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General Methods. All non-aqueous reactions were carried out in oven- or flame-dried glassware
under an argon atmosphere. All chemicals were purchased from commercial vendors and used as
is, unless otherwise specified. Anhydrous tetrahydrofuran (THF) and dichloromethane (CH2Cl2)
were obtained from a solvent purification system. Reactions were magnetically stirred and
monitored by thin layer chromatography (TLC) with 250 pum precoated silica gel plates.
Preparative TLC was performed with 500 pm precoated silica gel plates. Flash column
chromatography was performed using silica gel (230-400 mesh). Chemical shifts are reported
relative to chloroform (o 7.24), acetonitrile (6 1.93) , toluene (& 7.00) and methylene chloride (6
5.32) for '"H NMR and chloroform (8 77.0), acetonitrile (5 1.3), toluene (& 20.4) and methylene

chloride (8 54.0) ) for °C NMR.
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Synthesis of TBS Ether 17b. To a solution of alcohol 16 (507 mg, 1.82 mmol) and
imidazole (247 mg, 3.63 mmol) in DMF (5 mL) was added TBSCI (329 mg, 2.18 mmol) in a
single portion. The reaction mixture was stirred at rt for 3 h and then diluted with EtOAc (150
mL). The solution was washed with water (3%x30 mL) and brine (30 mL), dried over Na,SO,4 and
concentrated in vacuo. The residue was purified by flash column chromatography (1:10
EtOAc:hexanes) to give the TBS ether 17b (714 mg, 100%). '"H NMR (400 MHz, CDCls) & 7.73
(d, J=7.6 Hz, 1H), 7.56 (d, J = 7.2 Hz, 1H), 7.48 (t, J = 7.8 Hz, 1H), 4.68 (s, 2H), 0.98 (s, 9H),

0.17 (s, 6H); BC NMR (75 MHz, CDCl;) 6 154.8, 146.9, 130.5, 129.3, 123.5, 87.4, 70.7, 26 .4,
18.8, -4.9; LRMS-ES (m/z): [M —NO,+ H]+ calcd for C3H,,10Si, 348.0; found, 348.1.

Synthesis of Aniline 18b. To a solution of the nitrobenzene 17b (714 mg, 1.82 mmol) in
EtOH (7 mL) and glacial acetic acid (7 mL) was added iron powder (507 mg, 9.08 mmol). The
mixture was heated at 60 °C for 4 h and then cooled to rt. The mixture was diluted with water
(150 mL) and carefully neutralized with solid Na,COs. The resulting solution was extracted with
EtOAc (150 mL). The organic layer was dried over Na,SO4 and concentrated in vacuo. The
residue was purified by flash column chromatography (1:5 EtOAc:hexanes) to give the aniline
18b (2.36 g, 95%) as a colorless oil. '"H NMR (400 MHz, CDCls) & 7.16 (t, J = 7.7 Hz, 1H), 6.93
(d, J=17.5 Hz, 1H), 6.69 (d, J = 7.8 Hz, 1H), 4.63 (s, 2H), 4.18 (bs, 2H), 1.00 (s, 9H), 0.17 (s,

6H). HRMS-ES (m/z): [M + H]" calcd for C13HxNOSil, 364.0594; found, 364.0612.

Synthesis of Amide 23b. A mixture of the acid 21 (3.72 g, 11.0 mmol) and SOCI, (16
mL) was refluxed for 3 h. Excess SOCl, was removed under reduced pressure and the residue
was diluted with CH,Cl, (20 mL) to give a stock solution of acid chloride (0.55 M). To a stirred
solution of the aniline 18b (2.54 g, 7.0 mmol) and (i-Pr),NEt (4.9 mL, 28.1 mmol) in CH,Cl, (50

mL) was added the above solution of the acid chloride (16.5 mL, 0.55 M in CH,Cl,, 9.1 mmol)
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dropwise at 0 °C. The reaction mixture was warmed to rt and stirred overnight. The mixture was

diluted with CH,Cl, (100 mL) and saturated aqueous NaHCO; (50 mL). The organic layer was
dried over Na,SO4 and concentrated in vacuo. The residue was purified by flash column
chromatography (1:1:2 EtOAc:CH,Cl,:hexanes) to give amide 23b (3.24 g, 68%). 'H NMR (400
MHz, CDCl3) 6 8.00 (d, J = 8.1 Hz, 1H), 7.79 (d, J = 6.9 Hz, 1H), 7.71 (s, 1H), 7.55 (t, J="7.5
Hz, 1H), 7.43-7.33 (m, 6H), 7.29-7.20 (m, 3H), 4.53 (s, 2H), 3.71 (d, J = 6.2 Hz, 2H), 3.27, 3.07
(ABgq, J = 16.5 Hz, 2H), 2.93-2.70 (m, 4H), .0.95 (s, 9H), 0.11 (s, 6H); °C NMR (75 MHz,
CDCls) & 167.0, 148.3, 144.0, 138.2, 138.1, 137.9, 135.6, 134.3, 131.5, 130.4, 129.4, 129.3,

129.0, 128.8, 127.7, 125.2, 124.1, 121.4, 92.4, 70.5, 61.9, 57.3, 49.2, 26.9, 26.3, 18.8, -4.9;
HRMS-ES (m/z): [M + H]+ calcd for C3,H39N304Sil, 684.1755; found, 684.1754.

Synthesis of Ethyl Carbamate 24b. To a stirred solution of amide 23b (503 mg, 0.735
mmol) in CH,Cl, (10 mL) was added CICOEt (0.084 mL, 0.879 mmol) dropwise at 0 °C and
then the temperature was gradually raised to rt. The mixture was stirred at rt overnight and
diluted with saturated aqueous NaHCOs; (30 mL) and CH,Cl, (80 mL). The organic layer was
dried over Na,SO4 and concentrated in vacuo. The residue was purified by flash column
chromatography (1:2:2 EtOAc:CH,Cl,:hexanes) to give the carbamate protected amide 24b (464
mg, 95%). '"H NMR (400 MHz, CDCl;) & 8.07 (d, J = 8.1 Hz, 1H), 7.76 (dd, J = 2.9, 6.5 Hz, 1H),
7.63-7.59 (m, 2H), 7.47 (t, J = 7.7 Hz, 1H), 7.39 (d, J = 7.1 Hz, 1H), 7.25-7.20 (m, 2H), 4.52 (d,
2H), 4.24-3.72 (m, 6H), 2.79 (m, 1H), 2.65 (m, 1H), 1.30 (br m, 3H), 0.94 (s, 9H), 0.10 (s, 6H);
C NMR (75 MHz, CDCl3) & 166.4, 155.6, 148.4, 144.1, 137.7, 137.0, 134.5, 134.4, 131.5,

130.8, 129.8, 129.0, 125.3, 124.4, 121.7, 92.8, 70.5, 62.1, 47.8, 40.3, 26.9, 26.4, 18.8, 15.1;

HRMS-ES (m/z): [M + H]+ calcd for CosH37N306Sil, 666.1496; found, 666.1489.
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Synthesis of N-Methyl Amide 25b. To a stirred suspension of NaH (183 mg, 60%
dispersion in mineral oil, 4.57 mmol) in THF (50 mL) was added a solution of amide 24b (2.76 g,
4.15 mmol) in THF (10 mL) at 0 °C. The mixture was stirred at 0 °C for 15 min and at rt for 30
min. To the solution was added Mel (0.31 mL, 4.98 mmol) at 0 °C and the mixture was stirred at
rt overnight. The reaction mixture was diluted with saturated aqueous NaHCO; (50 mL) and
extracted with EtOAc (150 mL). The organic layer was dried over Na,SO4 and concentrated in
vacuo. The residue was purified by flash column chromatography (1:1 EtOAc:hexanes) to give
the N-methyl amide 25b (2.46 g, 87%). "H NMR (300 MHz, toluene-ds, 90 °C) & 7.84 (d, J = 8.1
Hz, 1H), 7.46 (d, J = 7.5 Hz, 1H), 7.37 (d, J = 7.6 Hz, 1H), 7.20-7.09 (m, 2H), 7.00 (t, 7.8 Hz,
1H), 6.65 (br s, 1H), 4.72 (s, 2H), 4.26-4.17 (m, 4H), 3.64 (br s, 2H), 2.98 (s, 3H), 2.44 (br m,
2H), 1.19 (m, 3H), 1.06 (s, 9H), 0.18 (s, 6H); °C NMR (75 MHz, toluene-dg, 90 °C) & 168.5,
155.3, 149.4, 146.1, 146.0, 134.3, 133.0, 131.9, 129.3, 128.9, 127.6, 127.1, 124.9, 101.1, 70.7,

61.4,47.9, 40.5, 37.6, 27.5, 26.2, 18.7, 14.9, -5.10, -5.13; HRMS-ES (m/z): [M + H]+ calcd for

C29H39N3046Sil, 680.1653; found, 680.1649.

Synthesis of Tetracyclic Enamide 26b. To a solution of N-methyl amide 25b (199 mg,
0.293 mmol) in DMA (4.0 mL) were added Pd(OAc), (6.6 mg, 0.029 mmol), PPh; (23 mg, 0.088
mmol), N-BuyNBr (189 mg, 0.586 mmol) and K,CO; (81 mg, 0.586 mmol). The mixture was
stirred at 150 °C for 30 min. The catalyst was removed by filtration and washed with EtOAc
(200 mL). The filtrate was washed with water (4x30 mL) and brine (30 mL), dried over Na;SO4
and concentrated in vacuo. The residue was purified by flash column chromatography (1:2
EtOAc:hexanes) to give the Heck product 26b (142 mg, 88%). '"H NMR (300 MHz, toluene-dg,
90 °C) 6 7.79 (s, 1H), 7.19-7.06 (m, 3H), 6.91 (d, J = 7.9 Hz, 1H), 6.76 (t, J = 7.6 Hz, 1H), 6.61

(t, J=7.7 Hz, 1H), 6.37 (d, J = 7.6 Hz, 1H), 4.98, 4.71 (ABq, J = 12.5 Hz, 2H), 4.32 (ddd, J =
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3.8, 12.9, 12.9 Hz, 1H), 4.22-4.06 (m, 3H), 2.95 (s, 3H), 2.64 (ddd, J = 4.9, 13.9, 13.9 Hz, 1H),
1.79 (ddd, J = 3.5, 3.5, 14.1 Hz, 1H), 1.17 (t, J = 7.1 Hz, 3H), 1.06 (s, 9H), 0.26 (s, 3H), 0.21 (s,
3H); *C NMR (75 MHz, toluene-ds, 90 °C) & 177.9, 153.3, 150.8, 144.1, 139.0, 137.7, 132.5,
131.4, 130.5, 129.0, 128.2, 127.1, 124.2, 123.7, 109.1, 107.1, 62.5, 62.0, 50.2, 38.5, 31.3, 26.33,

26.28, 18.7, 14.5, -5.0, -5.1; HRMS-ES (m/z): [MJrH]+ caled for CyoH3gN306S1, 552.2530;

found, 552.2500.

Synthesis of N-Boc Aniline 29b. To a solution of Heck product 26b (1.29 g, 2.33 mmol)
in THF (60 mL) was added 10% Pd/C (500 mg). The mixture was stirred at rt under a Hj
atmosphere (1 atm) for 9 h. The catalyst was removed by filtration through Celite and the filtrate
was concentrated in vacuo. The residue was purified by flash column chromatography (1:1
EtOAc:hexanes) to give aniline (1.16 g, 95%). To a stirred solution of the aniline (1.16 g, 2.22
mmol) in THF (50 mL) and H,O (25 mL) were added K,CO; (4.61 g, 33.36 mmol) and (Boc),O
(4.85 g, 22.22 mmol). The reaction mixture was stirred at 60 °C for 20 h and diluted with EtOAc
(200 mL). The organic layer was washed with brine (20 mL), dried over Na,SOs and
concentrated in vacuo. The residue was purified by flash column chromatography (1:3
EtOAc:hexanes) to give the N-Boc aniline 29b (1.22 g, 89%). '"H NMR (300 MHz, toluene-dg,
90 °C) 6 8.06 (dd, J = 1.1, 8.3 Hz, 1H), 7.52 (br s, 1H), 7.35 (s, 1H), 7.17 (d, J = 7.9 Hz, 1H),
6.98 (t, J = 7.8 Hz, 1H), 6.87 (m, 1H), 6.66 (dd, J = 1.6, 7.8 Hz, 1H), 6.48 (ddd, J=1.2, 7.7, 7.7
Hz, 1H), 6.14 (d, J = 7.7 Hz, 1H), 4.87 (s, 2H), 4.16-3.87 (m, 4H), 2.61 (s, 3H), 2.27 (ddd, J =
4.5,9.7,15.7 Hz, 1H), 1.84 (ddd, J=4.0, 4.0, 14.2 Hz, 1H), 1.49 (s, 9H), 1.01 (t, J = 7.1 Hz, 3H),

0.95 (s, 9H), 0.12 (s, 3H), 0.10 (s, 3H); °C NMR (75 MHz, toluene-ds, 90 °C) & 179.2, 153.7,

153.4, 144.3, 138.9, 138.4 131.7, 131.0, 128.6, 128.2, 123.4, 122.2, 122.1, 111.6, 107.5, 79.5,
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62.3, 61.8, 51.3, 39.1, 32.2, 28.7, 26.3 26.1, 18.7, 14.6, -5.0, -5.1; HRMS-ES (m/z): [M + H]+

calcd for C34H4gN306S1, 622.3312; found, 622.3312.

Synthesis of Pentacyclic Aminal 30b. To a stirred solution of N-Boc aniline 29b (124
mg, 0.199 mmol) in THF (10 mL) was added AlH3;-Me,;NEt (0.60 mL, 0.5 M in toluene, 0.300
mmol) dropwise at 0 °C. After 1 h the mixture was quenched with saturated aqueous Na,SOy (0.6
mL) and then stirred at rt overnight. The mixture was diluted with EtOAc (50 mL), dried over
Na,SO4 and concentrated in vacuo. The residue was purified by flash column chromatography
(1:5 EtOAc:hexanes) to give aminal 30b (101 mg, 83%) and unreacted N-Boc aniline 29b (10
mg, 8%). "H NMR (300 MHz, toluene-dg, 90 °C) & 7.27 (s, 1H), 7.12 (dd, J = 1.3, 7.8 Hz, 1H),
7.00 (dd, J=1.7, 7.4 Hz, 1H), 6.81 (t, J = 7.7 Hz, 1H), 6.77 (ddd, J = 1.7, 7.6, 7.6 Hz, 1H), 6.72-
6.68 (m, 2H), 6.02 (d, J = 7.7 Hz, 1H), 5.88 (s, 1H), 4.84, 4.56 (ABq, J = 12.7 Hz, 2H), 4.13-
4.01 (m, 3H), 3.22 (ddd, J = 3.4, 11.1, 13.1 Hz, 1H), 2.92 (s, 3H), 2.24 (ddd, J = 3.8, 10.7, 14.5
Hz, 1H), 2.01 (ddd, J = 3.4, 5.0 14.3 Hz, 1H), 1.34 (s, 9H), 1.10 (t, J = 7.1 Hz, 3H), 0.96 (s, 9H),
0.12 (s, 3H), 0.10 (s, 3H) ; °C NMR (75 MHz, toluene-dg, 90 °C) & 154.7, 153.6, 151.5, 139.5,

137.3,134.2,129.4, 128.9, 126.8, 126.6, 125.6, 124.9, 124.3 118.2, 117.3, 104.8, 86.1, 80.9, 62.2,
61.5, 52.1, 40.7, 35.0, 30.9, 28.4, 26.4, 18.8, 14.7, -5.0; HRMS-ES (m/z): [M +H]+ calcd for

C34H4sN305S1, 606.3363; found, 606.3351.

Allylation of Enamide 30b. To a stirred solution of enamide 30b (81 mg, 0.134 mmol)
in THF (5.0 mL) was added n-BuLi (0.26 mL, 1.6 M in hexanes, 0.416 mmol) dropwise at -78
°C. After stirring the mixture for 10 min at the same temperature, allyl iodide (0.043 ml, 0.470
mmol) was added. The mixture was warmed gradually to rt. After 15 min at rt, the mixture was
diluted with saturated aqueous NaHCO; (10 mL) and EtOAc (30 mL). The organic layer was

dried over Na,SO4 and concentrated in vacuo. The residue was purified by flash column
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chromatography (1:10 to 1:3 EtOAc:hexanes) to give the C-allyl product 32 (61 mg, 80%) and
N-allyl enamine 33 (7 mg, 9%).

C-Allyl Product 32: "H NMR (400 MHz, CDCl3) & 8.75 (s, 1H), 7.32 (d, J = 8.3 Hz, 1H),
7.06-6.94 (m, 4H), 6.74 (d, J= 7.8 Hz, 1H), 6.27 (d, J = 7.7 Hz, 1H), 5.64 (m, 1H), 5.51 (s, 1H),
5.0 (d, J=10.0 Hz, 1H), 4.94 (d, J=16.9 Hz, 1H), 4.34 (d, J = 13.8 Hz, 1H), 4.09-4.00 (m, 2H),
3.55 (m, 1H), 2.99 (s, 3H), 2.70 (dd, J = 8.5, 13.1 Hz, 1H), 2.62 (dd, J = 6.5, 13.1 Hz, 1H), 2.38
(ddd, J=4.7,9.8,9.8 Hz, 1H), 1.87 (dd, J = 5.8, 13.7 Hz, 1H), 1.46 (s, 9H), 0.93 (s, 9H), 0.09 (s,
3H), 0.03 (s, 3H); *C NMR (100 MHz, CDCl3) 8 165.5, 154.9, 150.9, 140.1, 137.8, 133.0, 132.7,

128.4, 128.3, 127.8, 126.6, 124.0, 122.8, 119.5, 117.1, 106.2, 84.1, 81.8, 63.7, 54.8, 47.7, 43.1,
41.9, 32.1, 29.0, 28.6, 26.4, 18.8, -4.77, -4.82; HRMS-ES (m/z): [M+H]+ caled for

C34H4sN305S1, 574.3465; found, 574.3455.

N-Allyl Product 33. '"H NMR (400 MHz, CDCl3) & 7.11 (br s, 1H), 7.05-6.87 (m, 4H),
6.65 (d, J = 7.7 Hz, 1H), 6.47 (s, 1H), 6.14 (d, J = 7.7 Hz, 1H), 5.91 (m, 1H), 5.67 (br s, 1H),
5.28 (dd, J=1.2, 17.1 Hz, 1H), 5.22 (d, J = 10.1 Hz, 1H), 4.84, 4.57 (ABq, J = 13.8 Hz, 2H),
3.60 (d, J = 6.1 Hz, 2H), 3.15 (ddd, J = 3.9, 3.9, 11.2 Hz, 1H), 2.93 (s, 3H), 2.90 (m, 1H), 2.25
(m, 2H), 1.50 (s, 9H), 0.97 (s, 9H), 0.12 (s, 6H); *C NMR (75 MHz, CDCl3) & 154.9, 151.1,
138.5, 137.1, 135.5, 135.3, 135.1, 130.1, 128.2, 126.5, 125.2, 123.4, 118.3, 116.2, 108.1, 104.1,
87.6, 81.3, 60.9, 58.9, 50.5, 46.2, 34.9, 31.1, 28.8, 26.5, 19.0, -4.8; LRMS-ES (m/z): [M + H]+
calcd for C34H4sN3038S1, 574.3; found, 574.3.

Formation of N,0-Acetal 34 and Aldehyde 35. To a stirred solution of imine 32 (28.9
mg, 0.050 mmol) in EtOH (3.0 mL) was added diethyl pyrocarbonate (8.9 uL, 0.060 mmol) at rt.

After 10 min the solvent was removed under reduced pressure. The crude residue was used for

the next step without further purification due to the instability of the compound on column
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chromatography. For analytical purposes the two diastereomers of N,O-acetal 34 and aldehyde
35 were isolated by preparative TLC (1:5 EtOAc:hexanes). More polar major diastereomer of 34:
'H NMR (400 MHz, CDCl3) § 7.11-6.94 (m, 6H), 6.35 (d, J = 7.4 Hz, 1H), 5.61 (s, 1H), 5.44 (d,
J=17.0 Hz, 1H), 5.48-5.31 (m, 1H), 4.94 (m, 1H), 4.83 (d, J=19.1 Hz, 1H), 4.71 (d, J = 12.4 Hz,
0.5H), 4.56 (d, J =13.5 Hz, 0.5H), 4.25 (q, J = 7.2 Hz, 2H), 3.95 (d, J = 15.8 Hz, 0.5H), 3.83 (d,
J=13.0 Hz, 0.5H), 3.71 (d, J = 12.9 Hz, 0.5H) 3.61-3.36 (m, 3.5H), 3.05 (s, 3H), 2.76 (m, 1H),
2.40-2.14 (m, 2H), 1.66 (m, 1H), 1.45 (s, 9H), 0.86 (s, 9H), 0.07 (d, J = 3.8 Hz, 3H), -0.56 (d, J =
19.2 Hz, 3H); HRMS-ES [M+H]" calcd for C3oHsgN3O4Si, 692.4095; found, 692.4081. Less
polar minor diastereomer of 34: "H NMR (400 MHz, CDCl3) & 7.05-6.93 (m, 6H), 6.30 (dd, J =
3.2, 5.8 Hz, 1H), 5.82 (d, J=4.9 Hz, 1H), 5.53 (d, J = 8.7 Hz, 1H), 5.37-5.24 (m, 1H), 4.95-4.85
(m, 2H), 4.69 (d, J = 21.3 Hz, 0.5H), 4.54 (d, J = 13.7 Hz, 0.5H), 4.28-3.95 (m, 4H), 3.36-3.21
(m, 1H) 3.01 (s, 3H), 2.80-2.70 (m, 2H), 2.54-2.35 (m, 2H), 2.27 (ddd, J = 4.9, 13.1, 13.1 Hz,
1H), 1.73 (t, J = 11.7 Hz, 1H), 1.45 (s, 9H), 1.32 (ddd, J = 6.9, 6.9, 13.9 Hz, 3H), 0.98 (t, J =6.9
Hz, 3H), 0.87 (s, 9H), 0.11 (d, J = 4.7 Hz, 3H), 0.06 (d, J = 3.5 Hz, 3H); HRMS-ES [M+H]"
caled for C39HssN306Si, 692.4095; found, 692.4077.

