~

126.099
125.723
124.559

126.214

-~

77.551
77.233
76.915
75.448

N

—

120

100

80

44.851

60

40

7.040

TT— 5.061
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Main
2j


N

TN - 0P AN < p - W

OH

S 47

TES deprotection, Apdt

Current Dats Parameters Q,
NAME heyB-104de-Apd : v
EXPNO 1 w,_ A‘Hmm group Q‘O_QHOﬂOO_“@
PROCNG 1
F2 - Acquisition Parameters
Date_ 20060202
Time 17.33
INSTRAUM spect
PROBHD Smm 880 BB-1
PULPAGG 2930
o 65536
SOLVENT COoCt3
NS 7
0s 2
SWH 8278.146 Hz
FIDRES 0.126214 Hz
Ad 3.9584243 sec
RG 456.1
oW 60.400 usec
DE 6.00 usec
TE 300.0 Kk
01 1.00000000 sec

CHANNEL f1
NUCY 1H
3] 7.90 usec
PLY 0.00 d8
SFO1 400.1324710 MHz
F2 - Processing parameters
sI 32768
SF 400.1300016 MHz
HOHW M
ss8 0
LB 0.30 Hz
GB 0
PC 1.00
10 NMR plot parameters
X 24.00 cm
F1p 10.500 ppm
F1 4201.36 Hz
Fap ~0.500 ppm
F2 ~200.07 Hz
PPMCM 0.45833 ppm/cm
HZICH 183.39291 Hz/cm

\ I

—~ NSl jo|w ooy (] [ §Y
© Mo ~—i@ O un (220 E (s} <
5, [ Tlo|(~< olo| o 0|0 ™M
@ =g o oo (@] ol |lo (@]
-~ . . L 5
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Main
3j (TES group deprotected)


Current Data Parameters

NAME heyB-104oe-apa

EXPNO 2

PAROCNO 1

F2 - Acquisition Parameters 1=
Date _ 20060203 (=%
Time 17.57 a
INSTRUM spect

PROBHD Smm BBO BB-1

PULPROG 29pg30

10 65536

SOLVENT cocr3

NS 2463

os 4

ShH 24875.621 Hz

FIDRES 0.379572 Hz

AQ 1.3173236 sec

RG 574.7

Dw 20.100 usec

23 6.00 usec

TE 300.0 K

D1 2.00000000 sec

B3] 0.03000000 sec

d¢12 0.00002000 sec

mressxwsess CHANNEL f1

NUCY 13C

P1 15.25 usec
PLY 3.00 a8
5FD1 100.6237959 MHz
SrEEEsEwaswe nx»ZZm_' f2 wamsazsexzzans
CPOPRG2 waltz16
NUC2 H
PCPD2 107.50 usec
P2 0.00 g8
PLI2 24.00 a8
PL13 24.00 oB
SFp2 400.1316005 MHz

F2 - Processing parameters
81

32768
SF 100.6127529 MHz
WOW EM
558 [+
LB 1.00 Hz
6B 0
PC i.40

10 NMR plot parameters
cx

24.00 cm
F1pP 220.000 ppm
F1 22134.80 Hy
Far ~10.000 ppm
Fe ~1006.13 Hz
FPHCM 9.58333 ppm/cm
HZCM 864.20551 Hz/cm

3j (TES group deprotected)

39.268
33.424
133.277
128.397
128.558

128.211

S O
~ ~
1 oy
[olNe)]
v <
~t

S

139.370
127.880
126.395
126.359
126.215
125.969
124.846
112.791
77.511
77.397
77.193
76.876
39.212