Aldehyde 35: "H NMR (400 MHz, CDCl3) & 10.37 (s, 1H), 7.05-6.92 (m, 4H), 6.76 (br s,
1H), 6.56 (d, J = 7.6 Hz, 1H), 6.49 (d, J = 7.8 Hz, 1H), 5.63 (s, 1H), 5.27 (br s, 1H), 4.96-4.90
(m, 2H), 4.76-4.59 (m, 1H), 4.39-4.18 (m, 3H), 3.49 (m, 1H), 3.08 (m, 1H), 3.02 (s, 3H), 2.69 (m,
1H), 2.43 (m, 1H), 2.32 (ddd, J = 5.0, 13.5, 13.5 Hz, 1H), 1.82 (m, 1H), 1.45 (s, 9H), 1.33 (t, J =
7.1 Hz, 3H); >C NMR (100 MHz, CDCls) & 196.5, 156.7, 154.8, 152.0 138.8, 136.9, 135.2,
133.9, 130.3, 129.0, 127.5, 126.7, 125.1, 123.4, 119.4, 118.2, 110.8, 84.3, 82.0, 62.3, 59.6, 45.4,
41.5, 39.8, 35.4, 32.4, 31.9, 28.6, 15.1; HRMS-ES [M+H]" calcd for C3H3sN30s, 532.2811;

found, 532.2788.
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Synthesis of Hydroxy N,0-Acetal 36. To a solution of the above crude N,O-acetal 34 in
dioxane (2.0 mL) and H,O (1.0 mL) was added NMO (59 mg, 0.504 mmol) at 0 °C, followed by
OsO4 (0.01 mL, 4 wt% in H,O). The mixture was gradually warmed to rt. The mixture was
stirred at rt for 6 h and then diluted with saturated aqueous NaHCO; (10 mL) and EtOAc (20
mL). The organic layer was dried over Na,SO,4 and concentrated in vacuo. The crude residue was
dissolved in THF (2.0 mL) and H,O (1.0 mL), and NalO4 (108 mg, 0.505 mmol) was added. The
mixture was stirred at rt for 2 h and then diluted with saturated aqueous NaHCO; (10 mL) and
EtOAc (20 mL). The organic layer was dried over Na,SO4 and concentrated in vacuo. The crude
residue was dissolved in EtOH (2.0 mL) and NaBH4 (9.5 mg, 0.251 mmol) was added aat 0 °C.
After 10 min the mixture was quenched with saturated aqueous NH4Cl (0.5 mL) and then diluted
with saturated aqueous NaHCO; (10 mL) and EtOAc (20 mL). The organic layer was dried over
Na,SO,4 and concentrated in vacuo. The residue was purified by flash column chromatography
(1:1:0.01 EtOAc:hexanes:NEt;) to give hydroxy N,O-acetal 36 (15.7 mg, 45% for 4 steps) as a
mixture of diastereomers (2:1) and rearranged diol 37 (8.0 mg, 30%).

N,0-Acetal 36: '"H NMR (300 MHz, benzene-dg, 65 °C, 2:1 mixture of diastereomers) &
7.32 (d, J = 7.8 Hz, 1H, major), 7.22 (d, J = 8.0 Hz, 1H, minor), 7.01-6.71 (m, 5H, major and
minor), 6.22 (d, J = 7.7 Hz, 1H, major), 6.18 (d, J = 6.8 Hz, 1H, minor), 5.99 (br s, 1H, minor),
5.80 (s, 1H, major), 5.60 (s, 1H, minor), 5.53 (s, 1H, major), 5.06 (br s, 1H, major and minor),
4.27-3.91 (m, 4H, major and minor), 3.58-3.35 (m, 4H, major and minor), 3.04 (s, 3H, major),
3.01 (s, 3H, minor), 2.82 (m, 1H, minor), 2.63 (m, 1H, minor), 2.29-2.19 (m, 2H, major), 2.01-
1.88 (m, 2H, major and minor), 1.56-1.49 (m, 1H, major and minor), 1.35 (s, 9H, major and
minor), 1.15 (t, J = 7.1 Hz, 3H, major), 1.11 (t, J = 7.2 Hz, 3H, minor), 1.02 (s, 9H, minor), 0.98-

0.94 (m, 3H, major and minor), 0.96 (s, 9H, major), 0.26 (s, 3H, minor), 0.25 (s, 3H, minor),
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0.08 (s, 3H, major), -0.37 (br s, 3H, major); LRMS-ES [M+H]" calcd for C3sHsgN30;Si, 696.4;
found, 696.7.

Diol 37: '"H NMR (300 MHz, toluene-dg, 90 °C) & 6.90-6.86 (m, 1H), 6.84-6.81 (m, 1H),
6.77 (t, J = 7.7 Hz, 1H), 6.70-6.65 (m, 2H), 6.35 (d, J = 7.7 Hz, 1H), 6.13 (d, J = 7.5 Hz, 1H),
5.50 (s, 1H), 4.84 (d, J = 14.2 Hz, 1H), 4.32, 4.21 (ABq, J = 12.0 Hz, 2H), 4.20-4.05 (m, 4H),
3.45(ddd, J=6.1, 6.1, 12.2 Hz, 1H), 3.31 (ddd, J=5.9, 5.9, 11.7 Hz, 1H), 3.15 (ddd, J = 6.8, 6.8,
16.8 Hz, 1H), 2.95 (s, 3H), 2.17-2.10 (m, 1H), 2.00-1.84 (m, 2H), 1.47 (ddd, J = 2.6, 2.6, 13.5
Hz, 1H), 1.32 (s, 9H), 1.14 (t, J = 7.1 Hz, 3H); HRMS-ES [M+H]" calcd for C3H4N3Os,
538.2917; found, 538.2910.

Synthesis of Azido N,0-Acetal 65. To a solution of hydroxy
N,O-acetal 36 (15.7 mg, 0.023 mmol), PPh; (48 mg, 0.183 mmol) and
DPPA (0.04 mL, 0.186 mmol) in THF (1.0 mL) was added DEAD (28

pL, 0.178 mmol) at rt. After 30 min the solvent was removed under

reduced pressure and the residue was purified by preparative TLC

(1:1:0.01 EtOAc:hexanes:NEt;) to give the azido N,O-acetal 65 (9.8 mg, 60%) as a mixture of
diastereomers (1:0.6). '"H NMR (300 MHz, benzene-dg, 65 °C, 1:0.6 mixture of diastercomers) &
7.30 (d, J = 7.7 Hz, 1H, major), 7.22 (dd, J = 1.2, 8.0 Hz, 1H, minor), 7.06-6.90 (m, 2H, major
and minor), 6.82-6.68 (m, 3H, major and minor), 6.20 (dd, J = 1.0, 7.7 Hz, 1H, major), 6.16 (dd,
J=1.1,7.7 Hz, 1H, minor), 5.99 (br s, 1H, minor), 5.76 (s, 1H, major), 5.53 (s, 1H, minor), 5.45
(s, 1H, major), 4.76 (br s, 1H, major and minor), 4.28-3.89 (m, 4H, major and minor), 3.67-3.35
(m, 3H, major and minor), 3.02 (s, 3H, major), 2.99 (s, 3H, minor), 2.91 (m, 1H, minor), 2.75-
2.59 (m, 2H, major, 1H, minor), 2.32-2.18 (m, 2H, major), 1.99-1.78 (m, 2H, major and minor),

1.48-1.41 (m, 1H, major and minor), 1.38 (s, 9H, major and minor), 1.20-1.11 (m, 3H, major
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and minor), 1.01 (s, 9H, minor), 1.00-0.75 (m, 12H, major, 3H, minor), 0.25 (s, 3H, minor), 0.24
(s, 3H, minor), 0.09 (s, 3H, major), -0.33 (br s, 3H, major); LRMS-ES [M+Na]" calcd for
C;3Hs6NgNaOgSi1, 743.4; found, 743.6.

Preparation of N-Boc Amino N,0-Acetal 38. To a solution of azido N,O-acetal 65 (4.6
mg, 6.4 umol) in EtOAc (2.0 mL) were added 10% Pd/C (3.0 mg) and Boc,O (7.0 mg, 32.0
pmol). The mixture was stirred at rt under a H, atmosphere (1 atm) for 1 h. The catalyst was
removed by filtration through Celite and the filtrate was concentrated in vacuo. The residue was
purified by preparative TLC (1:3:0.01 EtOAc:hexanes:NEt;3) to give two separable diastereomers
of N-Boc amino N,O-acetal 38 (2.5 mg / 1.1 mg, 49% / 22%; total yield 71%). More polar major
diastereomer of 38: 'H NMR (300 MHz, benzene-ds, 65 °C) 8 7.31 (d, J = 8.1 Hz, 1H), 7.02-6.93
(m, 2H), 6.84-6.72 (m, 3H), 6.22 (d, J = 7.7 Hz, 1H), 5.76 (s, 1H), 5.46 (s, 1H), 4.83 (br s, 1H),
4.28-3.89 (m, SH), 3.71-3.43 (m, 3H), 3.21 (m, 1H), 3.05 (s, 3H), 3.01 (m, 1H), 2.07 (m, 1H),
1.94 (m, 1H), 1.49 (m, 1H), 1.41 (s, 18H), 1.17-1.12 (m, 6H), 0.96 (s, 9H), 0.07 (s, 3H), -0.37 (s,
3H); LRMS-ES [MJrNa]+ calcd for Cs3HgsN4NaOgSi, 817.5; found, 817.7. Less polar minor
diastereomer of 38: "H NMR (300 MHz, benzene-dg, 65 °C) & 7.22 (d, J = 8.0 Hz, 1H), 7.00-6.91
(m, 2H), 6.77-6.65 (m, 3H), 6.17 (dd, J = 1.0, 7.7 Hz, 1H), 5.97 (br s, 1H), 5.53 (s, 1H), 4.83 (br
m, 1H), 4.42-3.95 (m, 5H), 3.43 (t, J = 13.6 Hz, 1H), 3.18 (m, 1H), 3.02 (s, 3H), 2.94-2.79 (m,
2H), 2.66-2.57 (m, 1H), 2.08 (m, 1H), 1.93 (m, 1H), 1.50 (m, 1H), 1.41 (s, 18H), 1.19 (m, 3H),
1.02 (s, 9H), 0.95 (t, J = 7.0 Hz, 3H), 0.26 (s, 3H), 0.25 (s, 3H); LRMS-ES [M+Na]" calcd for
C43HesN4NaOgSi, 817.5; found, 817.7.

Synthesis of Amide 23c. A mixture of the acid 21 (3.72 g, 11.0 mmol) and SOCI, (16
mL) was refluxed for 3 h. Excess SOCl, was removed under reduced pressure and the residue

was diluted with CH,Cl, (20 mL) to give a stock solution of acid chloride (0.55 M). To a stirred
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solution of aniline 18¢ (435 mg, 1.46 mmol) and (i-Pr),NEt (1.0 mL, 5.74 mmol) in CH,Cl, (25
mL) was added the above solution of acid chloride (3.45 mL, 0.55 M in CH,Cl,, 1.90 mmol)
dropwise at 0 °C. The reaction mixture was warmed to rt and stirred overnight. The mixture was
diluted with CH,Cl, (150 mL) and saturated aqueous NaHCO; (30 mL). The organic layer was
dried over Na,SO4 and concentrated in vacuo. The residue was purified by flash column
chromatography (1:4 EtOAc:hexanes to 1:2:2 EtOAc:CH,Cly:hexanes) to give the amide 23c
(717 mg, 79%, 91% based on recovered aniline 18¢) and unreacted aniline 18¢ (54 mg, 12%). 'H
NMR (400 MHz, CDCls) 6 8.01 (dd, J = 1.1, 8.2 Hz, 1H), 7.91 (dd, J= 1.3, 8.2 Hz, 1H), 7.78 (s,
1H), 7.56 (ddd, J=1.2, 7.5, 7.5 Hz, 1H), 7.45-7.26 (m, 8H), 7.10 (t, J = 8.1 Hz, 1H), 3.74, 3.69
(ABq, J = 13.5 Hz, 2H), 3.28, 3.08 (ABq, J = 16.4 Hz, 2H), 2.92 (m, 1H), 2.81-2.78 (m 2H),
2.68 (m, 1H); °C NMR (75 MHz, CDCl;) & 166.8, 148.3, 140.8, 139.3, 138.1 135.5, 134.3,

131.3, 130.6, 130.2, 129.7, 129.4, 128.9, 127.8, 125.2, 120.6, 98.4, 61.9, 57.5, 49.2, 27.0;
HRMS-ES (m/z): [M + H]+ calcd for C,5H2N30;1Br, 617.9889; found, 617.9904.

Synthesis of Ethyl Carbamate 24c. To a stirred solution of amide 23c (700 mg, 1.13
mmol) in CH,Cl, (10 mL) was added CICO,Et (0.12 mL, 1.26 mmol) dropwise at 0 °C and after
30 min the temperature was gradually raised to rt. The mixture was stirred at rt for 9 h and
diluted with saturated aqueous NaHCOs; (10 mL) and CH,Cl, (20 mL). The organic layer was
dried over Na,SO4 and concentrated in vacuo. The residue was purified by flash column
chromatography (1:3:3 EtOAc:CH,Cl,:hexanes) to give the carbamate protected amide 24¢ (666
mg, 98%). 'H NMR (300 MHz, CDCl3) § 8.04 (dd, J= 0.9, 8.2 Hz, 1H), 7.80 (dd, J = 1.4, 8.2 Hz,
1H), 7.70 (s, 1H), 7.58 (ddd, J = 1.2, 7.5, 7.5 Hz, 1H), 7.45 (t,J = 7.8 Hz, 1H), 7.35-7.27 (m, 2H),
7.05 (t, J = 8.1 Hz, 1H), 4.21-4.10 (m, 4H), 3.83-3.73 (m, 2H), 2.76, 2.60 (ABq, J = 16.8 Hz,

2H), 1.22 (t, J = 7.1 Hz, 3H); *C NMR (75 MHz, CDCly) & 166.4, 155.6, 148.3, 140.5, 138.2,
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137.7, 134.6, 134.3, 131.4, 130.6, 130.2, 129.9, 129.1, 125.4, 120.6, 98.5, 62.2, 47.9, 40.2, 26.5,
15.1; HRMS-ES (m/z): [M + NH4]+ calcd for Co;Hp3N4OsBrl, 616.9897; found, 616.9938.
Synthesis of N-Methyl Amide 25c. To a stirred suspension of NaH (16 mg, 60%
dispersion in mineral oil, 0.400 mmol) in THF (10 mL) was added a solution of amide 24c (220
mg, 0.366 mmol) in THF (2 mL) at 0 °C. The mixture was stirred at 0 °C for 15 min and at rt for
30 min. To the solution was added Mel (0.027 mL, 0.434 mmol) at 0 °C and the reaction mixture
was stirred at rt overnight. The reaction mixture was diluted with saturated aqueous NaHCO; (30
mL) and extracted with EtOAc (100 mL). The organic layer was dried over Na,SO, and
concentrated in vacuo. The residue was purified by flash column chromatography (2:1
EtOAc:hexanes) to give the N-methyl amide 25¢ (213 mg, 95%). '"H NMR (300 MHz, toluene-ds,
90 °C) 6 7.72 (d, J=8.2 Hz 1H), 7.22 (d, J = 7.5 Hz, 1H), 7.14-7.08 (m, 2H), 6.98 (m, 1H), 6.68
(m, 1H), 6.43 (br s, 1H), 4.13-4.04 (m, 4H), 2.79 (s, 3H), 2.30 (br s, 2H), 1.07 (t, J = 7.0 Hz 3H);
*C NMR (75 MHz, toluene-ds, 90 °C) & 168.2, 155.2, 149.2, 148.2 133.8, 133.1, 132.0, 131.7,
131.4, 130.2, 129.0, 127.3, 124.8, 106.9, 61.4, 47.7, 40.3, 37.3, 27.0, 14.7, HRMS-ES (m/z):

[M + H]+ calcd for C,,H»>N305IBr, 613.9788; found, 613.9805.

Heck Cyclization of Amide 25c. To a solution of N-methyl amide 25c (213 mg, 0.347
mmol) in DMA (7.0 mL) were added Pd(OAc), (7.8 mg, 0.035 mmol), PPh; (27 mg, 0.104
mmol), N-BusNBr (224 mg, 0.694 mmol) and K,CO;3 (96 mg, 0.694 mmol). The mixture was
stirred at 100 °C for 1 h. The catalyst was removed by filtration and washed with EtOAc (200
mL). The filtrate was washed with water (3%x20 mL) and brine (20 mL), dried over Na,SO, and
concentrated in vacuo. The residue was purified by flash column chromatography (1:1 to 3:1

EtOAc:hexanes) to give a mixture of Heck product 26¢ and pentacyclic Heck product 27 (86 mg,
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51%, 26¢:27 = 1:0.15, 85% based on recovered starting material) and unreacted amide 25c (86
mg, 40%). For analytical purposes further purification of 26¢ and 27 was achieved by careful
flash column chromatography (1:10 EtOAc: CH,CL).

Heck Product 26¢: '"H NMR (300 MHz, toluene-dg, 90 °C) & 7.71 (s, 1H), 7.09 (dd, J =
1.3, 8.0 Hz, 1H), 7.05 (dd, J = 1.3, 7.9 Hz, 1H), 6.79 (ddd, J = 1.4, 7.5, 7.5 Hz, 1H), 6.75 (dd, J =
1.0, 8.2 Hz, 1H), 6.66-6.61 (m, 2H), 6.23 (dd, J=0.9, 7.7 Hz, 1H), 4.24 (ddd, J=3.9, 12.8, 12.8
Hz, 1H), 4.03 (q, J = 7.0 Hz, 2H), 4.01 (m, 1H), 2.84 (s, 3H), 2.82-2.74 (m, 1H), 1.46 (ddd, J =
3.1,3.7, 13.7 Hz, 1H), 1.04 (t, J = 7.1 Hz, 3H); °C NMR (75 MHz, toluene-ds, 90 °C) & 176.7,
153.3, 150.8, 146.3, 133.0, 132.6, 132.2, 130.7, 130.1, 129.2, 127.5, 126.9, 123.9, 119.7, 108.5,
107.1, 62.4, 51.1, 38.0, 28.2, 26.3, 14.3; HRMS-ES [M+H]" calcd for C;,H,;BrN;Os, 486.0665;
found, 486.0695.

Pentacyclic Heck Adduct 27: 'H NMR (300 MHz, toluene-ds, 90 °C) & 7.48 (s, 1H),
7.42 (dd, J=1.2, 7.9 Hz, 1H), 7.08 (dd, J = 1.3, 9.5 Hz, 1H), 6.99-6.89 m, 2H), 6.64 (t, J="7.9
Hz, 1H), 6.16 (d, J=7.2 Hz, 1H), 4.04-3.89 (m, 2H), 3.79 (ddd, J = 5.3, 13.3, 13.3 Hz, 1H), 3.40
(dd, J=5.2, 13.1 Hz, 1H), 2.59 (s, 3H), 1.59 (ddd, J = 1.2, 5.3, 12.8 Hz, 1H), 1.36 (ddd, J = 5.7,
13.5, 13.5 Hz, 1H), 1.06 (t, J = 7.1 Hz, 3H); *C NMR (100 MHz, CD,Cl,) & 180.6, 153.2, 148.9,
144.3, 133.3, 131.1, 130.1, 129.9, 129.6, 128.1, 126.1, 126.0, 125.0, 117.1, 108.7, 107.9, 63.2,
48.6, 38.4 (d, J = 27.4 Hz), 38.0, 26.7, 14.5; HRMS-ES [M+H]" calcd for C2,HyoN30s, 406.1403;
found, 406.1423.

Preparation of Aniline 28. To a solution of Heck products 26¢ and 27 (149 mg, 6:1
mixture) in EtOH (6 mL) and H,O (1.5 mL) was added iron powder (86 mg, 1.54 mmol) and
concentrated HCI (12 N, 10 uL). The mixture was stirred at 85 °C for 2 h and then cooled to rt.

The mixture was filtered and the filtrate was concentrated. The residue obtained was diluted with
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EtOAc and H,0O. The organic layer was separated and the aqueous layer was extracted with
EtOAc. The combined organic phases were dried over Na,SO4 and concentrated under reduced
pressure. The residue was purified by flash column chromatography (1:5 EtOAc:CH,Cl,) to give
aniline 28 (103 mg, 84%). '"H NMR (300 MHz, toluene-dg, 90 °C) & 7.53 (s, 1H), 6.98-6.96 (m,
1H), 6.84 (d, J = 8.2 Hz, 1H), 6.68 (t, J = 7.6 Hz, 1H), 6.55 (t, J = 7.6 Hz, 1H), 6.32 (t, J="7.4
Hz, 1H), 6.17 (d, J = 8.0 Hz, 1H), 6.02 (d, J = 7.8 Hz, 1H), 4.23-4.18 (m, 2H), 4.02 (q, J = 7.1
Hz, 2H), 3.63 (br s, 2H), 2.90-2.79 (m, 1H), 2.64 (s, 3H), 1.54 (ddd, J = 3.3, 3.3, 13.9 Hz, 1H),
0.99 (t, J = 7.1 Hz, 3H); >C NMR (75 MHz, CD,Cl,) § 179.1, 154.0, 146.0, 131.0, 130.7, 130.11,
130.06, 128.3, 127.2, 123.3, 119.7, 117.5, 115.8, 109.6, 107.7, 62.7, 51.8, 37.7, 28.2, 27.0, 14.8;
HRMS-ES [M+H]" calcd for C»,H»3BrN;03, 456.0925; found, 456.0929.

Synthesis of N-Boc Aniline 29c. To a stirred solution of aniline 28 (7.5 mg, 0.016 mmol)
in THF (1.0 mL) and H,O (0.5 mL) were added K,CO; (34.0 mg, 0.246 mmol) and (Boc),O
(35.8 mg, 0.164 mmol). The reaction mixture was stirred at 60 °C. After 12 h, additional (Boc),O
(16.8 mg, 0.077 mmol) was added. After another 12 h, the mixture was diluted with EtOAc (30
mL). The organic layer was washed with saturated aqueous NaHCO; (10 mL), dried over
Na,SO,4 and concentrated in vacuo. The residue was purified by flash column chromatography
(1:10 EtOAc:CH,Cl) to give N-Boc aniline 29¢ (8.2 mg, 90%). 'H NMR (300 MHz, toluene-ds,
90 °C) & 8.14 (dd, J = 1.1, 8.3 Hz, 1H), 7.42 (br s, 2H), 7.06-7.03 (m, 1H), 6.90-6.83 (m, 2H),
6.58-6.49 (m, 2H), 6.00 (d, J = 7.8 Hz, 1H), 4.16 (dd, J = 3.5, 8.6 Hz, 2H), 4.00 (q, J = 7.1 Hz,
2H), 2.78 (ddd, J = 8.3, 8.3, 13.8 Hz, 1H), 2.59 (s, 3H), 1.57 (ddd, J = 3.6, 3.6, 13.9 Hz, 1H),
1.48 (s, 9H), 0.97 (t, J = 7.1 Hz, 3H); °C NMR (100 MHz, CDCls, peaks of major rotamer) &

178.8, 153.8, 153.6, 145.7, 137.5, 131.7, 130.7, 130.4, 129.4, 128.5, 127.7, 127.3, 122.5, 120.8,
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119.7, 108.7, 107.9, 80.3, 62.9, 52.2, 38.1, 28.8, 28.4, 27.0, 15.0; HRMS-ES [M+NH,4]" calcd for
C,7H35BrN4Os, 573.1713; found, 573.1730.

Synthesis of Pentacyclic Aminal 30c. To a stirred solution of N-Boc aniline 29¢ (177
mg, 0.319 mmol) in THF (8 mL) was added AlH3;-Me,NEt (0.77 mL, 0.5 M in toluene, 0.385
mmol) dropwise at 0 °C. After 30 min, the temperature was raised to rt. After 2 h, the mixture
was quenched with saturated aqueous Na,SO, (0.3 mL) and stirred at rt for 2 h. The mixture was
diluted with EtOAc (20 mL), dried over Na,SO4 and concentrated in vacuo. The residue was
purified by flash column chromatography (1:5 to 1:1 EtOAc:hexanes) to give pentacyclic aminal
30c (116 mg, 67%). '"H NMR (300 MHz, toluene-dg, 90 °C) & 7.37 (s, 1H), 7.19 (dd, J = 1.6, 7.4
Hz, 1H), 7.10 (dd, J = 1.1, 7.8 Hz, 1H), 6.79 (ddd, J = 1.7, 7.5, 7.5 Hz, 1H), 6.72 (ddd, J = 1.4,
7.3, 7.3 Hz, 1H), 6.46-6.39 (m, 2H), 5.90-5.86 (m, 2H), 4.11 (m, 1H), 4.04 (q, J = 7.1 Hz, 2H),
3.32 (ddd, J=3.4, 10.0, 13.4 Hz, 1H), 2.84 (s, 3H), 2.28 (ddd, J = 4.1, 10.1, 14.1 Hz, 1H), 1.92
(ddd, J = 3.5, 6.1, 14.0 Hz, 1H), 1.32 (s, 9H), 1.03 (t, J = 7.1 Hz, 3H); C NMR (75 MHz,
toluene-ds, 90 °C) o 154.5, 153.5, 153.0, 138.7, 134.2, 130.6, 129.8, 126.4, 126.3, 126.2, 125.8,

125.1, 122.6, 118.9, 114.3, 85.5, 80.8, 62.0, 53.0, 40.5, 33.8, 30.4, 28.2, 14.4; HRMS-ES
[M+H]Jr calcd for C,7H3,BrN5;Oy4, 540.1498; found, 540.1484.

Preparation of Enamine 40. Pentacyclic aminal 30c (38.2 mg, 0.071 mmol) was
dissolved in EtOH (2.0 mL) and 1 N aqueous KOH (2.0 mL) and the mixture was refluxed for 2
h. EtOH was removed under reduced pressure. The residue was diluted with EtOAc (20 mL) and
saturated aqueous NaHCO; (10 mL). The organic layer was dried over Na,SO4 and concentrated
in vacuo. The residue was used for the next step without further purification. "H NMR (400 MHz,
CD,Cly) 6 7.21-7.16 (m, 2H), 7.01-6.96 (m, 2H), 6.77 (t, J = 7.9 Hz, 1H), 6.74 (s, 1H), 6.55 (d, J

=7.5Hz, 1H), 6.19 (d, J = 7.7 Hz, 1H), 5.80 (s, 1H), 3.89 (brs, 1H), 3.47 (ddd, J = 4.6, 4.6, 11.4
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Hz, 1H), 3.24 (ddd, J = 3.1, 11.0, 11.0 Hz, 1H), 2.95 (s, 3H), 2.39 (ddd, J = 3.9, 10.3, 13.8 Hz,
1H), 2.22 (ddd, J = 3.2, 4.8, 13.6 Hz, 1H), 1.51 (s, 9H); LRMS-ES [M+H]" caled for
C24H27B1N30,, 468.1; found, 468.2.

Allylation of Enamine 40. The above crude enamine 40 was dissolved in THF (3.0 mL).
To the solution was added LDA (0.35 mL, 0.3 M in THF, 0.105 mmol) at -78 °C. After 20 min
allyl iodide (0.01 mL, 0.109 mmol) was added, and the mixture was gradually warmed to rt. The
mixture was diluted with saturated aqueous NaHCO; (10 mL) and EtOAc (25 mL). The organic
layer was dried over Na,SO4 and concentrated in vacuo. The residue was purified by flash
column chromatography (1:3 to 1:1 EtOAc:hexanes) to give C-allyl product 41 (20.7 mg, 58%)
and N-allyl enamine 66 (10.5 mg, 29%).

C-Allyl Product 41: "H NMR (400 MHz, CDCl3) & 8.83 (s, 1H), 7.53 (dd, J = 3.0, 5.8 Hz,
1H), 7.02-6.96 (m, 3H), 6.73 (t, J = 7.9 Hz, 1H), 6.57 (d, J = 8.0 Hz, 1H), 6.26 (d, J = 7.8 Hz,
1H), 5.71-5.61 (m, 1H), 5.53 (s, 1H), 5.03-4.93 (m, 2H), 4.04 (dd, J = 5.3, 18.7 Hz, 1H), 3.61
(ddd, J =4.5, 4.5, 12.5 Hz, 1H), 2.98 (s, 3H), 2.67-2.62 (m, 2H), 2.42 (ddd, J = 6.0, 13.3, 13.3
Hz, 1H), 1.93 (dd, J = 5.4, 13.7 Hz, 1H), 1.46 (s, 9H); °C NMR (75 MHz, CDCls) & 166.1,
154.9, 153.2, 139.6, 133.0, 132.5, 129.7, 127.2, 126.5, 125.0, 124.9, 123.9, 119.5, 118.9, 106.1,
83.8, 81.9, 55.7, 47.4, 43.0, 42.1, 32.1, 29.0, 28.6; HRMS-ES [M+H]" calcd for Cp7H3BrN;0,,
508.1600; found, 508.1601.

N-Allyl Product 66: '"H NMR (400 MHz, CD,Cl,) & 7.19-7.15 (m,
2H), 7.00-6.96 (m, 2H), 6.76 (t, J = 7.9 Hz, 1H), 6.55 (s, 1H), 6.54 (d, J =
8.7 Hz, 1H), 6.19 (d, J = 7.7 Hz, 1H), 6.00-5.91 (m, 1H), 5.77 (s, 1H), 5.36-

5.22 (m, 2H), 3.69 (d, J = 6.0 Hz, 2H), 3.33 (ddd, J = 4.5, 4.5, 11.4 Hz, 1H),

2.99 (ddd, J=3.1, 11.2, 11.2 Hz, 1H), 2.95 (s, 3H), 2.43 (ddd, J = 3.5, 10.4,



S19

13.9 Hz, 1H), 2.23 (ddd, J = 3.2, 4.7, 13.6 Hz, 1H), 1.51 (s, 9H); LRMS-ES [M+H]" calcd for
C,7H31BrN;0,, 508.2; found, 508.3.

Formation of a-Ethoxy Carbamate 42. To a stirred solution of imine 41 (20.7 mg,
0.041 mmol) in EtOH (1.0 mL) was added diethyl pyrocarbonate (7.2 pL, 0.049 mmol) at rt.
After 10 min the solvent was removed under reduced pressure. The crude residue was used for
the next step without further purification. '"H NMR (400 MHz, CD,CL) & 7.44-7.42 (m, 1H),
7.11 (s, 1H), 7.09 (s, 1H), 7.06-7.00 (m, 2H), 6.72 (t, J = 7.8 Hz, 1H), 6.60 (d, J = 8.0 Hz, 1H),
6.23 (d, J =7.3 Hz, 1H), 5.75 (s, 1H), 5.61-5.51 (m, 1H), 4.80 (d, J = 17.0 Hz, 1H), 4.67 (d, J =
10.0 Hz, 1H), 4.27-4.15 (m, 3H), 3.98-3.92 (m, 2H), 3.73 (ddd, J = 5.3, 8.2, 13.5 Hz, 1H), 3.24
(dd, J=5.5, 15.0 Hz 1H), 2.95 (s, 3H), 2.65 (dd, J = 7.5, 14.9 Hz, 1H), 2.37 (ddd, J = 5.3, 8.6
13.9 Hz, 1H), 1.88 (ddd, J =5.2, 6.8, 14.1 Hz, 1H), 1.51 (s, 9H), 1.33 (t, J=7.1 Hz, 3H), 1.26 (t,
J=7.0 Hz, 3H); LRMS-ES [M+H]" calcd for C3,H4;BrN3Os, 626.2; found, 626.4.

Synthesis of Hexacyclic Acetal 43. To a solution of the above crude N,O-acetal 42 in
dioxane (2.0 mL) and H,O (1.0 mL) was added NMO (47.7 mg, 0.407 mmol) at 0 °C, followed
by OsO4 (0.01 mL, 4 wt% in H,O). The mixture was gradually warmed to rt. The mixture was
stirred at rt for 3 h and then diluted with saturated aqueous Na,S,0; (10 mL) and EtOAc (20 mL).
The organic layer was dried over Na,SO4 and concentrated in vacuo. The crude residue was
dissolved in THF (2.0 mL) and H,O (1.0 mL) and NalO4 (87.0 mg, 0.407 mmol) was added. The
mixture was stirred at rt for 1 h and then diluted with saturated aqueous NaHCO; (10 mL) and
EtOAc (20 mL). The organic layer was dried over Na,SO4 and concentrated in vacuo. The
residue was purified by flash column chromatography (1:3 EtOAc:hexanes) to give two
separable diastereomers of hexacyclic acetal 43 (7.7 mg and 2.9 mg, 42% for 3 steps). More

polar major diastereomer of 43: 'H NMR (400 MHz, CD,Cl,) 6 7.59 (dd, J = 3.6, 5.6 Hz, 1H),
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7.05-7.02 (m, 3H), 6.99 (s, 1H), 6.77 (t, J = 7.9 Hz, 1H), 6.58 (d, J = 8.0 Hz, 1H), 6.30 (d, J =
7.4 Hz, 1H), 5.55 (s, 1H), 5.26 (dd, J= 1.1, 5.3 Hz, 1H), 4.25 (q, J = 7.1 Hz, 2H), 3.73 (ddd, J =
7.1, 9.7, 14.2 Hz, 1H), 3.60 (ddd, J = 4.4, 6.1, 13.0 Hz, 1H), 3.48-3.41 (m, 2H), 2.99 (s, 3H),
2.88 (dd, J=5.4, 13.0 Hz, 1H), 2.46 (ddd, J =4.9,9.4, 16.9 Hz, 1H), 2.06 (ddd, J=4.3, 6.1, 14.2
Hz, 1H), 1.98 (dd, J=1.2, 13.0 Hz, 1H), 1.51 (s, 9H), 1.33 (t,J=7.1 Hz, 3H), 1.13 (t, J = 7.1 Hz,
3H); °C NMR (75 MHz, CDCl;) & 157.4, 154.8, 153.5, 138.8, 137.3, 131.1, 129.8, 126.9, 126.2,
124.8, 124.3, 124.2, 118.7, 106.2, 101.5, 85.6, 84.4, 82.0, 62.9, 62.2, 57.1, 48.1, 44.4, 39.8, 32.1,
29.5, 28.6, 15.6, 15.3; HRMS-ES [M+H]" calcd for C3;H30BrN3;Os, 628.2022; found, 628.1996.
Less polar minor diastereomer of 43: "H NMR (300 MHz, CD,Cl,) & 7.48 (dd, J = 3.9, 5.3 Hz,
1H), 7.04 (s, 1H), 7.03-6.99 (m, 3H), 6.70 (t, J = 7.9 Hz, 1H), 6.56 (d, J=7.3 Hz, 1H), 6.20 (d, J
= 7.6 Hz, 1H), 5.61 (br s, 1H), 5.17 (dd, J = 1.8, 6.2 Hz, 1H), 4.38-4.24 (m, 2H), 3.86-3.71 (m,
2H), 3.60-3.42 (m, 2H), 2.95 (s, 3H), 2.84-2.71 (m, 2H), 2.35-2.31 (m, 1H), 2.04 (ddd, J = 5.6,
5.6, 14.1 Hz, 1H), 1.48 (s, 9H), 1.33 (t, J = 7.1 Hz, 3H), 1.20 (t, J = 7.1 Hz, 3H); LRMS-ES

[M+H]" calcd for C31H3oBrN3Os, 628.2; found, 628.4.
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F2 - Processing parameters
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Current Data Parameters

NAME PL-Juni7-09
EXPNO 1
PROCNO 1

F2 - Acguisition Parameters

Date_ 20090617
Time 17.59
INSTRUM spect
PROBHD 5 mm BBI I1H-B
PULPROG 2g30
10 055536
SOLVENT COC13
NS i6
ns 2
SHH B8278.146
FIORES 0.1P6314
x| 3.9584243
HG 6545.1
Ok 60.400
OE 5.00
TE 300.0
01 1.00000000
============ CHANNEL f1
NUC1 1H
Pl B.45
pPL1 Q.00
SFO01 4001324710

F2 - Processing parameters

51 32768
SF 4001300000
WOW no
5SB ]
LB 0.00
GB a
PC 1.00

10 NMS plot parameters

CX 20.00
FiP 11.000
Fi 4401.43
Fap -1.000
F2 -400.13
PPMCM 0.60000
HICM 240.07800

MHz

Hz

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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NH5
cdrreri D51 Faremeters
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============ [HANNEL 1 ===========
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ALl 0.00 d&
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==== CHANNEL f2 ===========
CPOPRGZ waliz1§
NUCZ iH
PCRGZ 110.00 usec
L2 0.00 dB
BL12 17.50 dB
PL12 17 .50 d8
SFO2 3001313005 MHz
£Z - Processing parameters
ST 32768
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EM
G
.00 Hz
4]
1.4¢
perameters
20.60
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Current Data Parameters

NAME PL-Jun27-09
EXPND 1
PROCND 1

F2 - Acquisition Parameters

Date_ 20090527
Time 14,18
INSTRUM spect
PACEHD 5 mm GNP 4H/1
PULPROG 7930
0 65536
SOLVENT coci3
NS 16
05 2
SWH 5172.832
FIDAES 0.094190
AQ 5. 30845660
RG ’ 35.9
0w 81.000
0E 6.00
TE 300.0
01 1.00000000
============ [HANNEL f1
NUCH 1H
P1 11.70
PLE 0.00
SF03 299.8716518

F2 - Processing parameters

51 32768
SF 289.B700000
WOW no
558 0
Lg 0.00
GB 0
PC 1.00

10 NMR plot parameters

Cx 20.00
Fip 11.000
F1 3298.57
Fzp -1.000
F2 -299.87
PPMCM 050000
HZCM 175.92200

MHz

Hz

cm
ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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Current Data Parameters

NAME PL-Jun27-09
EXPNQ 2
PROCND 1

S30

F2 - Acquisitiaon Parameters

Date_ 20090627
Time 14,27
INSTRUM spect
PROBHO 5 mm GNP 1H/1
PULPROG zgpng30
m 55536
SOLVENT coci3
NS 154
als} 4
SHH 18796.992
FIDRES 0.286818
AQ 1.7433076
RG 024
O 26 600
DE 6.00
TE 300.0
D1 2.00000000
D11 0.03000000
D12 0.000G2000
============ [CHANNEL {1
NUCY 13C
P1i 5.40
pLY -6.00
SFO1 75.4106357
============ CHANNEL {2
CPDPRG2 waltzib
Nuc2 iH
PCPO2 115.00
PL2 .00
PL12 20.00
PL13 20.00
SFo2 293.8714895

F2 - Processing parameters

51 32768
SF 75.4024044
WOH EM
5SB 0
LB 1.00
GB 0
FC 1,40

1D NMA plot parameters

94 20.00
Fip 215.000
F1 16211.52
F2p -5.000
F2 -377.01
PPMCH 11.00000
HZCM 829.42645

MHz

Hz

ppm

Hz

ppm

Hz
ppm/cm
Hz/em
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CH,OBOM
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CO,Et
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S31

Current Data Parameters

NAME PL~Jun29-09
EXPNO 1
PROCNO 1

FZ - Acquisition Parameters

Date_ 20080629
Time 13.54
INSTRUM spect
PROBHD 5 mm GNP 1H/1
PULPADG 7930
0 65535
SOLVENT CoC13
NS 16
[1N) 2
SwH B172.839
FIDARES 0.094130
Al 5.3084660
RG 45.3
oW 81.000
DE 6.00
TE 300.0
Di 1.00000000
============ CHANNEL f1
NUC1 1H
P1 11.70
PL1 0.00
SFO1 299.8718518

F2 - Processing parameters

51 32768
SF 299.8700000
WOW no
558 o]
LB 0.0¢
GB 1]
PC 1.00

1D NMR plot parameters

CX 20.00
FiP 11.000
Fi1 3298 .57
Fop -1.000
Fe ~289 .87
PPMCM 0.60000
HZCM 178.92200

MHz

Hz

cm
ppm

Hz

ppm

Hz
pom/cm
Hz/cm
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S§32

CH,0BOM
|
0 NO,
N = 24a
H N
COZEt Current Data Parameters
; - e s . - . NAME PL=-Jun?29-09
TR i - B e BT o oo B s o e s B s VR T B T B To B e B e B e o B To Mo T s o B o B To M| r~ ) (o] ) EXPNO 2
A~ MNOMW0 —- - OMDOOSQWW3U @OWDD MM w i Y ™
e CoWwWoOOMmMM@OMO~D—=M=—=0<ToWTo S OM0n oo~ =3 s] @ ~r PROCNA 1
a T oMM @ommo g O Moo NS = 00~ 000 @ ~ @ i ~
[TeanloRRS RS e s I v I £ BN A s N A B o s B A VAN A VN AV AUEN o VRN E R SVEN a VN o VNN o3 i = ) I L A SN & S Vo B d o ~r &p] U ~ F2 - Acquisition Parameters
— AR s e g e s e Date 21050629
Time 13.88
INSTAUM spect
! PAOBHD 5 mm ONP 4H/1
PULPROG Zgng30
D 55536
SOLVENT COC13
NS 83
) DS 4
' SHH 16796.992 Hz
FIDRES 0.268681S Hz
AR 1.7433076 sec
RG 1024
Do 26.600 usec
oE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
. D11 0.03000000 sec
012 0.00002000 sec
= ============ [HANNEL f] ==s==s=====:
NUC1 13C
P1 5.40 usec
PL1 -5.0C dB
SFO4 75.4106357 MHz
- ============ [HANNEL {2 ===========:
CPDPRG2 waltzif
NuCcz 1H
RCPO2 115.00 usec
FL2 0.00 dB
PLiZ2 20.00 dB
PLA3 . 20.00 dB
SFO2 299 8714995 MHz
’ F2 -'Processing parameters
51 32768
SF 75.4023975 MHz
WOW EM
548 0
La $.00 Hz
GB 0
PC 1.40
10 NMA plot parameters
melmb‘ ) W , f*‘ ’ ) Cx 20.00 cm
Aot N e L Fip 215.000 pom
Fi 16211.52 Hz
F2p -5.000 ppm
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 i T T | T T T T —l— FE _377'01 HZ
ppm 200 175 150 126 100 75 50 25 0 PEMCH 11.00000 pom/cm

HZLM 823 .42639 Hz/cm
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CH,OBOM

N = 25a
Me

N. in CD3CN at rt
CO,Et
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S33

Current Data Parameters

NAME PL-Ju115-G9
EXPNO 3
PROCND 1

F2 - Acguisition Parameters

Date_ 20080715
Time 12.54
INSTRUM spect
PROBHO 5 mm GNP 1KH/1
PULPROG 2930
™ B5536
SOLVENT CO3CN
NS 16
0s 2
SkH E6172.839
FIORES 0.034190
-1 5.30B4660
HG i01.6
0w 81.000
DE 6.00
TE 300.0
01 1.0G000000
==ssm======== CHANNEL f1
NUCT 1H
Pi 11.70
PLI 0.00
SFO1 299.8718518

usec
a8
MHz

F2 - Processing parameters

51 32768
SF 299.8700000
WOW no
558 0
LB 0.00
GB 0
PC 1.00

10 NMR plot parameters

CX 20.00
Fip 11.000
Fi1 3298 .57
= -1.000
F2 -298.87
PPMCM 0.60000
HZCM 179.82200

MHz

Hz

cm
pam

Hz

ppim

Hz
ppm/em
Hz/cm
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CH,OBOM
|
O NO,
/
Me 25a
N. in CD3CN at 65 degree
(:()gEt
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Current Data Parameters

NAME PL-Ju115-09
EXPNO 5
PROCND i

S34

F2 - Acquisitien Parsmeters

Date_ 20090715
Tima . 13.20
INSTRUM spect
PAOBHD S mm ONP 1H/4
PULPROG Zgpg30
TO 653536
SOLVENT CD3CN
NS 536
s 4
ShH 18795.992
FIORES 0.286819
AL i.7433076
i 512
W 26.600
DE 5.00
TE 300.0
Dt 2.00000000
011 0.03000000
bi2 000002000

=== CHANNEL f1

13C

5.40

-6.00

75.4108357

============ [HANNEL {2
CPOPRGZ waltzib
NuC2 iH
RCPD2 115.00
PLZ Q.00
PLiZ 20.00
PL13 20.00
SF02 289.8711895

o]}
MHz

F2 - Processing parameters

SI 32768
SF 75.4022761
WoK EM
SSB 0
LB 1.00
GB 0
PC 1.40

1B MMR plot parameters

CX 20.00
F1P 235.525
[ 17799 .12
F2p -13.765
Fe -1037.88
PPMCM 12.46447
HZCM 939.84961

MHz

Hz

cm

ppm

Hz

ppm

Hz
opm/Cm
Hz/cm
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CO,Et

S35
BOMO N NO,
26a
O .
N 65 degree in CD3CN
Me Current Data Parameters
: NAME PL-Jul2-09
R E YR N0 s 3R R 8E e nB IR EEYSS2Y LY EXPHO :
= OO =N OOMO DO~ DMOTO—~0U "o OU@EW < mMMOMLE N o oMW o - PROCND 1
a o0 0D MO~ ODM~M~OnIWMmS~DOMOM@MOS SO S0 00~ P~ T O =1 -
o QULSTTOAMAMMOO UM ULV EDDODMNSOOMOMNANAS NSO OO M ommoo
r-r—-r-r--r«mhhhmﬁ-mhhr\l\hmwﬁ-wﬁqquwvvvwmmms—'-r'-t—‘«‘—"—-«wﬁ -F2 - Acquisition Parameters
) ] ! j Date_ 20080712
Time 19.47
. INSTRUM spect
PAOBHD 5 mm ONP 1R/
PULPROG zq30
0 £H536
SOLVENT CO3CN
NS 16
ns ?
SWH 6172.839 Hz
FIORES 0.0941890 Hz
AQ 5.30B4660 sec
RG 143.7
Dw B1.000 usec
DE 65.00 usec
TE 300.0 K
01 1.00000000 sec
==e========= [HANNEL f1 ========:
NUC1 iH
1 11.70 usec
PLL 0.00 dB
5F01 299.8718518 MHz
F2 - Processing parameters
g7 32768
SF 299.8700000 MHz
WKW no
SSB 4]
LB 0.00 Hz
GB 0
PC 1.00
hnk%__‘JJ 10 NMR plot parameters
CX 20.00 cm
s —J Lt L Fip 11.00C pom
F1 3208.57 Hz
Fap -1.00¢ pom
F2 -299.87 Hz
— — (=] oo |m| o] oy o o~ w
g Zl3InE e zaRizsEl B g 25 2 o 175 00200 Heren
@ o= (| c% (=] © cp cp Q| O f= = 1| [s)] .
p=t il | o] —=|eou — || = |||l [3a] - oo oV