—/—
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L4 P

A\ 4__.1 s v}v ﬂlrl“‘i h

Me-indo-2-CHO AllylPh

Current Data Parameters
NAME hcyB-700e-Hpdt

coupling, H pdt deprotection

0.9644
1.09891

EXPNO 1
PROCND 1
F2 - Acquisition Parameters
Date 20051210
Time {2.45
INSTRUM spect
PROBHD Smm BBO BE-1
PULPROG 2930
0 65536
SOLVENT cocl3
NS 5
0s 2
SHH 6278.146 Hz
FIDRES 0.126314 Hz
AG 3.9584243 sec
ARG 287.4
O 60.400 usec
DE 6.00 usec
TE 300.0 x
i3} 1.00000000 sec
CHANNEL f1
NUCH 1H
P1 7.90 usec
PLY 0.00 g8
SFD4 400.1324710 MHz
F2 - Processing parameters
SI 32768
SF 4004300036 MHz
WOW EW
S58 1]
LB 0.30 Kz
GB 0
PC 1.00
1D NMA plot parameters
X 24.00 cm
FiP 10.500 ppm
F1 4204.36 Hz
Far ~0.500 ppm
F2 -200.07 Hz
PPMCM 0.45833 pom/cm
HICH 183.39291 Hz/cm
- Wi~1l= 1Moy ‘\QJ
o VIo|lolo|io
& N imisio|ls
@ Donn|io ~O
S olaim|m| e«
Jlﬂliﬁ_q_«%;ﬁa_*_g__‘_,_ﬂﬁ‘ﬁjﬂl,l]!,ﬁ_,_,
ppm 10 9 8 7

N ~ “Ph
I oH

2k (TES group deprotected)

3.0200
0.2631
1.0674
0.6808
0.9353
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Curcent Dats Parameters
NAME hcyB-70de-Hpat

EXPRO 2
PROCND 1 O DO ~ — DD~
= OO N T MO ~ I~
F2 - Acquisition Parameters = UM~ uo~ O oMo
Date_ 20051210 [a% N . N M N : : " : N
Tine 12.49 a @I TS~ 00
INSTAU spect IV
PROBHD Smm BBD BB-1
PULPROG 29pg30
™ 65536
SOLVENT €pel13
NS 651
0s 4
ELL 24875.621 Hz
FIDRES 0.379572 +z
AQ 1.3173236 sec
RG 645.1
203 20.100 usec
DE 6.00 usac
TE 300.0 K
01 2.00000000 sec
diy 0.03000000 sec
012 0.,00002000 sec
CHANNEL f1
NUCE 13c
Pi 15.25 usec
P 3.00 oB
SFOt 100.8237959 MHz
CHANNEL #2
CPDPAG2 waltzi6
NuC2 1H
PCPO2 107,50 usec
PL2 0.00 08
PL12 24.00 o8
PL13 24.00 o8
SFo2 400. 1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127529 MHz
WOR EM
§s8 0
L8 1.00 Hz
8 0
PC 1.40
10 NMR plot parameters
cx 24.00 cm
Fip 220.000 ppm
Fi 22134.80 Hz
F2p -10.000 ppm
F2 -1006.13 Hz
PPMCH 9.58333 ppm/cm
HICM 964.20551 Hz/cm
uld ol b b s i kL g '
! ﬁ i im i : L | o nllwds 1
! T T T T Jr_ T T T T T T
ppm 200 180 160 140 120

122.056
120.961
119.768
109.320

N\

—— 99.376

77.521
77.203
76.886

66.921

2k (TES group deprotected)

40.166

OH

— 30.353

=

100 80 40 20
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Main
2k (TES group deprotected)


‘ ! oH
Cy2PPh f9 deprotection, f6

Current Data Parameters
e neye-oicy 136 3k A‘H,mm group Q‘Q_QHOHOO_”@QV
PROCND

1

F2 - Acquisitjon Parameters

Date_ 20054212
Time 14.52
INSTRUK spect
PAROBHD Smm BEO BB-1
PULPROG 2930
0 65535
SOLVENT coc13
NS 12
bs 2
ShH 8278.146 Hz
FIDRES 0.126314 Hz
AQ 3.5984243 sec
A6 181
oW 60.400 usec
13 6.00 usec
TE 300.0 K
01 1.00000000 sec

CHANNEL f1
NUCY "
Py R 7.50 usec
PLY 0.00 0B
5F04 400.1324710 MHz
F2 - Processing parameters
51 32768
SF 400.1300016 MHz
NOW EM
SsB a
LB 0.30 Hz
68 0
PC 1.00
10 NMA plot parameters
3 24.00 ¢m
FiP 10.500 ppm
Fi 4201,36 Hz
Fep ~0.500 ppm
f2 -200.07 Hz
PPMCM 0.45833 ppm/cm
HZCM 183.39281 Hz/cm

A i Alb;*lllbllllgrl|u»Au|||||||)|||||1.|||n»||L;ﬁls;rs>>>:xnlntxlllrjlrr¢v<||>r|1||||‘r1||l»4||;:|1|||;||»>11\1‘|1|1||l||||||4||x(|||xA|||¢|||r|||
— o2} DO w ojlNIwl@ N @I m ~ [
a [q¥] mm ~ O ~|m [{s)on)RtelNw] (@)] ul
= o [S20Re¥ o oo |m QMM |~ o ~
mm 1 olm -t = MO~ ~ (e}
~

—
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3k (TES group deprotected)


Current Data Parameters
NAME hry8-70dcyt9-6
EXPND 2
PROCNO 1

F2 - Acauisition Parameters

ek _ 20059212
amﬂ 15.01

I UM spect
PROBHD Sem BBO BB-9
PULPAOG 20pg30

0 §5536
SOLVENT cocl3

NS 593

08 4

SWH . 24875.621 Hz
FIDRES 0.379572 Hz
A0 1.3173236 sec
RG 1625.5

L] 20.100 usec
DE 6.00 usec
1€ 300.0

01 2.00000000 sec
a3 0.03000000 sec
d12 0.00002000 sec
............ CHANNEL 1 =amammxmzmaxs
NUCY 13C

1 15.25 usec
PLY 3.00 uB
SFOt 100.6237959 MHz
............ CHANNEL (2 suxeamazsmzasx
CPOPRG2 waltzi6

NuC2 H
PCPD2 107.50 usec
P2 0.00 dB
PLE2 24.00 0B
PLI3 24.00 o8
SFo2 400.1316005 MHz
F2 - Processing parameters
S1 32788

SF 100.6127529 MHz
HDW EM

558 o

La 1.00 Hz
GB 0

PC 1.40

10 NMR plot parameters

[ 4 24.00 cm
Fip 220.000 ppm
F1 22134.80 Hz
Fap -10.000 ppn
F2 -1006.13 Hz
PPMCH 9.56333 ppm/cw
HZCH 964.20551 Hz/cm

148.669
139.626
139.078
138. 405
129.426
129.284
128.766
128.5398

126.748
126.529
126. 424
122.042
120.963
119.725
113.198
109.320
101.450

o

77 .522
77.204

76.887
—— 69.611

T \\4{v\Alﬂ\1|[41|l\4ll|lﬂ|!\l41ll\41V\JJIIV\Qlilr&ﬂllr\#l\JIJJlr\qr\\<|7vl\\

60

3k (TES group deprotected)

40.225

\
N
!

—— 30.292

OH

20

Ph
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3k (TES group deprotected)


T b PR

MeO O

H pdt TES deprotection N

Current Data Parameters OI O
NAME hcyB-97ce-Hpat
EXPNO 1
PROCND 1

21 (TES group deprotected)

F2 - Acquisition Parameters

Date_ 20080123
Tire 15.38
INSTRUM spect
PADBHO Smm BBD BA-1
PULPROG 2930
T0 65536
SOLYENT coca
NS 5
ps " 2
SWH B278.146 Hz
FIDRES 0.126314 Hz
AD 3.95B4243 sec
RG 181
oW §0.400 usec
DE 6.00 usec
TE 300.0 K
Dy 1.00000000 sec

CHANNEL f4
NUCY 1H
Pt 7.90 usec
PLY 0.0p oA
SFOt 400.1324710 MHZ
F2 - Processing parameters
SI 32768
SF 400.1300016 MHz
WOW EM
588 0
LB 0.30 Hz
&8 0
fC 1.00
1D NMR plot parameters
[ 24.00 cm
Fip 10.500 ppm
F1 4201.36 Hz
Far -0.500 ppm
F2 =200.07 Hz
PPMCM 0.45833 ppm/cm
HZCM $83.39291 Hz/cm

S

— == m L ™~ [l el o Ig] ~ v/%/ o
o (o] Ns0] o o)) ooy S — o I~ &
S ~ < )] o] 0o oS ~ m —t <
© S|~ m o ~ | o ~ o ~ o
S VA KV -~ a - -t au ™ 2~ ~1
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Main
2l (TES group deprotected)