.\llll\l\'l\|14|L\n\|;||i|\|||\I‘|hx|<|\l|||\||1|\l\|||i1|||\|t|l\ltl:\l‘il'\ltl\114|\|\|;t\\]\l\l:nlll:l\|\|\||II\|\|}1|1I

pom 10 8 &) 4 2 0
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ppm
178.834
154 .510
145.216
130.068
129.587
129.385

132.110

{

CO,Et : S36

BOMO N | NO,
26a
0
N in CD3CN at £5 degree
Me Current Data Parameters
NAME PL~Jul14-08
W W) o W e~ ST~ 0 [y (=igTy) ~ O W T M @O~ = W0 WD £XPNO 2
W~ < @ = M mad [N SITs] ~ OO Y = N OO T W0
M~ 0 03 00 ST = @ @ o~ o~ 0 g~ T O 0O QM — W PROCNO i
O @ W WO @0 < w m S e MO0 — = - — o O
YO — S ~ o w 9] AR IR Iy F2 - Acquisition Parameters
e e e et
| Date_ 20080714
Time 15.28
1 / \N/ e o
i I PROBHD 5 mm GNP 1H/1
PULPROG zgpg30
0 65336
SOLVENT CO3CN
NS 604
DS 4
ShH 18796.992 Hz
FIDRES 0.286819 Hz
AQ 1.7433076 sec
RG 4096
D 26.600 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
D1t 0.03000000 sec
Dig 0.00002000 sec
============ (HANNEL f{ =====z=====:
NUC 1 13C
P 5.40 usec
PL1 -6.00 dB
SFO 75.4108357 MHz
============ CHANNEL f2 ===========
CPOPRGZ2 waltzi6
NUC2 1H
PCPD2 115.00 usec
PL2 .00 dB
PL12 2¢.00 dB
PL13 20.00 d8
502 299.8711{995 MMz
F2 - Processing parameters
sSI 32768
SF 75.4022751 MHz
WOW EM
SSB 0
LB 1.00 Hz
B [
PC 1.40
i0 NMR plot parameters
. W " | L . oL o Lo Cx 20.00 cm
huiadle b Ul L d L1l ) T T T P T VT A Y T Ty W F1P 245,000 ppm
F1 16211.49 Hz
FzP -5.000 ppm
T d (A T T T T T I T T T T T Fe -377.01 Hz
75 50 o5 0 PPMCM 11.00000 ppm/cm

HZCM §29. 42505 Hz/cm
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(%02 Et S37

BOMO Nl NHBoc
29a
N o 1n CO3CN at 65 degree
Me Current Data Parameters
NAME PL-Ju114-09
F‘LDLDD'JF‘\‘—'WVLﬂOmOf\JVqumml\-cﬂmmmﬁmCﬂmmmm[‘\mmm‘ﬂ'mm‘qCD(\JVLD EXPNG 5
u‘)mms—-mr\ovmv:\r\r«ﬁmmmomr\mvmmmmwMNMN‘ﬂmvmhmﬂmmmmw
= F"]OOOCTImm\’.ﬂ*—‘L(TNOTP\LOLDDLOL{‘]("J(\JF*OLDG‘JLOQ‘NOCDGJOLDCDP\("I(\JI“-LD('QOCDCDO PROCNO 4
o M e =T T MM MM OO = — MMM~ OM~ 0NN~ OO WO GO0 mmadl g o
& o e e e N M O OO OO WO ETTTTTTTTTTTOANUNAU— = === DO
| Fé - Acguisiticn Parameters
* ' ; | Date_ 20090714
r/////// Time . 16.26
‘ INSTAUM Spect
' PREBHD 5 mm GNP iH/1
PULPROG 2930
10 65536
SOLVENT CD3CN
NS 16
DS 2
SWH 6172 .839 Hz
FIDAES 0.094190 Hz
A0 5.30848660 sec
AG 101.6
OW 81.000 usec
0E B.00 usec
TE 300 .0 K
i 1.00000000 sec
============ (CHANNEL {4 ========:
NUC1 iH
P1 11.70 usec
PL1 .00 dB
SFOY 299.871B518 MHz
F2 - Processing parameters
SI 32768
SF 289 .8700000 MHz
WO no
558 4]
LB 0.00 Hz
GB 0
pC 1.00
| 1 10 NMA plot parameters
H J CX 20.00 cm
LJ Sl ULL— ' F1p 11.000 pom
Fi 3248 57 Hz
FaP -1.000 ppm
F2 -289 B7 Kz
® Sleiala|is o x| als =3I [ I b=d I A PPMCH 0.60000 ppm/cm
o O (O Oalir Oyod) ™~ | mn < =e) ™ L0 HZCM 179.82200 Hz/cm
= =i nainy = oy = <ﬂ|<ﬂ oy = ~ wim

rTl[l|4ILI‘ItlI\i\ITI|1I\I1I\llil\ll\I_lii!I\IIIIJI‘ILl|!|\1ki:\|\i|1I\|\{ll|!l\|\IxJI\ll\l‘lI\II\IITril\I\Ii\I‘iI\I\i]WI

ppm 10 8 5] 4 2 0
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CO,Et
E
BOMO N
| NHBoc
29a
0
N in CD3CN at 65 degree
Me
~ OO M -— v — 0O — 10O Todaoe oo O 0o WO g Al =T O W == mmMm o oo m g o —
= O TETH N DVY = o PO E O DM S - @O S - o I T A R R,
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\ /// :
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Current Data Parameters

NAME PL-Jul15-08
EXPNO i
PROCNO 1

S38

F2 - Acguisition Parameters

Date_ 20080715
Time 12.13
INSTAUM $pect
PROBHD 5 mm GNP 1H/%
PULPROG zgpg30
) B5536
SOLVENT CO3CN
NS 53t
0s 4
ShH 18796.392
FIDAES 0.2BEB19
A0 1.7433076
RG 312
W 26.600
DE .00
TE 300.0
D1 2.00000000
D11 0.03000000
D1z 0.00002000
s=========== CHANNEL fi
NUCS 13¢
=K1 9.40
PLI -6.00
SFO% 75.4106357

CHANNEL f2
CPOPRG2 waltz 16
NUC2 iH
pCPDR 115,00
pL2 0.00
pL12 20.00
PLi3 20.00
SFO2 799.8711995

F2 - Processing parameters

5I 32768
SF 75 .4022757
HDW EM
558 ¢
LB £.00
GB o
PC 1.40

10 NMR plot parameters

CX 20.00
FiP 2§5.000
Fi 16211 48
£2p -5.000
F2 -377.01
PPMCM 11.00000
HZCM 828, 42505

MHz

Hz

pam

Hz

pam

Hz
ppm/cm
Hz/cm
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S39

Current Data Parameters

NAME PL-Ju117-09
EXPNO 1
PAOCNG 1

f2 - Acqguisition Parameters

Date 20090717
Time 11.28
INSTRUM spect
PROBHD 5 mm GNP 1H/1
PULPROG 2030
o 65536
SOLYENT coci3
NS 16
0s 2
SWH 6172.839
FIDRES 0.094190
AQ 5.30845660
it} 64
D 81.000
NE 6.00
TE 300.0
01 1.00000000
sz========== [HANNEL f1
NUC1 1H
Pl 11.70
PL1 0.00
SFDY 2998718518

F2 - Processing parameters

51 32768
5F 295. 8700000
WOW no
558 0
LB .00
G8 0

PC 1.00

10 NMR plot parameters

CX 20.00
Fip 11.000
F1 J208.57
FeP -1.000
F2 -2498.87
PPMCM 0.60000
HICM 175.82200

MHz

Hz

cm

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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ppm

QO
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™
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ul
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—

151.777
139.206
139.005
134.364

134.106

130.371
128.829
128.756

126.158
=—127.807

125.796
125.731

.

125.115

124, 458
118,656

™~ W
~— =
™ @
I~ @
-t

30a

in CO3CN at 65

52. 041

dearee
O MmO @M
O M o gl Mmoo
N WM o
[T N B e e
= 07 M 0 o=

0.788
0.513
0.237
~0.038
~G.314

NN

S

Current Qata Parameters

NAME PL-Ju118-03
EXPND 3
PROCNO 1
F2 - Acquisitian Parame
Date 200890718
Time i5.07
INSTRUM spect
PROBHD 9 mm GNP 1R/
PULPROG zgpg30
0 65536
SOLYENT CO3CN
NS B4
0s 4
SWH 18796 992
FIDAES 0.286819
AG 1.7433076
RG 2048
OuW 26.600
DE 6.00
TE 300.0
D1 200000000
D11 0.03000000
D12 Q.00002000

== CHANNEL f1
NUC1 13C
P1 5.40
PL1 -5.00
SFO1 75.4106357
============ CHANNEL f2
CPOPRGZ waltzib
Nucz 1H
pcro2 119.00
pL2 0.00
PL12 20.00
PL13 230.00
SFo2 299.8711999

S40

ters

F2 - Processing parameters

SI 32768
SF 75.4023410
WOW Ew
SSB 0
LB 1.00
GB 0
PC 1.40

1D NMR plot pearameters

CX 20.00
FiP 215.000
Fi1 16211.50
Fep -5.000
F2 -377.01
PPMCM 11.00000
HZCM B2Z 42378

MHz

Hz

cm
pRm

Hz

ppm

Hz
ppm/cm
Hz/cm
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S41

30a

Cosy
Current Dats Parameters
NAME PL-AugR3-09
EXPND 3
- PROCNG t
. -2 -
r F2 - Acquisition Paramgters
= Date_ 20050802
g Time 23.44
= INSTAUM spect
- FROBHD 5 mm BBI §H-B
F PULPADG ajb._cosygsmfin
F 0 2648
= SOLVENT €oC13
= NS 4
~ - 0s a8
= 0 SHH 2937 602 Hz
FTORES 1.463673 Hz
- AR 0.34i6584 sec
- Ag 3251
- - DK 166.800 usec
s - 0E §.00 usec
. = = TE 300.0 K
. “ bl . *‘ E 0o 0.00000300 sec
* = oL 4.60008000 sec
- < E 413 0.00000300 Sec
p = 2 016 0,00020000 sec
E d20 0.00120300 sec
- - - s [ 3 E N 0.00009360 sec
: M r CHANNEL F1
- rs £ NUC1 1H
= [ 7.35 usec
» P2 1478 usec
o o k] - LY 0.00 dB
N F SF01 4001317774 HHz
T - R . o 4 - = GAADIENT CHANNEL ==
¥ P e X ¥ o pig 1000.00 usec
% : :
- C 1 - ACqQuisition parameters
* % - E NDO 2
. n 0 656
C SFO1 400.1318 MHz
- F FIORES 9.210277 Hz
E Sw 13.350 ppm
| 5 F2 - Prgressing parameters
* E 51 2048
E SF £00.1300000 MHz
* E HOM SINE
E 558 0
4+ = g F L8 0.00 Hz
E e} 0
- FC i.40
- -
- F1 - Pracessing parameters
~ B8 SI 1024
- r Mz TPPL
r 53 400.1300000 WHz
r WO SIKE
- 558 o
- 8 .00 He
= B o
- 20 NMA plot parameters
| Cx2 15.00 cm
= 10 cx1 15.00 tm
C FarLe B8.168 ppm
- . - E FaLo 327618 Hz
E E2PHI 0.686 ppm
. = F2HI 278,58 Hz
c ppm F1PLD 11.117 ppm
C FiLO 4448 32 Hz
F4PHI -2.232 ppm
F1HI -893.56 Hz
|||II\#||II|ILt\\IIIiIIllIWilIlI[\\Illllllllltllllltl\\illlli‘\IIIE\\iIlII\ F2PPMEY, U.45544BD;I}'EF’I
FaHZCM 199.84045 Hz/em
7 & 5 4 3 2 i F 1PPMCH 0.63002 ppavem

FAHZCM 356.13537 Hz/cm
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HMQC

[ pgm

S42

Corrent Bata Paranaters

HAWE P1,-BugD3-09
EXenG H
PROCHY 1

F2 - keOuisition Parzmeters

Date_ E

Time 23.03
IHSTRIM spect
FROBKD 5 on BAI 1H-2
PULPROG invdgptn
T 2048
SOLVENT ye]
N 2
o5 o0
M 2987602 %41

FIBRES 1463672 Ha
AR 0.3418564 ser
e T256.2
o 166, 800 user
=« €.00 user
TE 0.0 K
DNSTZ 1450000000
ad 0.00000300 sec
01 153631298 dec
a2 000364628 zec
L2 0.00172454 sec
d11 003000000 zec
52 0.,00000500 5EC
[ ©.00620000 SEC
420 0.00052214 o8
525 0.00224428 sec
NG 0 06001420 sec

CHENNEL 11

iCt H
a1 7.39 usec

“p2 14.78 useC
AL o of
F0 4001357775 Wiz

CHeriEL 2

CPOPREZ
L+
Fa
Pt
PCPD2
e
L2 5.30 0B
sF02 1006262332 W2
zes=mzzzzaws GRAADTENT CHAHMEL se=mrere
GRNLHL SIHE . 100
CPHAMZ SINE. 100
BRI SINE. 100
PXs 17.00 %
2] 20,00 X
w3 25,00 %
) 17.00 %
Zad] 20.00 %
GAYa 25.00 5
&rZy 17.00 X
P12 20,00 %
[rore] .00 %
Fi6 100000 wser

F1 - Acauisitien pacameters

L) 4
T 256
SFOL 100 5202 iz
FIDRES £5.544407 Hx
Y 1BE. 751 pam

F2 - Processing peraneters

51 2
& 4001300000 KHE
Wt OSINE
550 H
[ 0.00 H2
6 0
L 1.60

Ft - Processing parameters

s 1024
]
= 1006127290 #iz
D GSINE
558 H
e .00 H
GE o

20 NN piot parameters

k2 20.00
xd 15.00 cr
F2PLD 7.734 pps
Fag 309322 H
FEPKI ©.725 pom
Faul 290 24 Hz
FiPLD 137,42 pem
FiLo 13796.44 Hz
FiPHL 1.789 ppn
Finl $79.97 Hz
FAPPHCH . ppr/cm
F2HIDM Hzfcx
FIRMIM por/on
FAZOH Mr/em
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NOESY 30a
Current Data Parameters
NAME PL-4ug03-08
WO~ = m oo @ EXPNO 4
M~ =~ [= o= To B oy B PROCND 6
w L ~ < M~ M o= (L0
0o o = W < — @ U0
M m o, S =T = M M F2 - Acguisition Parameters
M~ M~ O Moy ooy U Date_ 20090803
Time 2.58
INSTRUM spect
PROBHD S mm BBI 1H-B8
AULPADG noesyaptp
1D 2048
SOLVENT CDCi3
NS &
DS 8
SWH 2997 602 Hz
FIDRES 1.463673 Hz
A0 0.3416964 sec
AG 71.8
oW §66.B0C usec
oE 6.00 usec
TE 300.0 K
lijs] 0.00000300 sec
D1 4.00000000 sec
B} 0.B000D00T sec
018 0.00020000 sec
a20 0.398B0002 sec
IND 0.00012486 sec
CHANNEL £1 =
1H
7.39 usec
14.78 usec
§.00 dB
SFO1 400.1317774 MHz
============ GRADIENT CHANNEL ========
GPNAMA sine. 100
GPNAMZ sine. 100
GPX1 0.00 %
GPx2 0.00 %
GPY1 c.00 %
GPY2 ¢.00 %
H19 6P24 40.00 %
GPZ2 -40.00 %
P16 1000.00 usec
F2 - Processing parameters
HG 51 2048
k SF 400.1300092 MHz
ﬁ'\W( N m Y "‘nr WO GSINE
558 2
LB 0,00 Hz
. G8 ]
w To) < o |= = o m|m PC . 1.00
- = (=] [fy] ~ (3] o = |m
< e - < = i 8 i 10 NMA plot parameters
< < = = = < : Qe CX 20.00 cm
[ { [ [ | | - [
FiP 11.000 ppm
Fi 4401.43 Hz
Fep -1.000 ppm
|||1H:|||\||<|\H||||<|\1\|H|1|r||\|\111|»l\111111\l\liilullr‘milmli[ll F2 =400 .13 Hz
ppm 8 6 4 2 PEMCM 0.60000 ppm/cim

HZCM 24007800 Hz/cm
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ppm

Integral

NOESY 30a
O 1 O wn o
Ol M) @O ~ a Wi
T O T O < @
MO @ M ~ w
o QY o= O ~
W0 O O T =T
H6
H19
N v
< T (9)] n [atalag]
L] (s3] o mn =1
8 [an] [ ] o [l R}
- < [ ] fan] (RN ]
- 1 1 i [} 1
IILII!I\IIII1l\li{llilil\I\IEI|II\|\IIII\l\IIII\IEII\I\ILIIII‘ITI\lIl\lill\
ppm B 6 4 2

Current Data Parameters

S44

4]

ec

usec
usec

w
@
a

NAKE PL-Aug03-09
EXPNO 4
PROCND 2
F2 - Acquisition Parameters
Date_ 20690803
Time 2.59
INSTRUM spect
PROBHD 5 mm BBI iH-B
PULPROG noesygatp
o 2048
SOLVENT £oe13
NS 8
ns ]
Sk 2997.602
FIDRES 1.463673
A0 £.3416564
RG 71.8
OW 166.600
DE 6.00
TE 300.0
do 0.00000300
D1 4.00000000
08 0.80000001
Di6 §.00020060
220 0.39880002
IND 0.00012496
CHANNEL f1
iH
7.3%
14.78
0.00
SFO1L 400.1317774

GPNAMT sine. 100
GPANAM2 sine, 100
BPX1 0.00
EPx2 0.00
Gy a.00
GRY2 a.0¢
GPZ1 40.00
GRzZ2 -40.00
P16 100000

T2 2 e e AR AR

Usec

f2 - Processing parameters

SI 2048
SF 400.1300032
WOW QSINE
538 2
L8 g.co
GO 0
PC 1.00

10 NMR plot parameters

CX 20.00
FiP 11.000
Fi 4401.43
Fzp -1.000
2 -400.13
PPMCM {.£0000
HZCM 240.07800

MHz

Hz

ppm
Hz
ppm

Hz
pem/cn
Hz/cm
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Current Data Parameters

T L I e L L L T LI T r T I
= OOP—-(‘UTt—!LOI'\l'*-'ﬂ‘G’!(’UCOV("\C\.ILDF’)CD‘—'VCDWO!—‘N‘JOﬁﬂLONOLDNVLDWCDLE?F‘-LDOLDO PROCNO i
[=h annmmu::r\u‘:ocnw-ﬁmtrmcnr\q‘mmor—oc‘rmmwmwtrtrmm-—-ocuvmo‘)cmomor-m
=3 HLOVVmmmm-ﬂ-t—*‘—1OOO@D“ICDLF"IEﬂ*—'OG'IOJGJI'\I\-LDLD(‘"ILOLDI'\I'-I‘-LO-P"F*C)C)LDRTU'ICT]‘—'
D e e e e e e e e e e M O OO OOETTTTTFTTTOAOAAUVNUNUUQAUU - — = O D F2 - Acquisition Parameters -
| | ' Nate_ 20030723
r,,/"’//’) Time 12.56
! [ INSTAUM spect
PROBHG 5 mm ONP 1H/1
PULPROG 2030
10 65536
SOLYENT cocla
NS 16
b 2
SHH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.30B4660 sec
) 114
DW 81.000 usec
DE §.00 usec
TE 300.0 K
D1 1.000480000 sec
ssss=zamssz== CHANNEL fi ========:
NUE1 iH
Py 11.70 usec
PL1L 0 00 dB
5FO1 299, 8748516 MHz
F2 - Processing parameters
51 32768
SF 2996700000 MHz
HOW no
558 o
LB 0.00 Hz
GB o
PC 1.00
ﬂthg‘}AdijJ} 10 NMR plot parameters
CX 20.00 ¢cm
4 FiF 11.000 ppm
F1 3298.57 Hz
Fer -1.000 ppm
. Fo -299 87 Hz
- T(~[@[K]|<T|D}|OD [g8] A~ jol@m)|a| |M [=NEaN] ) =
: R E R Sl A = Toon 179 92200 Hofem
2 @ Sm|2e| el e e R e i B I y -
= ||| | o] ol o] — |l |—lo|lo|lo| |— 3| = — o)) .
Iill\'l'\IlllEl[iIlIiI\I\leliI‘I\l\I\I\!IJI\I\I\ILII\ITIIII\

|L\IJITIfl‘i|\I|Il\I\I\I\I\I\IilI\I'\l\ilil[ll\l\ltllll\lll\l\

npm 10 4 B 4 2 0
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BOMO
47
Current Data Parameters
§ . NAME PL-Jul23-09
NSO SOS D000 MUMODMUMO QO = OO0 AUDAR <t ~JdM~D EXPND 2
e S IR RN RNR S ER SIS Y bRESR IYET PROCNO i
& NP OO AN EN LN OO oYm oD~ 0000 m o oo o
:uﬂ?uﬂdgrjﬂgggg g(jg&i,(ﬁu :3 O M~ P~ M~ M~ 0o s M 0o F2 - Acquisition Parameters
i Date_ 20030723
éﬁji//J Time 13.42
INSTRUM spect
PROBHO 5 mm GNP 1H/1
PULPROG zopo30
T0 65536
SOLVENT cocl3
NS 7599
0s 4
SHH 18796.992 Hz
FIDRES 0.2686819 Hz
AG 1.7433076 sec
RG 4096
DW 26.600 usec
DE 6.00 usec
TE 300 .0 K
01 2.00000000 sec
D11 0.03000000 sec
D1z 0.00002000 sec
s=========== [HANNEL f} ===========
NUCH 13C
P1 5.40 usec
PL1 ~-6.00 B
SFO1 75.4106357 MAz
===m======== CHANNEL f2 ===========
CPOPRGZ waltz18
NUC2 iH
pPCcPD2 115,00 usec
PL2 0.00 dB
PL12 20.00 dB
PL13 20.00 dB
SF02 299.871414985 MHz
F2 - Processing parameters
SI 32764
SF 75.4023826 MHz
WO EM
558 0
LB 1.00 Hz
GB 0
pC 1.40
1 NMR plat parameters
CX 20.00 cm
Fim 234.099 ppm
F1 17651.62 Hz
Fag ~-15.190 ppm
= T T T T T T T T T T T I 0 T T T T T I T Fa -1143.37 Hz
ppm 200 150 100 50 0 PPMCM 12 .46445 ppm/cm