77.523
77.410
77.205
76.888
73.124

S’
Curcent Data Parameters
NAME hcyB-97de-Hpdt
EXPND 2
PROCNO 1 ™ w O~~~ D
P~ gV} Moo Mmin o

F2 - Acquisition Parameters I ~t ~t O~ (UM~ < [an]
Date_ 20060123 f= . . . - - N . . N .
Time 15.41 a w =] DT NOMN~NM~NM m
INSTAUM spect [fe] n MOMOMOMNN NN —
PROBHD  Smm BBO Bg-1 o - PR
PULPROG zgpg30
k) 65536
SOLVENT €oel3
NS 179
DS 4
ShH 24875.621 Hz
FIDRES 0.379572 Hz
AR 1.3173236 sec
ARG 1024
oW 20.100 usec
3 6.00 usec
TE 300.0 K
1} 2.00000000 sec
(38} 0.03000000 sec
di2 0.00002000 sec

CHANNEL f1
NuCy 13c
141 15.25 usec
PLY 3.00 98
SFO{ 100.6237959 MHz

CHANNEL 2
CPDPAG2 waltz16
NUC2 1K
PCPD2 107.50 usec
pL2 0.00 o8
PL12 24.00 dB
PL13 24.00 o8
SFO2 400. 1316005 MHz
F2 - Processing parameters
SI 32788
SF 100.6127529 MHz
WOW EM
558 [}
L8 1.00 Hz
68 0
PC 1.40
10 NMA plot parameters
Tx 24.00 cm
FiP 220.000 ppm
Fi 22134.80 Hz
4 ~$0.000 pgm
F2 =1006.13 Hz
PPMCM 9.58333 ppm/cm
HZCM 964.20551 Hz/cm

i " d wi A 4 1 Ll t "
il i i { TV W i 1 Pl | N

Wlﬂ’ T T _ T _ T _ \_| T T _ T jj
ppm 200 180 160 140 120 100

MeO 'e)

OH )

21 (TES group deprotected)

——— 55.410
—— 42,328
T 39.724
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Current Dats Parameters

A-pdt

2.0475
2.0119

MeO

0.9959_—
1.0060
4.0305

1.0913

OSiEt,

31

9.2524

NAME hey8-113-Apdt
EXPNO 1"
PROCNC 1

F2 - Acquisition Parameters
Date_ 20080210
Time 18.23
INSTRUM spect
PACBHD Smm BBO BB-1
PULPROG 1930

A 65536
SOLVENT coc13

NS 4

DS 2

SWH 8278. 146 Hz
FIDRES 0.126314 Hz
AQ 3.9584243 sec
RG 128

<[] 60.400 usec
3 6.00 usec
TE 300.0 K

D1 1.00000000 sec
=xmmmasmnsaz CHANNEL f] ==ass=weszc=s
NUC1 1H

[} 7.80 usec
PL1 0.00 9B
SFO1 400. 3324710 MHz
F2 - Processing parameters
s1 32768

SF 400, 1300016 MHz
WON EM

sse 4]

[4:] 0.30 Hz
G8 0

PC i.00

1D NMR plot parameters

cx 24.00 co
FiP 10.500 ppm
F3 4201.36 Hz
F2p -0.500 ppm
F2 ~200.07 Hz
PPMCM 0.45833 ppm/cm
HZCH 183.38291 Hz/cm
o

c

o

@

pE)

c

i

L e ‘ [ A
ppm 10

6.1482
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OSiEt,

- A-pdt

Current Data Parameters _Smo
NAME ncyB-113-Apot w_
EXPNO 22
PROCND ! @© ~ w0 = ™~ O <0 0w o N O oy ~ o o] d o~
F2 - Acguisition Parameters = M % :‘.wv ” nAuﬂu aﬂ m %q._ % % _le N ﬂn..m m % M.._ 0 o w
Date_ 20080210 a : ? . RSt . A ! ™~ oo
Time 18.26 o 0] [ae] a 0N Mg M~SM M < [ N L Te ] Te] I~ [a)) N~ <
INSTRUM spect w n ~ M mmoy g =~ [N N AN A Tyl ™ V]
PROBHU  Smm BB0 BA-1 = ~ - DA AR AR A =
PULPROG 79030
™ 65536
SOLVENT coci3
NS 127
0s 4
SHH 24875.621 Hz
FIDRES 0.379572 Hz
AD 1.3173236 sec
RS 1024
2} 20.100 usec
DE £.00 usec
TE 300.0 X
D1 2.00000000 sec
dai 0.03000000 sec
d12 0,00002000 sec