HZCM 939_84849 Hz/cm
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47

iflfl\II\I\I\IIII\I\Illl\I\I\I\II\IFI\ITII]IFI

COsY
> *
- - ‘ltJ‘. 9"
W L
(3 [
- -
. ® % ;. &
= 5N | ] " o
. = 0 " [
H 3 <+
L 2 B
il
LI I v
-;:; .
¢ 8
1 -
lIlIl]iT_’_l'lll\\iillll\llllli\\11"[[!!\\IIII\\IIII!\Llllll\lllllll\!llll\\Il\ll|l[\ll|ll
ppm 6 4 5

l\II|I\IIII\II\IIII\I\II\II\'\ITTIIIiI[I\I\lil\|1IIIIbI\I\I\lllill\l‘llll\l\llll\Ifl

ppm

NAME
EXPND
PROCNO

F2 - Acquisitign Parameters

S47

Current Oata Parameiers
PL-Aue01-03
;]
1

Date_ 20090802

Time 1.0&

INSTAUM spect

PROBHD 8 mm BBI 1H-8

PULPAOG  ajb.cosygsmitp

™ 2048

SOLYENT €oci3

NS ]

ns a8

Skt 3453.0349 Mz

FIDRES 3.686054 Hz

AQ 0 2966004 zec

RG 3643 4

oW 144,000 usec

oE 6.00 usec

TE 300.0 K

oa 0.00000300 sec

D1 4.00000000 sec

di3 G.00000300 sec

D16 £.00020000 sec

a20 0.00120300 sec

IO 0.00008350 sec
CHANNEL 1

NUC1 1H

Pl 7.50 usec

P2 15.00 usec

PL1 0.00 g8

SFO1 400 . 1316785 MHz

Fi1 - Acguisition parameters

KDO

0
SFO1
FIORES
Sh

51
SF
WOW
SSE
LB
GB
P

ST
MC2

WON
§58
LB
GB

cxz
CKL
F2PLO
FaLo
F2PHT
FaKri
FiPLO
Fio
FiPHI
FiHI
F2PPHCI
F2HZCM
FAPPKC)
FAHZCM

GRADIENT CHANNEL ==
1000.00 usec

€50
400.1317 MHz
8218277 Hz
13.350 ppm

F2 - Processing parameters

400. 1300000 MHz
SINE
2
4.00 Hz
¢
1.40

F1 - Processing parameters

1024
TPPL

400. 1300000 MHz
SINE
0

0.00 Hz
Q

20 NMA plat parameters

15.00

15.00

B.505

3403 6

-0.128

-49 .87

10,865

4347 48

-2.485

-994.40

M 0.57532
230.20252

M 0 _B3002
356. 12537

oo
ca
Ppm

Hz

ppm

Hz

ppm

Hz

pom

Hz
ppm/em
Hz/fcm
ppm/cm
Hz/fcm
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Me

HMQC

47

0 -

epm

S48

Cyrrent Data Parameters

HAME PL-Aug0i-03
EXPHD [
PRDCNE )

F2 - Acquisition Paramcters
Date_ 080801
Time EERY
INSTRAUM spect
PABHD 5 mo 881 {H-B
PULPROG invigoty
o 2048
SOLVENT cac13
NS &

s BD
SHH 5d63.059 HE
FADRES 1.6E5054 He
A 0.2966008 sec
AE 3649.1
o] 142,500 usEC
e 6.00 usec
TE 300.0 K
oNsT2 145, a00000D
o 0.400D0300 sec
o1 1.99631398 Ser
o2 0.0D0344E2E sec
ad 000572418 sec
a1 ©.02000000 sec
d13 &.00000300 sec
0g ©.000620000 sec
020 0.60052414 seC
o 0,0022442E sec
HD ©.80001430 sec
CHAWREL. F1
HULL H
py 750 user
P2 15.00 usec
P 8,00 df
i 400 .+ 16765 Mz
CHAMNEL f2
CRIPRGE garp
w2 £3C
F3 17.00 usec
ot 34,00 usec
POPOZ 64,00 user
Az -6.00 a8
PLiZ o de
5P 100 .6A02332 Mz

SINE, 500
SIHE. $0G

17,40 %
2000 %
25.00 %
17.00 %
ap 00 %
2500 X

00, 00 wser

Fi - hcguisition parameters
F

= GRAADIENT CHANNEL ==xezccs

NG
T0 256
01 100.6202 Wz
FIDRES 65.521107 Kz
B 166.751 par
F2 - Processing parameters
51 2048
3 400.1300000 w4z
L) OSINE
SgR 2
[u:] 0.00 hz
a
[ 1.00
F1 - Processing peraseters

s1 4
=] TRPL
= 100,6527290 ML
L) ASTNE
ss8 H
LE 0.00 Hz
=] a

2 M plot parsmeters
[25) 20.90 cr
oxy 15.00 cu
F2rLD 7.75 ppn
Fao $10£.63 H2
FePHL 0,313 gpn
Fadl 125.37 Hz
F1PLD 143961 ppn
FiLo 1448432 Hz
FLAHl £.348 ppn
FIH] 638,76 Hz
F2ZPPHCH 0.27223 ppnicn
FEHICH 14856288 Hz/oh
FIPPRIN 217446 pprica
Lo rie] 825.03728 Hzfom
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Integral

S49

NOESY 47
Current Data Parameters
NAME PL~Aug01-0G
e EXPNO g
ol PROCNG 2
[~ =
o —
oo F2 - Acguisition Parameters
< < Date_ 20020802
Time 4.13
INSTRUM spect
FROBHO 5 mm BBI iH-B
FULPROG noesygptp
L 2048
SOLVENT COC13
NS g8
0s B
SWH 3493039 Hz
FIDRES 1.GBE054 Hz
AQ 0.2566004 sec
RG 64
0w 144 800 usec
DE 6.00 usec
TE 0.0 K
lsl] 0.00000300 sec
01 400000000 sec
DE 0.B0CODD0Y sec
pi6 0.00020000 sec
dg20 0.39680002 sec
IND 0.00012496 sec
CHANNEL f1 =============
iH
7.50 usec
15.00 usec
0.00 498
SFOi 400. 1316765 MHz
= GRADIENT CHANNEL =
GPNAMI sine.100
GPNAMZ sine. 100
GPX1 0.00 %
H8 &Px2 0.00 %
GPY1 0.00 %
&PY2 0.00 %
g i 40.00 %
No significant NOE ohserved P —40.00 %
hetween H8 and H6, H8 and H19a P18 1000,00 usec
F2 - Prpcessing parameters
H6 51 2048
SF 400.4300092 MHz
“’_‘”" B v WD QSINE
SSB 2
] 0.00 Hz
¢S] 0
oW oy ™~ o cuin W FC 1.00
I=11T%] (=1 (= (=] =1 b =
=21= i = 8 il = {0 NMR plat parameters
? i < < - C|> CI) C|> (w4 20.00 cm
FiP 11.000 ppm
Fi 4401.43 Hz
F2P -1.000 ppm
\II\l!I\I\l\ll!ILllilllllIIIIIIII\l\l!li\IIIIJI\lIII\ILil1II\IiI‘ILI{I{I\IEII\ILII\I‘! Fa "40013”2
ppm 8 3] 4 2 4] PPMCM 0.60000 ppm/cm

HICH 240.07800 Hz/cm
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NOESY a7
Current Qata Parameters
NAME PL-Aug01-09
@ M~ M m O ol W EXPNO g
Q0o m 18] ~ o PROCNO 5
= 0w oy ol ) od
w0 O 0d fg] al w
M~ M~ M~ M~ [='s F2 - Acquisition Parameters
< < = < o ol oou Date_ 20090802
Time 4.13
TNSTRUM spect
PADBHD 5 mm B3I 1H-B
PULPROG neesygpta
70 2048
SOLVENT £0e13
NS -]
03 8
SH 3453.03%8 Hz
FIDRES 1.686054 Hz
AQ 0.2966004 sec
AG 64
oW 144.800 usec
DE 6.00 usec
TE 300.0 K
do 0.00000300 sec
Dt 4.00000000 sec
0B 6.80000001 sec
Di6 0.00020000 sec
420 0.398R80002 sec
IND £.00012496 sec
CHANNEL f1
1H
7.90 usec
15.00 usec
£.c0 d8
SFO1 4001316765 MHz
s=ss======== GRAODIENT CHANNEL ========
GPNAM] sine.100
GPNAMZ sine. 100
GPxX1 ¢.00 %
GPA2 0.00 %
GPYL 0.00 ¥
GPY2 0.00 %
GPZ1 40.00 %
H13a cpz2 -40.00 %
Pig 1000.00 usec
H19b
H6 F2 - Processing parameters
ST 2048
SF 406. 1300092 MHz
L' 3 Ao YA J { v WDK GSINE
r 558 2
LB Q.00 Hz
GB 0
o) @ ol o o o oy Pe 1.0¢
< r~ = (g1} [ Iy}
(3. < O D C\.I 8 c 10 NMR plot parsmeters
< = << = : < CX 20.00 cm
1 [ [ [ 1 - [
Fip 11.000 pam
Fi 4401.43 Hz
Fep -1.000 ppm
|\|\l\il\IIII\IIJI\l\lllliI\I\ILll\III|\ll\I‘llllilll\I\liJI\I\iITlII\I\IIII\I\I\IIII\ F2 -400.43 Hz
ppm 8 6 4 2 0 PPHCH 0.60000 ppm/cm

HZCK 240.07800 Hz/cm
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T OO~ OMUMODAUMUNSSE MO WY O OO @OMESEP ANE@Q@OQPS WM 0T OO0 WWwom s O momoy
AU~~~ T AT O oOONOOUS~MTODOOOCNOIT~EOON T T—T—0OU0O00MTOSI TO
= TOOMRAUMOMNROSN =" OO OIOMDNOOMEEOBAUODMNS=—=MOHMRMIT T UMM OB T @Om
o OO UCUYTUMNAUMODDDOO~NDODUNONNNYOUOUCOCMRCOTOYTMOOWWLAWDODDODMOSDITODODONO
o MO OATTITITONMN" " —000NINNN—-S0NODE@NMNSO—-ODMMSNSSMSS oS Omaa
DD O M N e e e e e e e e 0 00 00 W0 T T T T T T T LM MM U e OO
\ ( Iﬁ/ﬂ%/ﬁ//
L\\\\j;\‘\\\\‘\a‘ij i I /6 H—"g5;::::::i/;iﬁEé:;i??ff%;i?i;éézzé::é/’J
N Um UL\_//\VJU (LA”'\_ i
- O~ MW | o m|oj—) o] |m w [rali -~ ~
) Ol |wlje|w|on|a DD ||| Te} |~ o Ty
= —im o)W g |m Q=] D] |m ™ [lof¥ =] [Tel an] .
D W ||| | g |~ o|=io| oo =] [ REs}] 3% ')
= S St et e S R Y et AN . 8 i s |
= M~ 0| O] | O || = Q| ==sf0d| | =] | =1 ~t od| < — fe)]
W71\ITIIIH\|\||\||J|\|\ILI\IIIIJI'\l[lI\I\1|\Illl\|\I\I\I\IIII'!_I\i'li|\I|\|\lll|\IEIL\l\|\|=||\I||||L||\|\|\|TIT![]I\I\II
ppm 10 8 b 4 2 4]

S51

Current DNata Parameters

NAME PL-Jul30-09
EXPNO 6
PROCND 1

F2 - Acquisition Paramsters

Date_ 20090730
Time 20.34
INSTAUM spect
PRORHD 5 mm GNP 1H/4
PULPAOG z030
0 65536
SOLVENT cbcl13
NS 18
0s 2
SwH 6172.839
FIORES 0.084190
AQ 53084660
RG 90.5
oW 81.000
DE 6.00
TE 300.0
D1 £.00000000
=s========== CHANNEL f1
NUC1 iH
p1 11.70
PL1 0.00
SF01 299.8718518

Hz

F2 - Processing parameters

51 32768
SF 299.8700000
KOW no
558 0
LB 0.00
GB 0
PC 1.00

10 NMRE plot parameters

Cx’ 20.00
Fip 11.000
F1 3298.57
Fap -1.000
F2 ~293.67
PRMCM ¢.60000
HZCH 179.82200

MHz

Hz

cm

npm

Hz

ppm

Hz
ppm/cm
Hz/cm
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48
Current Data Parameters
. NAME PL~-Jui24-09
L TR Y o I g T oS o B BT o B S G VI s o B B+ « B o Vo N T 4 M@ ot ) r~ MM [sa] EXPNO i
T OWAN =N OO=SM~GOOMAmMO I 00 QA ~=0rm < @ @, <~ W 0
IS O T NOMODTO~MNAURODUND =M =SS D WM~Wwmo 0 @ = PROCND i
= S oM O NN D @O 0T M=o O @g Q0T MW W= o @
~ DM MMM m A Al ool e o O P [N Ta I Te B Te M To T o Moo Al I3 F2 - Acquisition Parameters
A e Rl e S o ot D S
I Date 20030724
\ . Time 13.47
\\&W 1 \ ‘ INSTRAUM spect
I RABHD 5 mm GNP 1H/1
PULPROG zgpo3dd
0 65536
SOLYENT CoCl13
NS 404
05 4
ShH 18796.992 Hz
FIORES 0.286819 Hz
Al 1.7433076 sec
RG g12.7
bW 26.500 usec
DE 5.00 usec
TE 300.0 K
[0} 2.00000000 sec
D11 0.03000000 sec
02 0.00002000 sec
s=======z=z= CHANNEL fi ==esss=ss===:
NUC1 13C
P1 5.40 usec
PL1 -6.400 dB
SFO4 75_4106357 MHz
=sssss====== [HANNE{ {2 s====s=s====
CPOPAG2 waltzib
NUC2 iH
Pcro2 115,00 usec
PL2 Q.00 dB
PL12 20.00 dB
PL13 20.00 dB
SFO2 299.8711985 MHz
F2 - Processing parameters
51 32768
SF 75.4023849 MHz
WOW EM
558 0
LB 1.00 Hz
GB 0
] PC 1.40
ﬁw Jd d ) 10 NMR plot parameters
5 ) Cx 20.00 cm
o W WW W MWWM Fip 215.000 ppm
Fi 16211.51 Hz
Fa2p -5.000 ppm
[ — 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 T T I T T I F2 -377.01 Hz
pom 200 175 150 125 100 75 50 25 0 PP 11.00000 ppn/ca
HZCM 828.42621 Hz/cm
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S53

COosy
Cyrrent Osts Parameters
NAME PL-Aug02-09
EXPND El
— PROCND 1
— F2 - Aoouisition Parameters
C Oate_ 20050802
E Tamg 12.49
E INSTRUM spect
C PACBHO 3 mm BBI 1H-B
c PULPAQE  ajb.cosygsmitp
E 0 2048
- SOLVERT coci3
E NS 4
E DS 8
- SuH 3063726 Hz
- FIDRES 1.485960 Hz
= AQ 03342836 sec
- AG 4597.6
. - ol 163,200 vgec
F Qe 6.00 usec
- TE 300.0 K
- oo 0.00000300 sec
- [} 4.00000000 sec
- 613 0.00000300 sec
e — Dig 0.0002000C sec
R & L 20 0.00420300 sec
C ING 0.00008360 sec
£ ko C
= === CHAMNEL F1
- * * -y NUCL H
= Pt 7.38 uset
B - F2 £4.78 usec
- C PL1 ¢.00 df
- SFO1 4001317358 MHz
Faw - L = R £
— == = GRADIENT CHANMEL =
[ C
= Fi& 1000,00 usec
E Ft - Acguisition parameters
- KOO 2
E e 650
E SFa1 400. 1217 MHz
c FIORES 8.218277 Hz
c SW 13350 ppm
c F2 - Processing parameters
% * o 51 2048
- 5F 400. 1306000 MHz
Y F WOH SINE
r 558 )
LY I LB 0.00 Hz
- F i) hi
- AL £.40
I F
- - Fi - Processing parameters
L, » = 51 1024
- Mc2 PRI
C SF 400, 1300000 MH2
r WOk SIKE
r 858 o
C LB Q.00 Hz2
- GB o
r 20 NNA plot parameters
- o2 15.00 cm
= Cxe 15.00 cm
- FEPLD B.176 ppm
- FaLg 3271.83 hz
= F2PHL 0.520 ppm
E F2HT 207.90 Hz
E FiPLD 11.023 ppm
= FiLb 4440.71 Hz
FiPHI -2.327 ppm
FiKI -931.16 Hz
LI L L L S S M A L O L B BN O FOPPMCH 051046 ppmfem
F2HZCM 20424837 Hz/em
DDm 6 2 FiPPMCK 0.B3002 ppn/em
FiHZCH 356.12337 Hz/cm
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Cutrent DBLS PAFBACLEFS

RAME PL=RugD2-08
ExPuD 2
PRDZRD 1
F2 = Acquisition Parameters
Date_ 20084802
Time 12.08
INSTRUM spect
PAGEK] 6 k& BEI $H-E
PULPRIG Lnvdgotn
Ta 2046
SNENT Cocls
NS 4
o0s a0
SwH 3065736 Mz
FLOPES 1,495560 Hp
8 ¢.3342836 sec
Az 7288 2
oW 163,200 usec
" .00 usex
TE 300.0 ®
TNSTE 145.000060¢
w“ 0.00000300 sec
D3 1.98531298 sac
02 4.003¢4828 oo
dd 0.0D172414 sec
011 4.03000009 sec
3 4.00000300 sec
D15 ¢.00020000 sec
¢20 0.00052414 sec
a2t O .00282428 sEC
my 5.003012430 sec
CHEHNEL 1
UL H
A1 7.39 usec
[ 14,78 user
PL1 .00 o
SFOL 400, 1357388 M2
CHANHEL 12
CPOFASZ garp
2 13
a3 17.00 usec
pe 24.00 usec
Perga £4.00 uter
Az —5.00 dB
Ate 5.30 0B
o2 100.6202352 MHz
mememenmmrnr GRAOIENT CHANNEL ==smmmex
GONANS SIHE. 300
EPNAKZ SINE. 100
GONAKT STNE. 300
=05 17.00
a2 20.00 ¥
x3 25.00 T
avy 17.00 ¥
vz 20.00 T
GPY2 25.00 5
eI 17.00 %
P2 28.00 5
GRza o0 %
Fi6 5000.00 usec
Fi - acouisitien garemeters
w0 4
ir) 256
5F01 100.6202 Mz
FIORES 65.541907 Kz
Sn 166.751 ppa
F2 - Processing paraneters
=L 2049
Ed 400, 1200000 Kz
WOR GS[NE
558 H
L8 0.00
] 7
AL 1.00
Fi - Processing perameters
1
MC2 TPPL
5F 1806127280 Mz
L OSINE
56 H
L] 0.00 Hz
oF a
20 NHA plct parameters
o 20,00 on
o 15.00 cn
FarLO 7.708 ppn
Fae 064,63 Kz
Famnl 0.655 ppn
F2HT 278.21 Wz
FIPLO 428.843 pan
F1u@ 13975.37 Hz
F1PaT 9.7E9 ppf
FIHT 962 65 He
F2PRACH ©.35068 ppefem
FHION 140.32109 Mz/ca
FIFPHOH 6.60960 ppo/om

BEG, 23009 Hr/ex
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Integral
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BOMO
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O @ oo m M < <1 <=1 @
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T N W W mm}ux—««

No NOE ohserved between H19a
and H8

H19a

H6 H19b
A

NV

. if
[iu] Ty} [as] m <
~ m — r~ [=)
o < < [qV} o
- o

Lo o < o
| I I 1 =1
ppm B 6 4 2

Current Dats Parameters

NAME PL-Aug02-09
EXPNO 4
PROCNO 6

S55

F2 - Acguisition Parameiers

Date 20090802
Time 16.00
INGTRUM spect.
PAOBHD S mm BAI 1H-B
PULPROG noesygptp
10 2048
SOLVENT cnca
NS 8
0§ g
SWH 3063.726
FIDRES 1.485860
Ie] 0.3342838
RG 71.8
oW 163.200
DE 6.00
1E 300.0
00 0.00600300
i 400000000
D8 0.80000001
D16 0.00020000
620 0.39880002
IND 0.000124965
============ CHANNEL #1
NUC1 iH
P4 7.39
P2 14.78
PL1 0.00
SEO4 400. 1387398

GRADIENT CHANNEL =

usec
Jusec

L]
@ m
AN

MHz

GPNAM1 sine.100
GPNAMZ sine. 100
GPX1 0.00 %
GPX2 0.00 %
BPY{ 0.00 %
BPY2 0.00 %
BPZ3 40.00 %
BPZ2 -40.00 %
Pig 1000 .00 usec
Fe - Processing parameters
51 2048

SF 400.1300092 MHz
WOK GSINE

558 2

La 0.00 Hz
GB g

PC 1.00

10 NMA plot psramegters

Ccx 20.00
FiP 11.000
F1 4401.43
Fz2p -1.000
Fa -400.13
PPHCM .60000

HZICH 240 07800

apm
Hz

ppm
Hz
ppmSem
Hz/cm
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48

——¢2.01308

H8

No significant NOE observed
hetween H8 and H6, H8 and H19a

-

-0.005
-0.079

-0.007

)]
(52
<
o
1

-0.043
1.0000

§

-0.025

LI L L B B B B B O

6

4

2

Current Dats Parameters

NAME PL-Aug02-09
EXPNO 4
PROCND 2

S56

F2 - Acguisition Parameters

Date_ 20080802
Time 16.00
INSTRUM spect
PROBHG S mm BAI 1H-B
PULPAROG noesygotp
0 2048
SOLVENT CDC13
NS 8
0s B
SH 3063.726
FIDRES 1.485860
AQ 0.3342836
HG 718
oW 163.200
0e 6.00
TE 300.0
db 0.00000300
D1 4.40000000
i) 0.80000001
016 0.00020000
dz20 0.39880002
INO 0.00012496
============ CHANNEL f1
NUCH iH
Pl 7.39
P2 1478
PLI 0.00
5F01 400.1317398