CHANNEL F1
NUCt 13C
P1 15.25 usec
PLL 3.00 oB
SFO{ 100.6237959 MHz

CHANNEL f2 .
CPOPRG2 waltzib
NUC2 {H
PCPD2 107.50 usec
PL2 0.00 ge
PL12 24.00 48
PL13 24.00 ¢8
SF02 4001316005 MHz
F2 - Processing parameters
34 32768
SF 100.6127506 MHz *
WOW EM
558 1}
L8 1.00 Hz
68 [}
L 1.40

10 NMR plot parameters .

[ 24.00 cm
FiP 220.000 opm

F1 2213480 Hz

F2r -10.000 ppm

F2 -1006.13 Hz
PPMCM 9.58333 ppm/cm
HZCH 964.20544 Hz/cm

ppm 200 180 160 140 120 100 80 60 40 20 0
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Me OSiEty
2m
N
T}
(7p]
_ T ‘ T _ L _
10 ] 8 7 6 5 2 1 ppm
vy Y w e - e
3.53 1.53 1.22 20.27
1.10 1.00 2.14 6.32


Caramel_Machiato
-S41-

Main
2m

Main



Me J\/Ii
Me Om_mﬁw

2m

S 58
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Caramel_Machiato
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Main
2m

Main



OSiEt;

3m

SNO50726 allylic alcohol

Intedral
4.0952
1.0923

1.0044
1.0000
1.0020

3.1640

6.2945
6.1869

Current Data Parameters

NAME SN726-all-H
EXPNO 1
PROCNO 1

Fe2 - Acquisition Parameters

Date_ 20050722
Time 21.51
INSTRUM spect
PROBHD 5mm B80 BB-1
PULPROG 7930
0 65536
SOLVENT COC13
NS 8
Ds 2
SWH 8278. 146
FIDRES 0.126314
AQ 3.9584243
RG 32
DW 50.400
DE 6.00
TE 300.0
D1 1.00000000
============ (HANNEL f1
NUC4 1H
P1 7.90
PL1 0.00
SFO1 400.1324710

F2 - Processing parameters

SI 32768
SF 400.1300056
WDW EM
558 0
LB 0.30
GB 0
PC 1.00

10 NMR plot parameters

CX 20.00
F1P 10.000
F1 4001.30
Fep = 0.000
F2 0.00
PPMCM 0.50000
HZCM 200.06500

MHz

Hz

cm
ppm

Hz

ppm

Hz
ppm/cm
Hz/cm


Caramel_Machiato
-S35-

Main
3m

Main



SN050726 "allylic alcohol

Current Data Paraneters

OSiEt3 NAME SN726-311-C
EXPNO 1
PROCNO '

F2 - Acgquisition Parameters

Date_ 20050722
Time 21.83
3m INSTAUM spect
PROBHO Smm BBO BB-1
PULPROG 79pg30
TO 65536
SOLVENT COC13
NS 159
. . DS 4
SWH 25125.629 Hz
FIDRES 0.383387 Hz
. AQ 1.3042164 sec
RG 8192
DW 19.9800 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
di11 0.03000000 secO
12 0.00002000 sec©
n
====ss====== CHANNEL fl ======s====
NUC1 13C
P1 15.25 usec
PL1 3.00 dB
SFO1 100.6237959 MHz
============ CHANNEL {2 =s==s=======
CPDOPRG2 waltz16
’ NUC2 1H
PCPO2 107.50 usec
pPL2 0.00 dB
PL12 24.00 dB
PL13 24 .00 dB
SFO2 400. 1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127499 MHz
WOW EM
SS8 0
LB 1.00 Hz
GB 0
PC 1.40
10 NMR plot parameters
Er‘i CX 20.00 cm
e F1P 200,000

ppm
L : - . F1 20122.55 Hz
. FepP 0.000 ppm
r T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T ! MMZOZ 0 cmmwm Hz y
| . ppm/Ccm
ppm 180 160 140 120 100 80 60 40 €0 HZCM 1006. 12744 Hz/cm


Caramel_Machiato
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Main
3m

Main



)Q(}? "8“ )\7M

a

7
vl

Current Data Paramsters

NAME hcyB-90php
EXPND 1
PACCNO 1

F2 - Acquisition Parameters

Date_ 20060113

Time 12.01

INSTRUM spect

PROBHD Smm BED BE-1

PULPROG 2930

T0 65536

SOLYENT coct3

NS 8

bs 2

SWH 8278.146 Hz

FIDRES ©.126314 Hz

AQ 3.9584243 sec

A6 14.3

2L} 60.400 usec

0E 6.00 usec

TE 300.0 K

D1 1.00000000 sec
CHANNEL f1

NUC1 1H

P1 7.90 usec

PLY 0.00 98

SFO1 400.1324710 MHz

F2 - Pracessing parameters

51 32768

SF 400,1300016 MHz

WOW EM

558 [

La 0.30 Hz

G8 0

PC 1.00

10 NMR plot parameters

[ 24.00 cm

(314 10.500 pom

F1 4201.35 Hz

For : -0.500 ppm

Fe -200.07 Hz

PPMCM 0.45833 ppm/cm

HZICM 183.39291- Hz/cm

©

c

o

@

i)

c

=

ppm 10

OSiEt,
2n

~lcy ™~ o wlm oo w <
~| @ -~ o oSl < im ~ o
ol ™ S Q0 1Te] [« Nyl oY 0
< | d <) > olo o o =)
njo ~ ~t ~t | auley o w0
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Current Data Parameters

& Ph

OSiEt;
2n

NAME ncy8-90anp
EXPNO 2
PROCND ! ™~ T Mo~ w0 —- T O © o o o] 0 @
~i DO NN = m 0O T v Ww @ M~ (=] w0 cy

F2 - Acquisition Parameters I3 as] N oo <o Loy om [e)] (=)} o a o
Date_ 20060113 - s e - C e e - - - .
Time 12.04 an ) [ o I L N {o IRV Y N~ O Wm [e))] n) e} w0 n
INSTRUM spect < M U NN Yoy P~ S~ [3p] oV} ~
PACEHD Smm BBO BB-{ - MR A
PULPAOG 29pg30
™ 65536
SOLVENT £oc13
NS 154
05 4
SHH 24875.621 Hz
FIDRES 0.379572 Hz
A0 1.3173236 sec
RG 1024
oW 20.100 usec
DE 6.00 usec
TE 300.0
138 2.00000000 sec
att 0.03000000 sec
612 0.00002000 sec

CHANNEL f1
NUCE 13c
P 15.25 usec
PL1 3.00 @B
SFOt 100.6237959 MHz

CHANNEL f2
CPOPRS2 waltzig
nucz 1H
PCPO2 107.50 usec
2 0.00 d8
pL12 24.00 0B
PL13 © 24.00 a8
SFo2 400. 1316005 MHz
F2 - Processing parameters
3 32768
5F 400.5127528 MHz
HOW EM
558 o
[&:] 1.00 Hz
] 0
FC 1.40
10 NMA plot parameters
[#3 24.00 cm
F1P 220.000 ppm
F1 22134.80 Hz
Fap -10.000 ppm
F2 -1006.13 Hz
PPMCM $.58333 ppm/cm
HZCM 964.20551 Hz/cm

) '
| . I L : i | 1

jj T T T T fjJ'JJJJ’J!J}ji"J
ppm 200 180 160 140 120 100 80 60
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e
%
L)
7
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Current Data Parameters

NAME hcyB-B2pEt
EXPNO 1
PROCNG 1

F2 - Acquisition Parameters

Date_ 20060104

Time 17.00

INSTRUM spect

PRDBHD Smn BA0 BA-1

PULPROG 2930

™ 65536

SOLVENT cocl13

NS 5

0s 2

SWH 8278, 146 Hz

FIDRES 0.126314 Hz

A0 3.9584243 sec

RG 16

o 60.400 usec

DE 6.00 usec

TE 300.0 K

D1 1.00000000 sec

wmmmussmazex CHANNEL f{ sxassamwzsaxz

NUCY 1H

Pt 7.90 usec

PL1 0.00 d8

SFO4 400.1324710 MHz

Fz - Processing parameters

S 32768

SF 400.1300046 MHz

WOW EM

558 ]