====s======= GHADTENT CHANNEL

GPNAML sine. 100
EPNAM2 sine. 100
BPX1 8.00
8Px2 0.60
&PY1 2.00
cpy2 0.00
BP71 40.00
EPZ2 -40.00
P16 1000.00

Hz
Hz

usec
usec

[T
™ ®
AN

MHz

¥ at a@ aR AW R

usec

Fg2 - Prpcessing parameters

51 2048
SF 400.13000892
WOW QSINE
558 2
LB 0.co
GB 0
PC 1.00

1D NMR plot parameters

Cx 20.00
FipP £1.000
Fi 4401.43
F2pP -1.000
F2 ~400.13
PPMCH 0.60000
HZCH 240.07800

MHz

Hz

pem

Hz

ppm
Hz
ppm/cm
Hz/cm
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Current w... Parameters

NAME PL-Jul30-09
EXFNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20090730
Time 15.39
INSTRUM spect
PROBHD 9 mm GNP AH/ 1
PULPRAOG 2930
70 59536
SOLVENT coci3
NS 16
DS 2
SWH B172.839
FIORES 0.094190
AQ 5.30848660
RG 64
[ 81.000
DE 5 G0
TE 300.0
D1 1.00000000
CHANNEL f1

1H

11.70

0.00

299.8718518

F2 - Processing parameters

51 32768
5F 299.8700000
WOk no
558 0
LB 0.00
&8 0
PC 1.00

1D NMR plot parameters

CX 20. 00
Fip 11.000
F1 3298.57
Fer -1.000
Fa2 -299.87
PPMCM 0.60000
HZCM 179.92200

MHz

Hz

cm
ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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Current Data Parameters

NAME PL-Jul30-08
[T RTo BN e I To B es NN QI HN ot N (o B e a] oW [oa B e R I Ty B T e N W o uw W~ o= EXPNO 2
W= MM o~Oo @~ oo Do = MO m MOS0~ ) < W ~
00— (1~ @0 O D WMoy STy S @ e TN~ DM R T o B VAN ST S e -ﬁcn%ﬂﬁ_ PROCND 1
DT M= W O MO MW T ) e~ 0D W00 @ o~ 32 3
O OWHOOmMMmmA N ooy O — Q g0 ® [ R S o R T I e A mm% At F2 - Acquisition Parameters
- — e — —_ = — = —

e 34 52%
30.694

=~ — B81.235

Date 20090730
/44555:2/’J Time 18.03

INSTAUM spect

PROBHD 5 mm GNP 1H/1

PULPROG zapa3)

10 659536

SOLVENT Cocl13

NS 2271

0s 4

SWH 18796.992 Hz

FIDRES 0.2B6B49 Hz

AD 1.7433076 sec

RG g812.7

D 26.600 usec

DE 5.00 usec

TE 300.0 K

01 2. 00%00000 sec

011 0.03000000 sec

Diz2 0.00002000 sec
== [HANNEL f1

NUCH 13C

P1 5.40 usec

PL1 -6.00 dB

SFO1 75.4106357 MHz

====s======= [HANNEL {2 ====s======:

CPOPRGZ waltzib

Nuc2 1H

pCPD2 115,00 usec

pL2 0.00 dB

PLi2 20.00 dB

PL13 20.00 dB

SFo2 299.8711995 MHz

F2 - Processing parameters

51 32768
SF 75.4023820 MHz
WO M
SSB 0
LB 1.00 Hz
GB 0

PC 1.40
10 NMR plot parameters
hauad )LJ\—-J (SO V.V \ s i L,ULIJ eidmenrh Cx 20.00 cm

F1p 215.000 pom
F1 i6211.51 Hz
Fep ~5.000 pam
T T - T T T T 3 T T ; T T T T T T T T T T ‘ T 3 T T T T T T T Fe -377_01 Hz
175 150 125 100 75 50 25 0 PPMCH 11.00000 pom/cm

HZCM B29.42521 Hz/cm



Peng
Text Box
49 minor


49
minor

e

20

40

60

a0

120

ppm

turrent Data Paranaters

S§59

INVAGSTP

HAHE. PL-Aug03-03
EXPHD 2
PROCKD 1
F2 - acquititien Paransters
Date_, 20030B0L
Time 1422
INSTRUM spect
PR0GHD 5 ma B6I 1H-E
PULPRIG invagptp
1 2045
EOLVENT oS
[ 4
os a0
Wi 2453038 Hy
FIORES 1.685054 Hz
A5 1. 2966004 sec
R 72882
[ 144,590 usec
1.9 6.00 usec
E 00,0 K
NST2 145.0000000
) 000000300 Sec
2] 199631295 sec
o2 0 Q0240828 seC
g4 0.00172414 sec
LEES 0.43000000 sec
13 0.00000330 sec
bsG 1. 40020000 sec
020 000052414 sec
dz4 0.00220428 sec
™ 0.0000745G $ec
CHAREL f1
L)
F 7.25 usec
pa 1450 usec
AL .00 dB
503 £00. 3328770 MHZ
CHAMEL {2
cepeps2 gern
Mic2 13
F3 57,00 ysec
pe 24.00 usec
FCFE E4.00 usec
nz -6.00 ;3
P12 6.30 @8
gro2 00, 6202332 Mg
ceccsceczuac GRADIENT CHANNEL =smsmres
GPHAMI SINE. 100
ANEMR SINE. 100
R SINE. 100
&P £7.00 %
s 20.00 %
[=2 ) #&.00 %
1 17.00 %
GRr2 20.00 x
BRY3 25.00 %
] 17.60 X
BPZZ 20.60 %
w23 25.00 1
F15 180080 ysec

F1 - atquisition pareneters
4

oo
o 258
50! 100 6202 MHZ
FIDRES 5,541 467 He
=] 166.751 pp
F2 - Processing parameters
st 2048
= 400. 1300000 Mriz
WOW BEINE
58 2
] 0.0 H2
B 0
RO 1.00
Fi - Processing parameters

s1 1024
HE TRRL
5 1006127290 Mz
oW GSINE
58 2
L] ©.00 Hz
L] u

20 HHR plot parameters
ex2 20.00 ca
X1 15.80 ca
FarD B.745 ppn
FaLg 346712 He
Fapl 0.624 pem
F2R1 248,28 Hz
FILD 143473 ppn
FiL0 1443516 Hz
FIPHI 1.463 pom
FLHI 14720 Hz
FEPPRCY 0.40473 pprice
F2HTCM 161, 84550 Hz/cm
F1PPRCH 9 4R730 ppasta
FLTEDM 852, 530BE Hr/fom
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Current Data Parametiers

NAME PL-Aug01-03
EXEND 3
PROCNG ]

S60

F2 - Acquisition Parameters

Date_ 20090801

Time 15.03
INSTRUM spect
PROBHO S mm BBI 1H-8
PULPROG noesygptp

D 2048
SOLVENT €hC13

NS 3]

Ds ;|

SWH 3453.039 #z
FIDAES 1.6B6054 Hz
AQ 0.2966004 sec
RG 64

v 144.800 usec
DE 6.00 usec
TE 300.0 K
d0 0.0000030C sec
D1 4.00000000 sec
[i]:] 0.800C0001 sec
Di6 0.0002000C sec
g20 0.39880002 sec
INO 0.00012496 sec
============ CHANNEL f} ======s======
NUCH iH

P1i 7.35 usec
P2 14.50 usec
PLA 0.00 dB
5F01 400. 1318770 MHz
============ GRADIENT CHANNEL s==ss===
GPNAMIT sine. 100
GPNAMZ sine. 100
GPX1 0.00 %
GPX2 4.00 ¥
GPY1 0.00 %
GRY2 0.00 %
GRZ1 40.00 %
GPZE -40.00 %
Pi6 1000.00 usec
F2 ~ Precessing parameters
51 2048

SF 400.1300092 MHz
WOW QSINE

558 2

L8 0.00 Hz
GB o

PC 1.00

10 NMR plot parameters

CcX 20.00
Fip 11.000
F1 4401 .43
Far -1.000
F2 -400.143
PPMCH 0.600G0
HZCH 240.07800

cm

pom

Hz

ppm

Hz
ppm/cm
Hz/em
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Current Data Parameters

NAKE PL-Aug01-09
& w1 10 < ) EXPND 3
~— ™~ < O3 e~ 9] FROCNO 2
M~ — = O o w
~— U3~ [In] [T9]
= ~ =t @ m w F2 - Acquisition Parameters
W@ W < - Date_- 2009080+
Time 15.03
INSTRUM spect
PROBHE 5 mm BBI 1H-B
PULPROG noEsygptp
T0 2048
SOLVENT CDC13
NS 8
D3 a
SkH 3453.039 Hz
FIDRES 1.6B6054 Hz
AQ 0.2966004 sec
RG 64
OW 144 800 usec
DE 6.00 usec
TE 300.0 K
do 0.00000300 sec
01 4.00000000 sec
08 0.B000000! sec
D16 0.00020000 sec
dz0 0.39B80002 sec
INO 0.00012496 sec
============ [HANNEL fi] s===ss=======
NUCH iH
k! 7.28 usec
a2 14.50 usec
PLi 0.00 4B
SFQ1 4001318770 WHz
============ GRADIENT CHANNEL =
GPNAML sine. 100
BPNAME sine. 100
EPX1 0.00 %
EPx2 0.00 %
Hé BRY1 0.00 %
GPY2 0.00 %
BRZ1 40.00 %
GRz2 -40.00 %
P16 1080.00 usec
F2 - Processing parameters
H8 H19 5T 2048
SF 400.1300092 MHz
WOW QSINE
L Y " :
: i8 0.00 Hz
6B 0
T @ [a)] iy} [} 4] [=] )]
< o [ [ [ [{e] =T Ty]
C? = = < 8 O- = o_ 10 NMB plot parameters
i I A I - < < o cx 20.00 cm
FiP 11.00C ppm
F1 4401.43 Hz
F2pP ~1.000 ppm
T1_|T|"\lI'IlIIiI\I\IIIIlIIWITII!I\lllfli!llI\lilll"l[l]WlEl\l|\l\IIIIII\lll\IillltliJI\I\ F2 —40(]_13HZ
ppm 8 5] 4 2 PPMCH 0.60006 ppm/cm

HZCH 240.07800 Hz/cm
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Current Data Parameters

NAME PL-Ju12%-09
EXPNO 2
PRCCND 1

F2 - Acquisition Parameters

Date_ 20090729
Time 13.25
INSTRUM spect
PROBHD 5 nm BBI 1H-B
PULPROG 2g30
0 65536
SOLVENT coci3
NS 16
0s 2
SWH B278. 145
FIDAES 0.126314
AR 3.9584243
RG 16
OW 60. 400
oE : 6.00
TE 300.0
01 1.00000C00
=====a=c==== CHANNEL f1
NLC1 IH
=11 5.45
PL1 0.00
SFO1 4001324710

F2 - Processing parameters

51 32768
SF 400.1300000
WOW no
558 0
LB g.00
GB 0
PC i.00

10 NMR plot parameters

CX 20.00
F1pP 11.000
F1 4401 .43
Fap -1.000
F2 -400.13
PPMCM 0.80000
HZCH 240.07800

MHz

Hz

cm

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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Current Data Parameters

NAME PL-Ju130-09
EXPNO s
PROCKG i

S63

F2 - Acquisition Parameters

Date_ 20080730
Time 19.15
INSTRUM spect
PROBHD 9 mm GNP 1H/{
PULPROG zgpg30
0 63336
SOLVENT ChCi3
NS 1653
0§ 4
SKH 18756 .992
FIDAES 0 786819
A0 1.7433076
nG 4096
D 26.600
DE 6.00
TE 300.0
% 2.00000000
D12 0.03000000
D42 0.00002000
s===z=====z=== CHANNEL i
NUC 1 13C
Py 5.40
PL1 -6.00
SFO1 75 4406357
======c===== [HANNEL f2
CPOPAGR valtz16
NuC2 1H
PCPO2 115,00
pL2 0.00
pL12 20.00
PL13 20.00
SFoe 299.8711995

usgec
a8
dB
a8
MHz

F2 - Processing parameters

§I 32756
SF 75.4023929
NOW EM
SSB 0
LB 1.00
CB 0
PC 1.40

1D NMR plot parameters

CX 20.00
F1P 215.000
F1 16211.51
F2p ~-5.000
F2 -377.01
PPMCM 11.00000

HZCM B292.42627

MHz

Hz

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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Corrent Data Perameters

HAE FL-Ju 30
Exphi 2
PADCHY i
F2 - ktquisition Paradetecs
Dete_ 20030731
Vine 20.01
INSTRUM spect
PROSHD 5 mn BT 108
PULBRIE Invinptp
m 2048
SOLVENT TJE]
NS a
D5 an
HH 3063.726 H
FTIRES 1498880 He
M] 0.2342835 sec
AG nes. 1
oH 162.200 usec
UE 660 usec
TE 0.0 K
Ex5T2 145, 0000000
L] 6,00800300 tec
o1 1.95631298
oz
ae 6.00172414 sec
a1 © U5000000 SeC
13 0. 40000300 vec
016 ©.00020000 sec
oz0 0.00052414 sec
@21 1.00224428 sec
i 0.00003250 tec
CHANNEL 11
L] 1
F1 7.52 usec
2 1478 utec
PLY 0D o8
D) 406131753 #H2
THENNEL 12
POPAER garp
(=]
P2 17.00 usec
pa 34.00 usec
preaz €4.00 usec
Pz -6.00 di
PLIZ 5.30 a8
sFo2 100, 6202332 Mz
rerer GRADIENT CHANMEL ===
GRHI SINE. 100
GPULHE SIHE . 100
GPHAHZ SINE. 100
GRK1 17.00 %
GPYZ 20.00 &
GRS 7500 %
GPYL 17.00 %
Pz 20.00 X
GRS 2500 %
&F21 12,00 %
Rz 20,00 %
P23 2500 %
FiE 000,00 vsec
FL - rcouisition perameters
N0 £
0 256
01 126.6202 #nz
FLDAES 65.541107 1z
SN 166.751 ppu
F2 - Processing perameters
51 2048
Ed 2001300000 Wiz
L OSENE
S5 2
Le 0.00 K2
] 7
FL 1.60
Fi - Processing parameters
51
M2 TPPL
7 400527230 HHz
WON ESINE
=] 2
(L] .00 Hz
8 o
20 MW D10t DEFEMELECS
ox2
Cki
FERLD
faLo
FerHi
F2H]
FAFLD
F10 14418,78 He
FAPHT 16.771 pp
FiHI 166742 tz
F2PPMIM 0.35106 ppesom
F2HICH 140 470E3 Hz/ce
FAPAMIM 8.43588 ppr/cm
FIHEH B48. 75732 Hi/ce
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49

FAHZCM

cosy Major
Current Data Parameters
NAME PL-Ju130-08
EXPNO 4
L PROCND H
= F2 - Acquisition Parameters
C Date_ 20020731
- Time 22,54
=0 INSTRUM spect
L PROBHG 5 mm BBL 1H-B
- PULPROG  ajb.cosygsmitp
r ) 2048
r SOLVENT coci3
r NS 4
i [ 05 B
d - SHH 3063 726 Hz
C FIDRES 1.493950 Hz
- L 24 0.3342636 sec
. - - FE 2836.3
i " r DM 163200 usec
: - DE 6.00 usec
C 1 300.0
2 00 0.00000300 sec
- = bH 4.00600000 sec
L o » C di3 0.00000300 sec
= 046 0.00020000 sec
; r d20 0.00120300 sec
-‘Hlﬂ - * P - INO 0.00009360 sec
. E CHANNEL f§ ===ss=--=s—=
B L KUCL $H
- I [ 7,39 usec
. - L ] 14,78 usec
. - PLS 0.00 0B
: SFOL 400. 1317534 MHz
* Hﬂ % g = GRADIENT CHANMEL ==
T s * L £000.00 usec
= T
+¥ C Fi - Acguisition parameters
: F NG a
r il 650
- C sFOf 200, 1318 MHz
B FIORES £.218277 Hz
! L SH 13.350 ppn
’ - F2 - Processing parameters
C s] 2048
- SF 4601300000 HHz
c WOW SINE
. L 558 0
i - —B6 L8 0.00 Kz
r 58 ]
o PC 1.40
B - Fs - Processing paramgters
o Ll 1024
C He2 TOPI
- - SF 400 {30000C WHz
r WO STNE
L 58 6
B C LB 0.00 Hz
C 58 0
8 ex2 15,00 cn
- [+ 3] 15.00 cm
- F2PLO 6.065 ppm
- FaLo 3226.B8 Hz
C F2PHI 0.565 ppm
- F2HI 285.9¢ Hz
- FiPLO 8.897 ppm
- ppm FiLO 3600.07 Hz
FiPHI -0.663 ppmn
F1HT -269.49 Hz
|l"l_|"|][\{1lllll\\IIIIII\\4\JIIIII\\illllE\T‘\llllllll\i\|||'ii‘lll\lll|l|ll\\ FBPPMCH .49999 ppm/cm
F2HZCH 20005863 Hz/cm
7 5 5 4 3 2 1 F1PPMCM 0.64405 ppm/cm

257. 70398 Hz/cm
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ppm

Integral
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He

=—4.35470

4.29630
61972

.58547
3.50433
3.41778
=——2.41445

phix

H19b

j
|

2.38483

i N
(o)

major

N =1 QW0 -0 — o
oo @ uod oo oo
S N Ty B o R Ty B T To B Y]
WO =T I~ W0 O M)
o~ O [as BT o N T I 1 TR S A
r\_| (\_| (\_| o e o et e e

e

No NOE observed between H19a
and H8

H19a

o [ap] M| [« AN w [an ]

o -— )|~ [ap ANLp] w [

< - Q= oo [x2] (=]

o|o - - =1

= < : o o [l .

| | ajio I I I -

I![III1|\lLlI\l\IIII\lIII\I‘{IT_Flllil\I\lliI'ill{i\IIIIiIIItll\l\I\IIIII\I\Il\

ppm 8 4 2

S66

Current Data Parameters

NAME PL-Jui30-03
EXPNO ]
PROCND 3

F2 - Acguisition Parameters

Date_ 20080801

Time 2.06
INSTRUM spect
PROBHD 9 mm BRI 1H-B
PULPROG noesygptp

0 2046
SOLVENT £oc13

NS -]

0s 8

SkH 3663.726 Hz
FIORES 1.485960 Hz
A4 0.3342836 sec
ARG 40.3

OW 163.200 usec
0E 6.00 usec
TE 300.0 K

do 0.00000300 sec
01 400000000 sec
08 0.80000001 sec
016 (.00020000 sec
dz20 (.39880002 sec
IND 1.00012496 sec
s=zzzzozz=== CHANNEL §1 =====
NUC1 iH

P1 7.39 usec
P2 14.78 usec
PLL (.00 dB
SFO1 400.13575934 Mhz

============ GRADIENT CHANNEL

GPHAMA sing. 100
GPMAMR2 5ine. 100

GRX1 0.00 %
GPX2 0.00 %
BRY1 0.00 %
BPY2 0.00 %
GPZ1 40.00 %
6rz2 -40.00 %
Pi6 1000.00 usec

F2 - Processing parameters

51 20486

5F 400, 1300092 MHz
HOW [ASINE

558 2

L8 0.00 Hz
6B 0

PC 1.00

10 NMR plot parameters

CX 20.00 cm
FiP 41,000 ppm
Fi 4401 .43 Hz
FerP -1.000 ppm
F2 -408.13 Hz
PPMCHM 0.66000 ppm/cm

HZCM 240.07800 Hz/cm
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ppm

Integral

BOMO

ma|jor
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H8 No significant NOE observed
hetween H8 and H6, H8 and H19a

H19b

= ||~ ~ T M|~ o [4Y} oJ

Qff~ a SMIm| o m -~

L gl e (o) =] K= ) ol N N Law] o
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OHO ololc * (=] fo]

! 1 o 1 1 1 =~ 1 1
jTlJi{Irll\I\il\|\Ill!!liI\IFllll\|7_'_|_‘r_|\7I|\I\I\llll\I\llllllil\l\ll[ll\l!li

[9)]
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ppm B

Current Data Parameters

S67

MHz

= GRADIENT CHANNEL m===s===

ECE L L

NAME PL-Jul30-08
EXPND 5
FROCNO 2
F2 - Acguisition Parameters
Date_ 20030801
Time 2.06
INSTRUM spect
PROBHO 5 mm BBI 1H-B
PULPROG naesygptp
TD 2048
SOLVENT coc13
NS 8
DS 8
SK 3063.726
FIBRES 1.4959560
AQ 0.3342836
AG 40.3
O 163.200
DE .00
TE 308.0
ld} 0.00000300
01 4.00800000
ulz] 0. B0O0000Y
D16 0.00020006
d20 0.33880002
INO 0.00012496
s==s=====z== CHANNEL f1
NUC1 1H
251 7.38
P2 14.78
PL1 0.00
5F01 4001317534
GPNAM§ sing. 100
GPNAMZ sine. 100
GRX1 0.00
&Px2 0.00
GPY{ Q.00
GRY2 0.00
GPZ1 40.00
&PZ2 -40.00
P16 1000.00

usec

F2 - Processing parameters

5I 2048
SF 400, 1300092
KON QGSINE
ss8 2
L8 0.00
GB 0
PC 1.00
10 NMA plot parameters
cx 20.00
FiP 11900
Fi 4401 .43
Fap -1.000
F2 -400.13
PPMCH 0.60000

ITFT A .

MHz
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S68

Current Data Parameters

NAME PL-Auo20-09
D OO O -—="WHRMDOOOoOTAUOOONNOD=—4OMMEO A~ 3OO 00w o Wm0 s ~ U EXPNO 7
= O T OO0 MO0~ O@OO— —=10M< M~O@mOaOMOoa N NMO= 0 oW~ — Wk~ QS 0
= - O MmMOMIOM DT = @O~ MM~OMWeoQrMmMao=—00M™~00:=—= (0O T 0= O Mmoo PROCND 4
a U MO OO0l — = = OO0 NDM~RMOM—MOW0WEWUE TS T 0000 — (00~ G0 m-=— e
a P MU T N N T T ONMO O IN NGO~ DOWL WD oMo g ool e = 000000 o @
mmmmr\r\hr\r\r\r\hr\r\r\w@@@mmvwwvvﬁrvwvwmmmmmm-—-x—«ﬁﬂww—-tl—to F2 - Acguisition Parameters
j ] !