LB 0.30 Hz

&8 0

PC 1.00

1D NMA plot parameters

cx 24,00 cm

F1P 10.500 ppm

F1 4201.36 Hz

Fap -0.500 ppm

F2 -200.07 Hz

PPMCM 0.45833 ppm/cm

HICM 183.39291 Hz/em

E 0
5 0
] m
) .
S tn

1.3906

0.3035
0.3052

1.3101

OSiEt,

30

1.0000

2.0755

20

4.0766

OSiEt,

s8]
S
[aw]
[an)
~

2.9173
8.9869
2.0639
5.7662
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& | | o OSiEt

OSiEt; -
@\f\/@ @M/\/O
S

30 20
Current Data Parameters .
NAME hey8-gzpet
EXPND 2
PROCKo ! Nowauoon~n~Nwmoo o, DU T Moo VDSV QUL UNDO M — o
Do~ al M mm JUoas—omoocnonaomI
f2 - scquisition Parameters e NNOooOONNoO O OO W DN o@D o YSONooorN S Tuomay
Date 20060104 . . . . . . . . . . - . - . . . . . . . . . . . . . . .
Time 17.03 m.. 541618866667 N~ O an 087229877567655
INSTRUM spect I I T OO N A Q] — M~ N N~ TOMOMOMmAUuA o o
111111111111
PAOBHD 5mm BED BB-1
PULPROG 29pg30
10 65536
SOLVENT oc13
NS 512
05 4
SHH 24875.621 Hz
FIDRES 0.379572 Kz
aa 1.3173236 sec
RG 1024
] 20.100 usec
DE 6.00 usec
TE 300.0 K
01 2.00000000 sec
a1t 0.03000000 sec
a12 0.00002000 sec
CHANNEL 1
NUCy 13C
P1 15.25 usec
ALt 3.00 o8
SsFo1 1006237953 MHr
CHANNEL f2
CPOPRGZ waltz16
nca 1H
PCrp2 107.50 usec
pL2 0.00 @8
FLI2 24.00 0B
FL13 24.00 08
5Fo2 400.1316085 MHz
F2 - Pracessing parameters
s1 32768
SF 100.6127529 MHz
HOW EM
558 0
e 1.00 Hz
Ga 0
PC 1.40

10 NMR plot parameters
x 24.00 cm
Fip 220.000 ppm
F1 22134.80 Hz

Fap ~10.000 ppm
F2 =1006.33 Hz
PPMCH 9.58333 ppm/cm

HZCM 964.20551 Hz/cm
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Current Data Parameters

NAME hcy8-84H-pot
EXPNO 1
PROCND H

F2 ~ Acquisition Parameters
Date_ 20060106
Time 12.04
INSTRUM . spect
PROBHD Smm B30 8B-1
PULPAROG 2930

To 655536
SOLVENT coci3

NS 4

bs 2

SHH H278.146 Rz
FIDRES 0.136314 Hz
aQ 3.9584243 sec
RG . 2

oW 60.400 usec
DE 6.00 usec
TE . 300.0 K
Dy 1.00000000 sec
Semmsmmmamne CHANNEL F{ sswxsssans
NUCH 14

P1 7.80 usec
PL1 0.00 08
SFOt 400.1324710 MHZ
F2 - Processing parameters
14 32768

SF 400.1300016 MHy
WOW ER

558 0

La 0.30 Hz
GB 0

PC 1.00

10 NMA plot parameters

cx 24.00 cm
FiP 10,500 ppm
F1 4201 .36 Wz
Fep ~0.500 ppm
Fa -200.07 Hz
PPHCM 0.45833 ppm/cm
HZCH 163.39291 Hz/cm
1=}

a

(=]

%)

—

=

=
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1.034
1.000
0.914
1.960
3.795
4.042
2.679
1.857
10.627
6.785

ppm 10
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Current Osta Parameters
NAME hey8-B4H-pat

EXPNO 2
PROCND 1

F2 - Acquisition Parameters
Date_ 20060106
Time 12.05
INSTRUN spect
PROBHD Smm BBO BA-4
PULPROG Z0pg30

O 65535
SOLVENT coc13

NS 59

Ds 4

SWH 24875621 Hz
FIDRES 0.379572 Hz
AQ 1.3173236 sec
RG 1024

oW 20.100 usec
DE 6.00 usec
TE 300.0

b1 2.00000000 sec
di1 0.03000000 sec
di2 0.00002000 sec
llllllllllll CHANNEL Fl remmozmzsasxs
NuC1 13C

2] 15.25 usec
PL1 3.00 d8
SFO1 100.6237959 MHz
------------ CHANNEL 2 avmsssamsseas
CROPAG2 wsltz16

NuC2 1H
PcPD2 107.50 usec
pL2 0.00 d8
PL12 24.00 0B
PL13 24.00 08
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768

SF 100.6127529 MHz
NOW EM

S58 0

LB 1.00 Hz
GB 0

PC 1.40

40 NMA plot parameters

cx 24.00 cm
Fip 220.000 ppm
F1 22134.80 Hz
Fa2r -10.000 ppm
F2 -1006.13 Hz
PPNCM 8.58333 ppm/em

HZCH 964.20551 Hz/cm

ppm
145.817
145.763
137.192
31.479
128.228
128.099
128.042
127.035
126.998
126.132
126.083
126.032
124,599
124.536
121.745
120.676
77.531
77.213
76.896
75.518
75.330
7.037
6.978
6.950
5.160
5.017
4.993

NS
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OH
TES deprotection, H-pdt

2p (TES deprotected)

Current Oata Parameters

NAME heyB-B4de-p
EXPNOD 1
PROCNG 1
F2 - Acquisition Parsmeters
Date_ 20050107
Time 13.39
INSTRUM spect
PRDBHG Smm 8BO BA-1
PULPROG 2930
O 65536
SOLVENT cocls
NS 3
oS 2
SWH 8278.146 Hz
FIDAES 0.126314 vz
A0 3.9584243 sec
RG 9.5
oW 60.400 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec

CHANNEL f1
NUCT 1K
4] 7.90 vsec
PLY 0.00 d8
5FD1 400. 4324710 MHz
F2 - Processing parameters
SI 32788
SF 400.1300016 MHz
WOW EM
558 [
L8 0.30 Hz
G8 4
PC 1.00
10 NMR plot parameters
X 24.00 cm
F1P 10.500 pom
F§ 4201.36 Hz
FapP -0.500 ppm
F2 =200.07 Hz
PPMCM 0.45633 ppm/cm -
HZCM 183.39291 Hz/cm .

1
— M~ Nv (o] (o] ha =] M~ |~
m @ |y | o [@}] ~Nrloiolo
= e O~ [w] s8] 0w~ iwlw
@ N OO o o = micio
5 < | - ot -~ oy il lolmin
L A e B o LA e e [T
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Citronellene, Me2AlC1

Current Data Parameters

NAME heyB-121pt8
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20060217

Time 12.26
INSTRUM spect
PAOBHD 5 mm GNP {H/1
PULPROG z930

0 65536
SOLVENT cocl3

NS B

DS 1 !
Swir 8278.146 Hz
FIORES 0.126314 Hz
AQ 3.9584243 sec
RG 322.5

L} 60.400 usec
DE 6.00 usec
TE 289.4 K

D1 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec

==oweams CHANNEL f{ ========
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0000
2 0165
1346
7506
0929
1.5569
4.2533
29965

0.9592
0.9096
1.4583

1
3.

0

1

NUCt 1H
3] 9.88 usec
PLY 3.00 oB
SFOY 400, 1324710 MHz
F2 - Processing parameters
SI 32768
SF 400. 1300054 MHz
WOW EM
558 0
LB 0.30 Hz
GB o
PC 1.00
10 NMR plot parameters
Cx 24.00 cm
cy 7.58 cm
F1P 10.500 ppm
F1 4201.36 Hz
Fap -0.500 ppm
F2 -200.07 Rz
PPMCM 0.45833 ppm/cm
HZCH 183.33281 Hz/cm
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- \9 ~
2 m [9)]
& je)} @
Y
P = [S)]
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