\i

Date_ 20080820
/ Time 2010
INSTRUM Spect

PROBHD 5 mm GNP 1H/1

PULPAROG 2930

0 65536
SOLVENT CD3CN

NS iB

0s 2

SHH 6172.839 Hz
FIDRES 0.084190 Hz
el 5. 3084660 sec
AG 0.8

Ok 81.000 usec
OE 6.00 usec
TE 300.0 K

01 ©1.00000000 sec
============ CHANMEL f1

NUCH 1H .
P1 11.70 usec
PL1 0.00 dB
SFO1 299.8718518 MHz

F2 - Processing parameters

51 32768
5F 299 B700000 MHz
WOW no
SEB 0
LB (.00 Hz
l GB 0
i ‘ ' BC 1.00
J U \ F ﬂ f UL’) 10 NMR plot parameters
I kﬂ 4 20.00 cm
| L'J L—J W M Fip 11,600 ppm
. F1 3298.57 Hz
Fzp -1.00C ppm
F2 -299 .87 Hz
E o Lo a19e SIS 3 ™ 2 s PPNMCM 0.50000 ppm/cm
E = g pad g E oy = 8 o= HZCM 179.92200 Hz/cm
S o - o= olojo c;, =] al o

II\Ill\iillll\lil\l\\|\I\Ifll‘llltlll1il\I\Il!l\I‘llll!l\llil\Iflill'\]\li!I\I\I\\I\IL(|\I‘Iilll!l\I\Iililill\llsl\llii\

ppm 10 8 5 4 2 0
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opm 200 175 150\ 125 100 75 50 25 0
=

Current Data Parameters

NAME PL~Aug20-09
EXPNO 3
PROCNO i

S69

F2 - Acguisition Parameters

Date_ 20000820
Time 15.43
INSTRUM spect
PAOBHD 9 mm GNP 1H/A
PULPROG zgpg30
10 B5536
SOLVENT CD3CN
NS 1673
0s 4
SWH 18796. 992
FIDRES 0.286619
el §.7433076
RG 512
Dw 26.600
DE 6.00
TE 300.0
01 2.00000000
D11 0.03000000
012 0.00002000
===z=z======== CHANNEL 1
NUC i 13C
Pl 5.40
PL1 -6.00
SFO1 75.4106357

== CHANNEL f2

CPDPAGZ waltzib
NUC2 iH
PCcpRz 115,00
pL2 0.00
PLAR 20.00
PL13 20.00
SFo2 209.8711995

F2 - Processing parameters

51 32768
S5F 79.4022745
WOW EM
558 0
LB 1.00
CB 0
RC 1.40

10 NMR plot parameters

CX 20.00
FiP 215,000
Fi 16211.49
F2p ~5.000
F2 -377.01
PPMCM 11.00000
HZCM 829.42505

MHz

Hz

Apm

Hz

ppm

Hz
ppm/cm
Hz/cm
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S70

52

Current Data Parameters

T I R Ty I Te B B o VR To B o B B S U R i e e S B Ty B o VRN A VI Uo B S To R Vo B o s T - RS Vo ) B T s S Ty B Ty B B VA Ty i e = B R U g VA e s J EQSED PLAUQEEO?
O = =2~ O0O0PFAUO 0O OMO~SONUNOMMSE@ @O TMOMSAULDONSSEODdS oW - D00 Do
= S OMMUDOoOOMNoe —@0OMNDMEOODOOoMR=TOOMIND—000m-=—0-— MU0 —100o;L0 0o o aOm-T oo PROCND §
a MO T UM~ ST ST TR STMOAERDOOONROMD OO MO0 MO OO =N
o OM~MMAUMUMNMULUMMMOMMUAOOOOENNNLNUOODOOORMLDOESTOINSTYOOEeS oSS MU
dmmmmmmhmnmmm@d@d@@@@hvwviﬁ&%%&vwmmmmmmmms—-«‘—-‘—-r}d F2 - Acguisition Parameters
1 Date 20090822
Time 12.26
INSTHUM spect
PROBHD 5 mm GNP 1H/1
PULPROG zg30
10 £55536
SOLVENT CoC13
NS iB
DS 2
SWH 65172.839 Hz
FIDRES $.094190 Hz
AGQ 53084660 sec
AG 80.6
OW 81.000 usec
OE 6.0C0 usec
TE 300.0 K
i}] 1.00000000 sec
============ (HANNEL {1 ========:
NUC1 1H
25 11.70 usec
PL1 0.00 cB
SF01 299.6718518 MHz
F2 - Processing parameters
SI 32768
SF 299.8700159 MHz
WOH no
SSB 0
LB 0.00 Hz
< G5 0
i PC 1.00
| X ] X 10 NMR plot parameters
: PUJU X 20.00 cm
! Fip 11.000 ppm
F1 3298.57 Hz
i Fap -1.000 ppm
/ Fe -299.87 Hz
- ~ < w| [ofjo] (ol [=p! < @)= —las{ou|w] < Ty] ™o
3 = O R I O S B e e e e S R A P oen 176.2001 Hafen
g S I L A e It el I e e e L et bt Lt ! el I I '
= — ~ o =]~ bl = m mooooom\—fd! - oS

li\I\I\IlII\I\]I\Il!l\l\l\l\llll]l\l\ll\l\\|\l:lI\|\I\I\ILll\I\IL\I\ll{l\lt\l\l\llll\l\l\\l\l\l\I\II\IIIiTI\I\l[II\I\I\l

apm 10 8 6 4 2 0
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Current Data Parameters

NAME PL-Aug22-09
EXPNO 3
PADCND 1

S71

F2 - Acquisition Parameters

Date 20090822
Time 13.586
INSTRUM spect
PAOBHD 5 mm GNP 1H/1
PULPROG zypg30
0 85536
SOLVENT Coc13
NS 1393
DS 4
SHH 18795.992
FIORES 0.286818
AQ 1.7433076
AG 1024
O 26.600
0E 6.00
TE 300.0
01 2.00000000
D11 003000000
o12 0. 06002000
==========—= CHANNEL f1
NUCE 13¢
P 5.40
L1 -6.00
SFOL 75.4106357
=======c=-== CHANNEL 2
CRORAG2 waltz1f
NUC2 1
PCPD2 115.00
L2 0.00
PL1P 20.00
PLi3 20.00
SFO2 289.8741995

F2 - Processing parametfers

51 32768
SF 75.4023813
WOW EM
558 0
LB 1.00
GB 0
PC 1.40

10 NMR plot parameters

Cx 20.00
FiP 215.000
Fi 16211.514
Fap -5.000
F2 -377.01
PPMCM 11.00000
HZC¥ 825 . 42621

MHz

Hz

cm
ppm

Hz

ppm

Hz
ppm/em
Hz/cm
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52
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S§72

PL-1V 209 CCSsY

NAME
EXPND
PROCND

Current Oata Parameters

PL-Aug22-02
4
1

F2 - Acouisition Parameters

Uate_ 20030823

Time 0.15

INSTAUK spect

PROBHO 5 mm BBI 1H-B

PULPAOG  ajb_rosygsmftp

o 2048

SOLVERT £oe1a

NG 4

os ]

SHA 3324 _4EA Hz

FIDRES 1.623275 Hz

A0 0.3080652 sec

RE 3649.1

O 150.400 usec

0g 6.00 usec

TE 300.0 k

ao 0.09000300 sec

o1 4.00000000 sec

d13 0.00000300 sec

6 0.00020000 sec

420 0.00120300 sec

INg 0.00009360 sec
CHANNEL f1

NUCH iH

a1 7.00 yser

=] 14.00 usec

PLL 0.00 48

SFE1 400, 1316736 MHz

= GAADIENT CHANNEL =

1 1000.00 usec
F1 - Acguisition parameters
NOO
kL] €54
SFO% 400.1319 MHz
FIDRES 8218277 Hz
5w 13.350 ppm
F2 - Processing parameters
51
SF 4001300000 MHz
HOW SINE
558 o
h:) 0.00 Hz
cB 4]
FC 1.40
F1 - Processing parameters
SI 1024
NC2 TPPT
SF 400.1300000 MHz
WO SINE
EEB a
Le 0.00 Hz
o) q
20 NMA plot parameters
{xa 0 cm
£x1 15.00 cm
F2PL0 8.638 ppm
FaLa 3456 50 Hz
F2PHI 0.561 ppm
F2H1 224,56 Hz
FiPLO 9.011 ppm
F1L0 3605.75 Hz
F1PHI 0.016 ppm
F1H1 6.24 Hr
F2PPHCM 0.53848 ppmfcm
F2HICK 215.46277 Hz/om
FIPPHCM 0.58%72 ppm/cm
F1HZCH 239.96729 Hr/cm


Peng
Text Box
52



52

ﬂ%a

— 20

— 40

— 860

80

120

140

ppm

S73

Gureent Uts Parmaeters

HAME PL-hug22-08
ExPHD 2
PAOEND 1
F2 - acquisition Paraneters
Date_ 20090522
Time 21,25
INSTRUM spect
FROSHD  § a0 8BI 1H-B
PULPRIG inviapte
o POLE
SOLVENT el
NS 4
bs |
SHH 3324 46E He
FIDAES 1.623278 H
Lt ©.30B0EY9E ser
B 7798.2
oK 150,400 usec
DE 6.00 usee
TE oK
owsia 145. D00GI00
oy 1.00000300 sec
o1 1.98635298 sec
L 0.00344826 sec
a4 0.00§72414 sBCc
did 0.93006000 Sec
a3 .00000300 sac
ne ¢_50020000 €ac
420 0.50052444 sac
az1 ¢.60224426 sec
ND ©.8000149¢ sec
CHAMNEL f1
LIS iH
Fl 7.00 user
o2 14.00 wsec
AL 0 a6
oL 400 §2E7ID Wz
CHAMNEL f2
LPDARGE garp
2 138
L) 57.00 usec
pe 3400 uE
PCPO2 5400
Az -6.00
P12 6.30 of
SFoR 1006208332 Wiz
eeszezcmszn GRADTENT CHANREL wum
GENAML SLE. 100
GPHAMZ STHE. 100
BONAMI SINE. 100
G 17.00 %
X2 20.00 %
] 25.00 %
Y1 17.00 X
@y 20.00 %
GPY3 25.00 %
=] 47.00 X
e 20.00 %
eriz 25.00 %
31 1000.00 usec
F1 - poquisition perameters
Mg 4
il 256
SF01 100.6262 MKz
FIORES 65541167 Hz
B4 1BE. 751 ppn
F2 - Procesting paraneters
SI
s 400, 1300000 MKz
il GSINE
=] 2
&) 0.00 Hz
6 o
L 1.00
F1 - Protessing gsrenaters
s
HCZ TPFL
E 100 5127290 HHy
WON GSINE
58 2
LE 0.00 Hz
) ]
20 N plet parameters
cx2 20,00
23] e
FarLn a0t
o [
F2PH] apu
F2i1 H
FifLD P08
FiLo £
FLPHE o
FIHI “
F2PPRCH opmicm
F2HIDH 154.04084 dz/c
FIPPRCH, 9.63015 ppm/cn
FAHECH 96091614 H2/cn
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ppm

Integral

52
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S74

Current Data Parameters

NAME PL-Aug22-08
EXPNO g
PROCND 5

Fe - Acguisition Parameters

Date_ 26080823
Time 3.25
INSTRUM spect
PROBHD 5 mm BBI 1H-B
PULPROG noesyqptp
0 2048
SOLVENT COC13
NS B
0s 8
SHH 3324.488 Hz
FIDRES 1.623275 Hz
AQ 0.3080682 sec
RG 64
Ow 150.400 usec
OE §.00 usec
TE 300.0 K
do 0.00000300 sec
81 4.00000000 sec
at:] 0_BOODDOCY sec
D16 0.00020000 sec
dag 0.39830002 sec
ING 0.00012495 sec
= CHANNEL f1
NUCY 1H
P1 7.00 usec
P2 14.00 usec
PL1 0.00 dB
SF01 400.1318738 MHz

==sessmesma== GAADIENT CHANNEL ===cc===

GRNAM1 sine. 100
GPNAMZ sine. 100
GRX1 0.00 %
GPX2 0.00 %
GPY1 0.00 %
GPYE 0.00 %
GPZ1 40.00 %
GEZ2 -40_00 %
P16 $000 .00 usec

e - Processing parameters

8l 2048

5F 400. 1300082 MHz
WOW GSINE

558 2

L8 0.00 Hz
GB a

FC 1.00

10 NMA plot parameters

Cx 20.00 cm
FiP 11.000 ppm

Fi 4401 .43 Hz

Fap -1.000 ppm

F2 -400.13 Hz
PPMCH 0.60000 ppm/cm

HZCM 240.07800 Hz/cm
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S75

Curreni Oata Parameters

NAME PL-Aug26-2009
EXPNC 1
PROCNO 1

F2 — Acquisition Parameters

MHz

Hz

Date_ 20090826
Time 9.97
INSTRUM spect
PROBHD 5 mm Multinu
PULPROG zg30
O 65536
SOLVENT cocl3
NS 16
03 2
SWH 6i72.839
FIDRES ©._094190
AQ 5.3084860
A6 362
oW 81.000
OE 6.00
TE 300.0
01 1.40000000
============ [HANNEL f1
NUC1 iH
P1 9.60
PL1 -6.00
SFo1 300.1318534
F2 - Processing parameters
SI 32768
SF 300.1300124
WOW no
358 , 0
LB 0.00
GB 0
PC 1.00

10 NMA piot parameters

CXx 20.00
FiP 11.000
Fi 3301.43
Fap -1.000
F2 -300.43
PPMCM 0.60000
HZCM 1B0.07800

cm
ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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ppm

173.208

127.788
127.2058
126.788
126.192

124.418

e

118.745

O =
[Ep
0} =
D T
o M
—

66.585
59.001

N

_— 46.486

39.384

— 34.516
_ T 31.390

28.070

Current Data Parameters

NAME PL-Aug26-08
E£XPND 2
PROCNO 1

S76

F2 - Acguisition Parameters

Date_ 20090826
Time 10.51
INSTRUM SpECT
PRAOBHD 5 mm GNP 1H/1
PULPROG zgpg3o0
o 55536
SQLVENT coci3
NS 1405
0s 4
SWH 18796.992
FIDRES 0.28681%
%) 1.7433076
AG g9i2
OW 26.600
DE 6.00
TE 300.0
o1 2.00000000
Dit 0. 03000000
012 000002000
============ CHANNEL 1
NUC1 13C
-1 5.40
PL1 -6.00
SFD4 75.4106357
s==m======== CHANNEL f2
CPDPRG2 waltzib
NUCZ iH
PLPO2 115.00
pLZ 0.00
pLi2 20.00
pL13 20.0d
5FD2 299.8711995

a8

F2 - Processing parameters

St 32768
SF 75.4023768
WO EM
55B G
LB 1.00
GB 0
PC i.40

i0 NMR piot parameters

CX 20.00
Fip 215.000
Fi 16211 .51
F2p -5.000
Fa -377.01
PPMCH 11.00000
HZCM B29. 42615

MHz

Mz

cm
apm

Hz

ppm

Hz
ppm/cm
Hz/cm
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O S77
HN
o“- Vi
N, 54
N H Boc
|
Me Current Data Parameters
NAME PL-0ct24-09
SRR S R R T R i Rk i R el b R g i £ !
Eggr‘r’;gmmmvmm«mmr\mmﬂmmmm«ﬁmmvmr\m«ovmmf-\mmmm«mr\mmmomc PROCND 1
A O~ T OO0 MNMOOCOMDOARNDO~MMNSNDODDNDTYTMNO-—- 4 OORDODOOUOEBNOOOSNNNMNO D
“ o m D O D@~ 000 WWWWW0 W0 00w EWOIMmMM MmN AMNAG S eSO
~ . ) F2 - Acquisition Farameters
—— ’ : ! Date_ 20091024
‘“ﬁagggyj r,,f”/’/’ _ Time 12.37
! i TMSTRUM spect
. PROBHD 5 mm GNP 1H/1
PULPROG 7930
0 65536
SOLVENT COC13
NS 16
ns 2
SWH 5172.839 Hz
FIDARES 0.084190 Hz
AQ 5.30B46B0 sec
RG 181
O 81.000 usec
DE 6.00 usec
TE 300 .0 K
D1 1.00000000 sec
s=s====sss== [HANNEL f1 =====s===c
NUC1 1H
Pl 11.70 usec
PL 0.00 d8
SFO1 2996718518 MHz
F2 - Processing parameters
ST 32768
SF 299.8700157 Mhz
WOW no
558 0
L8 0.00 Hz
jeis] 0
PC 1.00
J MJ 1 Jdmd 10 NMA plot parameters
1 I3 g CX 20.00 cm
! J A )k N\__A_Jill"wwﬁ L \._JJ*& Fip 11.000 ppm
F1 3288.97 Hz
i y , / Fap ~1.000 ppnm
] / F2 -299.87 Hz
- P~ =) [selEssbFsal iv] ™ @ o wl— ool o =T
- )| EEEE Y 1§ & BsEdy ¢ o3 e
8 @ 2 bl e S o I e I At T Lt el B AT I '
K5 o - Iwlo|olo o = o — | ouiou]cu = o
\I|i|\l!|\|\|\|I!l\l\il\l\II:I‘I\I\I\Il\l\Tﬁ\l:il\lw"\]\l\|II\I‘r_:i]I\l\till\luwl\lur\l\l\l[‘ll\l\ll—\—.\\|\I|\|\|||,T‘
10 4 0

e

i

i

I

o e

oo e

o e o oo
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O S78
HN
o“- Vi
VN 54
N H Boc
I
Me Current Oata Parameters
NAME PL-0ct24-0%
o] o = B (o B e o Mo} QU N o B S A U o V! [do I TR ool s I To Mg B o] 0 — 00 O U - EXPNO 2
w m [os B N = e =R = B as s S AV QO MM a ™~ o0 M~ — @ 0N W
= - n OO DWW~ @O — O« O < N N M < — O 1) @ O NPT 0o o PROCNO !
& ™ o = @S O a T O 0 e QoS WO 3 @ W W T — g W~
faj] ~ ToiEe B e R o BN e B o VAN VAN o VAN oV BV BN o VAN S o] @@ M~~~ ™ @ N MM ad ol ol F2 - Acguisition Parameters
— — B = T T R Bl S
[ H ! Oate 20091024
Time 13.43
\ \\\\ ///// \ , \ // INSTAUM spect
AR f PROBHD 5 mm GNP 1H/1
PULPEOG zgpg30
0 65536
SOLVENT CoOC13
NS 994
DS 4
SWH 18796.982 Hz
FIDRES 0.28681% Hz
A0 1.743307% sec
RG 4096
ow 26.800 usec
DE §.00 usec
TE 300.0 K
Dt 2.00000000 sec
Dti 0.03000000 sec
Di2 0.00002000 sec
e L CHANNEL fi SET========t
NUC1 13C
P1 §.40 usec
B PL1 -6.00 dB
5FO1 75.4106357 MHz
m=========== [HANNEL f2 ===========
CPOPRGZ waltz16
NuCc2 1H
PCRPD2 115.060 usec
pL2 0.00 dB
PLi2 20.00 dB
PL13 20.00 dB
SFo2 299.5711895 MHz
F2 - Pracessing paramaters
SI 32768
SF 75.4023775 MHz
WOW EM
SS8 ]
LB 1.00 Hz
GH ) 0
pC 1.40
10 NMA plot parameters
ud . b i s Cx 20.00 cnm
) . 4 _-‘;;! St FiP 215.000 ppm
Fi 16211.51 Hz
F2P -5.000 ppm
i T T T T T T T T T T T T T T T T T I T T T - Fe -377.01 Hz
ppm 200 175 150 125 100 0 PPHCH 11.03000 poa/cm
i HICM B29.42615 Hz/cm;

e e oo cacd okt o

P



Peng
Text Box
54


O S79
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N H Boc
|
Me Current Data Parameters
NAME PL-0c{28-09
W — — WO MO OO0 MmM M odMaT o< OW@ONNSTW0W-— WMo~ S MM~00 00— Moo oo ga s EXPND 1
DO MM-=—< DWO OO M~ONTOCAUOLNMD WOMUO@WMAOARED W —-O0O0MOmMAOT o 2 gy e~ o0 gad
EmOD‘)'qFUQCDF"}(\J(\.IOWO’)I“—LDL[‘JF"’E‘—'CDCDLOLDDGF-I‘-TFGOTLDMCDLDOCULOVLDV‘JO‘—'CDLOmmE\JmC\JO PAGCNO 1
D_H"ON““OWOOO‘]O‘JG’]@@G’!@P—-[\[‘-l‘\LﬂTrﬁ?f-—'LDLDLOmHﬁOOJLDLDmmMDmOﬂG')TI('UNCﬂCﬂ
Qdééuﬁoﬁuﬂcﬁr--.r\.r--.l.o.u:.)u:.LdeLd@@@b@@@@@ﬁ)u‘irﬁrﬁrﬁﬁﬁﬁcﬁrﬁcﬁr\jrﬂm:\ju—;t—:\—-;ﬁ"—ZQOID o
bl el . . | | | F2 - Acguisition Parameters
Date_ 20091028
N N
[ L : : INSTRUM spect
PROBHD 5 mm GNP 1H/
PULPROG 2030
0 65536
SOLVENT Ccocl3
NS 16
08 2
SkH £172.832 Hz
FIDRES 0.094120 Hz
Al 53084660 sec
RG 181
bW 81.000 usec I
CE 6.00 usec
TE 300.0 K
o1 1.00000000 sec
============ (HANNEL {1
NUCH 1H
P1 11.70 usec i
PL1 0.00 aB
SFO1 289 B718518 MHz
F2 ~ Processing parameters
SI 32768 .
SF 2599 8700164 MHZ i
WOW no
SSB 0 1
LE 0.00 Hz |
63 0 ?
. PC 1.00
H l MJ L}L 10 NMR plot parameters
- qu @L’J Cx 20.00 cm
i L. k JL s AN Fip 11.000 ppm 1
Fi 3298.57 Hz ‘
%Z \ ‘) | / !} Fap ~1.000 ppm
f . F2 -299.87 Hz
3 2 3 Tslmlea |8 slaalzeleg) (=elE PPHCH 0.60000 pon/ca
g S g a%g‘gg@ 9 22Z|8|3|2 18| |18|2|e R 179.82201 Hz/en
IS j— o S N g oy o'l oo —|ai|—)— o] |— ||

ppm

et i e i e

!"\'"i|w\l|\|\il1l\ll\l\1\\I\I\I‘\:\I\I\II\I\Il\I\\I‘I:.‘u.llwl\l\n\\ITI‘II\II\II\I\I\!IJI\I‘:I\I\\l\l
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O S80
HN
O"“- e
VN 55
N H Boc
|
Me ) Current Data Parsmeters
NAME PL-0ct28-09
— ~— = = A WU WO ~S0 .o M M~ M~ 0 Mg Ul M oW~ W <o EXPND 2
4g] [32) R =) B s s N R VA o Ui To sy BT I oY RIS = I = S S MO O WM T « O
= ™ jos] i e sV =R R Te e ) B Y I B S W [T B T~ SV AT R M~ = O — 0 — PAJCND 1
= ™ ol el e = R = I = R T I oUW O @@ O @
o r~ T RS e BN e BN oS BN AV AN o VRSV N SV ANV SRR o} QW ™~ M~ M~ 10 T T Mmoo F2 - Acquisition Parameters
— — o/ U U i e i g S
| Date_ 20091028
! \\ \ Time 12.31
\ \ INSTRUM spect
’ 1 ‘ ' PROBHD 5 mm GNP 18/
; ;3_‘3‘;3[ o PULPROG 2gpg30
10 . 65536
SOLVENT coci3
NS 540
bs 4
SWH 18796.992 Hz
FIORES 0.2866819 Hz
A0 1.7433076 sec
RG 512
OwW 26.500 usec
DE 5.00 usec
TE 300.0 K
04 2.00000000 sec
011 0.03000000 sec
Di2 0.00002000 sec
============ CHANNEL f; S=ro-o=o===¢
NUC1 13C
Pi §.40 usec
FL4 -6.00 dB
SFO1 75.4106307 MHz
============ [CHANNEL f2 ===========
CPDOPRGZ waltz1§
NUC2 1H
PCPG2 115.00 usec
PL2 0.00 dB
PLiZ2 20.00 dB
AL13 20.00 dB
SFG2 299.8711985 MHz
f2 - Processing paramzters
ST 32768
SF 75.4023775 MHz
WOMW EM
558 0
LE 1.00 Hz
GE 4]
FC 1.40
10 NMA plot parsmeters
b, 0 CX 20.00 cm
*‘WW Fip 215.000 ppm
F1 16211.91 Hz
Fae -5.000 ppm

T T 1l T ¥ | T T T T I T T T T l T T

T T T T T F2 -377.01 Kz
PPMCM 11.00C00 ppmicm

T T T H T T T T T T T T

r T : ‘ !
ppm 200 100 70
HZ{M 829 42615 Hz/cn
i

T T T e T e T T e e nmn
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S81

56
current Data Parameters
Me NANE PL-0ct29-09
MnEegONE NN R TR ESERER SRR NEEE 0T TEH88 EXPHD 3
= LO'?FOVCD(\JNGDO?DOU—!WLDCD*—‘CV)(UF\OVv—'CDO'l-t—'L[_J O — O 0w D T @ [o It PROCNO y
o Ho@omm= 00 DK ©EW ST 0o A g ore Mmooy Mo DwM~Omo @~ O = [ =Ty)
o MmO mmMmoO MO @ d@ g o @ g oo @ Ol o= P~ W2 O —_ - 0D T T MM - ol o
:31mmm@mmmwmm@m@@mmwmwmmmman mmmmmmmmm - “ oo F2 - Acguisition Parameters
K ‘ ! \ ' l L Date_ 20091029
// \ Time 18. 48
; ‘ ! 1 ! | INSTAUM spect
PADBHD 5 mm QNP 18/
PULPROG 2930
0 65536
SOLVENT ChC143
NS 16
05 2
SWH 5172.839 Hz
FIDRES 0.094190 Hz
Jixe} 5.30846b60 seC
zle 203.2
D 81.000 usec
DE 6.00 useC
TE 300.0 K
01 1.00000000 sec
=======zz=== CHANNEL {1 ========
NUCY iH
P 14.70 usec
PLY 0 00 dB
5F01 299.8718518 MHz
F2 - Processing parameters
51 32768
5F 299 8700161 MHz
WD no
558 o
Lo 0.00 Hz
GA 0
PC 1.00
d kdmxlﬂh \J 10 NMR plot parameters
\ CX 206.00 cm
L——-————“—JJ*—/“#‘KU ‘ — F1p 11.000 por
Fi 3295 .57 Hz
] | / Fap -1.00G ppm
| F2 -299 .87 Hz
: l 3 lElg| B BEegee 3 T e e
g S & =l (el 9= itk et e b ‘
e = = vw ]Jﬁhaiﬂ‘ lﬁ‘wlﬂimﬂ\w‘mlﬂ o
ﬁm"!_l_lﬁ_ri‘l_'ﬂ_ﬁ‘i_ﬁ-\l\l\ll\l\l‘a\\_|_*—'“'!_T‘|_F-|_"1_'_|_T=lil\l\|l\l\l\l|4'|_Y_|_'\’"I_Y‘7\I‘I"_|7I\-Irl;\I\I\I|‘\IL:;\l\f
ppm 10

A N TR e e
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ppm
199.854
173.222

MM~ ™~ O— 0 0010 o o~ O 0 v &0 O O T
R ie Rty cu B oy R N o e R R o B g VI T B oy B o e N (o= N o U RN g Ui e B e ) B
O O o M D) e W) 00~ 0@ WO < 0y O
T oe= 10O = O O~ W0 a0 T @ [§Y] E‘-l"-(,D(_D
W~ Mmooy ad oy O o] M~ e~
D R T T T T S B B B R R S R

NN

e 58847

56

46.453

. 48.753

31100

28.770
28.128
26.463

r T T T T T T | T

ppm 200 175

e

150 100

TN mmmm TTRTI

S82

Current Data Farameters

NAME RL-0ct28-08
EXPND 4
PROCNO 1

F2 - aAcguisition Parameters

Date_ 20091029
Time 18.55
INSTRUM spect
PRO8HD 9 mm GNP H/1
FULPROG zopg 30
m £5536
SOLVENT Coc13
NS 1230
oS 4
SWH 187S6.992 Kz
FI0ORES 0.286819 Hz
AQ 1.7433076 sec
RG 4096
Ow 26.600 usec
QE 6_00 usec
TE 300.0 K
(53] 2.0000000C sec
b11 0.03000000 sec
p12 0.00002000 sec
======s===== [HANNEL {1 ===========
NuCH 13C
P1 540 usec
PL1 -6.00 dB
SF01 75.4106357 MHz
= CHANNEL 2
CPOPRGZ waltzig
NUC2 iH
PceAg2 115.00 usee
PL2 Q.00 oB
PL12 20.00 dB
PL13 20.00 dB
SFO2 289.87118995 MHz

F2 - Processing parameters

SI 32768
SF 75.4023769 MHz
HOK EM
S5B Q
LB 1.00 Hz
GB 0
PC 1.40

40 NMR piot psrameters

CX 20.00 cm

F4P 245.000 ppm

Fi i6211.51 Hz

FeP -5.000 ppm

Fe -377.01 Hz
PEMCM 11 00000 ppm/cm

9_42615 Hz/cm

IHHHHHIIHHm TN mm
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S83

57
N H Boc
Me Current Oata Parameters
NAME PL-Nov01-08
TN IEC R8T R b I B e e ER 83y 8T RE8YRE £xeo 3
= = M~ N M<< s v WMo -— 00 ~~—=0 M4a-—-—=O0Ould ol — O~ — OO0 O O0am~MmMm~LUu - — & PROCNO 4
o MM MM ST o000 GOm0 0D YT Y YO MM MmO OO MY T T Mmooy a
= D@ N WD W0 WD WO 0 W W0 W@ 0D M 0T 0 0 Al 0O A R R O] A A AE e  e e —  D D )
. L . . Do ) . \ . , F2 - Acguisition Parameters
‘\\\N \ 1 ! / Date 20091101
\ / Time 12.30
: [l I il [l i i d i INSTRUM spect
: PROBED 5 mm GNP 1R/ ;
PULPROG zg30 .
70 53536
SOLVENT cocl3
NS 18
0s 2
SkH 6172 B339 Hz
FIDRES 0.084190 Hz
A0 5.3084660 sec
RG 80.6
Ok 81.000 usec
Dt 5.00 usec
TE 300.0 K
01 1.00000000 sec
============ CHANNEL f] ========:
NUC1 A
=31 11.70 usec
i PL1 0.00 d8
: SFO1 299 B7185i8 MHz
J F2 - Processing parameters
ST 32768
SF 289 8700197 MHz
WOMW no
i 558 0
L8 0.00 Hz
l 68 0
v | I PC 1.00
' .q ) . | F h L i0 NMR plot parameters
I ‘~ ;M, Lh'- o ' I cx 20.00 cm
L. I " Lo N Ft W WA N N F1p 11.000 pom
F1 3288.57 Hz
,J l : / I | f 1 i ! _ Fop ~1.000 ppm
. ‘ / \ / ‘ / Fe -299 .87 Hz
w 2 RN E IR Rt P P F R b PEMCH 0.60000 ppr/cn
g 2 R NER2(2E (8 2R e 179.52201 He/c
E - ol |mio|la|<lalio] =t al] | = < e | = 0| s! :
I\I‘\l\lwl}:—l\l\.‘-lwl\‘.\Iw\l\l\\ !

L L L L L O L O L A T B
pgm .

it o aia et ot ae i
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IO CJd W) M~ 0 <~ M < = = I} M 0~ M~ — U)oy ) oo —t Moo O~ 0O MWD~ Do O S st O OO
= == AW ¥ O @M~ U — 0~ 0 — 5 5 MOy~ ()] NN OO s 0O - @O )Mo @SN O
i~ M~ DWW S MO Mo od o o) O @ [ne s o I e e e Lo B - S A A B AP I a0 I 4 B o TN o VAN S VeV s AR
R i . = iR i S i i
L"E::::::Eti;:::f“*\aii_‘gﬁa | r///F::i’/J k\\\\w\ J ///) /
v : empit kot it o A IVDRVUSSRIE : NS CUTRRRWN. U " o Wkt
T T T T T T T i ] T T T T T T T (i ‘j A e it ﬁ*f'"
ppm 175 . 150 125 ﬂOO

ol

mmmmmtl Hm

i ummmHHHHH

HHm

th

Current Date Farameiers

NAME PL-Nov(1-08
EXPNG 4
PROCND 1

S84

F2 - Acquisition Parameters

Jate_ 20091101
Time i2.97
INSTRUM spect
PROBRD 5 mm GNP 1H/1
PULPROG 2gpg30
10 65536
SOLVENT COC13
NS 1028
0s 4
SWH 18796 2492
FIORES 0.266813
AR {.7433076
RG 4056
ou 26600
DE 6.00
€ 300 .0
o1 2. 00000000
D14 0.03000000
o2 0.00002000
s=========== CHANNEL 1
AUCY 13
P .40
BL1 -6.00
SFO1 75. 4106357
sm==s=m===== CHANNEL 2
CPDPAG2 waitz1g
NUC2 1
PCFDZ 115.00
pL2 0.00
PLi2 20.00
PLA3 20.00
SF02 299.6711995

a8
a8
o8
MHz

F2 - Processing parameters

SI 32768
SF 75.4023815
WOW EM
558 a
LB 1.00
GB 0
PC 1.40

10 W8 plot parameters

[93 20.00
Fif 234114
F1 17652, 77
Fer -19.175
Fe -1%44.22
FRMCM i2.48445

- 839: 54949,

T T

MHz

e
[

ch
pom

Hz

ppm

Hz
ppm/Cim

e
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Ll

bl ndian

S85

Current Deta Farsmeters

NAME - PL-Nov(3-08
EXPNO 2
PROCND i

F2 - Acnuisition Parameters

Jate_ 20091103
Time 1733
INSTRUM spect
PRGBHD g mm QNe AH/ 1
PULFROG 7930
0 BSH36
SOLWENT COC13
NG 16
35 2
SWH b6172.839
FIDRES 0.094190
AQ 0. 30584660
RG BC.B
Ok 81 000
De 5.00
TE 300.0
0 1.00006000
===========x= CHANNEL f1
NUC 1 1
=51 19.70
PLY 0.00
SF1 299 8718516

USEC
aB
MHz

F2 - Processing parameiers

51 32768
Sk 299 8700159
HOW na
S8R 0
LB 0.00
GB 0
PC 1.00

1D NMR plot parenmeters

CX 20.00
Fip $1.000
i 2298.457
Fep -1.000
F -2499.87
SHMIM 0.60000
HZCH 179.92201

tiHz

Hz

cm

opm

HZ

prm

Hz
ppm/Lm
Hz/cm
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¥ I T | | T T T i El T
ppm 200 150 100 50 0

Current Data Parameters

S86

NAME PL-Nov03-09

EXPNO ]

PROCNO 1

F2 - Acguisition Parameters
 Date_ 20031103

Time 21.26

INSTRUM spect

PROBHO 5 mm GNP 1H/1

PULPROG zopg3o

D 65536

SOLVENT Cocl13

NS 12000

ns 4

SHH 18796.992 Hz

FIDRES 0.2686819 Hz

AR 1.7433076 sec

RG A096

DW 26.600 usec

DE 6.00 usec

TE 300.0 K

D1 2.00000000 sec

D11 0.03000000 sec

D12 0.00002000 sec

===c==cc=x=e CHANNEL f{ ===========:

NUC1 13C

P1 5.40 usec

PL1 -6.00 dB

SFQ1 75.4106357 MHz

============ [HANNEL f2 ===========

CROPRGZ waltzib

NUC2 1H

pCroz2 115.00 usec

pL2 0.00 dB i

PL12 20.00 d8

PL13 20.00 dB

SFO2 289.8711995 MHz

F2 - Processing parameters

51 32768
SF 75.4023809
WOW EM
558 33
LB : 1.00
GR o3
pc £.40

iD NMA plat parameters

CX 20.00
FiP 234. 122
Fi 17653.34
Fer -15.167
F2 -1143.65
PPMCKM 12 46446
HZCM 939.84961

MHz

Hz

cm
pom

Hz

pRm

Hz
pRm/cm
Hz/cm
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S87

N H
|\I/|e Current Data Farameters
NAME PL-Nov0E-CY
AP U MOOGUO O W0MEODCO0AUAMOOOY OoOO@E@WOQWYTONU— U0 SI0@S0@WYM@ EXOND 1
~OOCOH@RTEOAOMMS MO MM = 0@ T~ QOO0 -0 O0~0DS oS aT~ O
= MO T OO IO — OO DWW OMMEOME@WOUMMIDMNYTOEMNEEo =0T arMsomo PAOCND 4
a MM TROA — — — = OO0 P00~ 0—00AaANST TUMDDOOYT TO@OWM S MO d
< cﬁr\r;rér\'r\'rér\'rérétci'm’m&buﬁuﬁm&uﬁuﬁ@uﬁuﬁ&%m’nﬁm’mn}n}mm'm‘ﬁ';‘ﬁ'ﬁ';;eoo' o
} , Coro i F2 - acguisition Parameters
/ Date_ 20091305
el S\ )t ) ) ) ) i e
f i INSTRUM SpeCt
SA0BHD 5 mm QNP 1R/
AULPROG 2930
0 65536
SOLVENT cocia
NS 16
Dg 2
SkH 6472.838 Hz
FIDRES 0.09449C Hz 1
A0 5 3084660 sec ;
RG 114 i
OW 81.000 usec
0E 6.0C usec
TE 300.0 K
0 1.00000000 sec
============ CHANNEL f1 =s======:
HUCH 1H
21 £1.70 usec
Pl G.00 dB
SFO 299 .6718518 MHz
F2 - Processing parameters
SI 32768
SF 289 .8700159 MHz
WOW no
558 0
L8 0.00 Hz
GB 0
PC 1.00
| hi
’ ’ " )L L 12 NMA plot pamme;;vgo
e 1 il RLL_,}\J}L ] o 00 cm !
L k WA Fip §1.000 ppm ;
1 3298.57 Hz
| / ‘ ! \ £2p ~1.000 ppm ;
. g2 -299.87 Hz
= D K&'& ~lol 16|38 =) ST hes SPMGH 060000 ppm/ca
o 1= =gl ‘F‘ o i D o|ol=|o HZCM 179.92201 Hz/cm
a3 L) =r (o)) Qe (e8] o |
& = d=lsl=lal sl s S ot o] o |

|\|\|; 1\|\|\||\.\:\1‘-\ﬁ:.!l‘l‘!w\

ppm

HHHHHH|HtIlHIHHHHHHIHHIHH|1I|HIHtiHHHIIHHHIHHHIHHI o HmHHHHIH

TTT T I\-\|“I\I\I\I\::.\l\l\‘;.lwlwlwllwlwlw T T T

|
l
I
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NBoc ESS)
Current Data Parsmeter's
NAME PL-Nov06-08
o O ML OW oD @O T~ W0 O M~ OMoWOao o MW@ M~ — 0wy EXPNC 2
@ DO WM~ D= MW o — S oD N O OO @M A D M T o e PROCHD )
= = DDO MDD oo = — @ MmO~ DM T S U N M o oe= T o~ 0@ M M
a ) DG @@ ™™G@EOIDSOMTO Qo0 oo QMmionoooaoo ~
~ O E M MMM A O e D M~~~ O [0S omom oo oo F2 - Acquisition Pargmeters
o Ty TTT T T T TYTY T Y | ; | | hete_ 20091106
\ . Tame 12.01
\\\\/ \1/ \\ / \ INSTRUM spect
i i th PROBKD 5 mm ONP 1H/!
PULFRCG zqpo30
it B5536
SOLVENT COcl3
NG 411
35 4
SWH 18795 .59 Hz
F1BRES 0.286819 Hz
AG 1.7433076 sec
RG 4086
OwW 26.600 wusec
De 6.00 usec
£ 306.0 K
04 2.00000000 s5ec
011 0 .03000000 sec
D12 $.00002000 sec

m=========== [HANNEL §] ===========

NUC1 13C

P1 5.40 usec
FL1 -5.00 dB
SFOY 75.4106357 MHz
============ [HANNEL {2 =w=vre=====
CPOFAGE waitzi6

NUC2 T
pCroz2 115.00 usec
PLE .06 dB
PLIZ 20.00 dB
BL13 20.0C dB
SFO2 2499 57119595 MHz

F2 - Processing perameters

5i 32768

i SF 79.40237498 MHz
wow M
SSB Q
LB 1.06 Hr
58 &

pC 1.40
i 10 NMR plot parameters
| i . X 20.00 cm
ol fubiidenin ) 215.000 ppn

F1 i6211.9% Hz
2P -5.000 ppm
T T T T | T T ™ T H T T T i ; T T T ‘ T 0 s e e 2 -377.0% Hz
J—
175 150 125 OPMCM .1 UOOOG ppmfcm

ppm

HmHmamlimnmml il HHIHH i ;lﬁmi mmm HIHHH MR
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S89

61

Currenl Dats Parameters

! — —(D
O~ T O — M@ < 0 @M~ @M~MODE QWO SMmY < (s ) W0 Mmoo 0 QM — T ™~ QQEED PLNDVO?O;
O OO @M~~~ MO T o0 D =M~~~ TOTFITAUDOMD— O DWW T ONIOWwddn0D 0o
= SN OoOOM@OE0 WO == T OO~ DA =0OOD0NTMm =0 =100 — MmN O0AMm=— 00D PROCND .
a T M T OO0 Mo STA OO OO @~ OO LM — T 0= @MW T @ e DML M
a OO O AU — === OO D0DDOOCE— 0O O SOSNESTT T MU~ — 0o 0o
' L L L ' : j / \ ’ ‘ ‘ '/ : Date_ 20091107
\l\\ l\\/ / Time 14.50
ol I i ! bl ' INSTRUM spect
PROBHD 5 mm GNP 1H/ 1
PULPROG 7930
10 65936
SOLVENT CDE13
NS 18
DS 2
SKH b172.B3% Hz
FIORES 0.094120 Hz
A 5.3084660 sec
AG i28
O . B1 000 usec
0E 6.00 usec
TE 300.0 K
01 1.00000000 sec
============ [CHANNEL f1 ========:
NUC1 1H
P1 14.70 usec
PL1 0.00 dB
S04 299.8718016 MHz
£2 - Processing parsmeters
51 32766
SF 289 .8700161 MHz
WOW no
558 0
LB 0.00 Hz
68 0
i 1 PC 1.00
T
L&_J h i Qﬁ J‘ i LJ 4 J d ﬂ' ég M plet DEFGWEESFSO cm
1 y . } J .
J_A___J___J'\J \,_J‘ud MA___NM L._,_‘Jk___/\ﬁub W b d\_ £1p 11.000 ppm
Fi 3298.57 Hz
K" / | it / Py y\ Fop -1.000 ppm
\, /‘ I ‘ : F2 -239 87 k2
— ==t |cufo =i |eu | |=| 1={o/m mmou|m)
: zTey 2laglg |2 SIEREC e o (75,0201 heten
i oo (o@ o 13 i B IR S S S i At ' '
5 oi=|=la] lo|lel=lal o ol o ‘TT m—io|mm Eﬂ‘Ujl

pp
i

T T T T T T T T

4
4

FEL T A ey Y it T T I I Y
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Current Dats Parameters
NAME PL-Nov(07-09
WML " MOON~ DD TWMOOO O ~@MOMSOMENODNO DO~ 00 W W £XPNO 3
S oD~ O MMMTUDDO OMRIOODEGEND oM OO WO =M @MW — = ~QQ o0 —
IS TOMD MO UNS T OOOT WA YT MW STUOWN =00 NEOOWSW0O®STODN0ST 0o PRACND 1
s AR T Tt S B e A B e B Ak A SR g
a TOMOoO OGN MOWI T TWM—=M—=OM™~M~MNWO—=O0M0O OO0 TS —O0O@W0W0 SO msT
PO ODTOOMO@C0AAANMNAUN 2 O D@ ~SM~M~M OIS oMM oEe 000l ol o) 6o — = F2 - Acquisition Parameters
(Pl ek ek P e S
| H

\ \ s Date_ 2009 107
\\‘\ \ // Time 13.18
S S [ INSTRUM spect
i ! o ) t e PROEHD 5 mm QNP 4HS 1
PULPEOG z0pg30
10 Bba%36
SOLVENT COC13
NS 5686
s 4
SWH 18796.992 Hz
F IDRES 0.286819 Hz
&0 5 7433076 sec
RG 1024
iy 26600 usec
e 6.00 usec
TE 300.0 K
01 2.00000000 sec
D14 0.03000000 sec
012 0.00002000 sec
======s=srsx [HANNEL f1 =====s=s=====
NUCH 430
21 5.40 usec
AL -6.00 dB
SFO1 79, 4106357 MHz
============ [HANNEL f2 =======2====:
CPEPRGZ waltz 16
NUCZ 1K
PCPG2 115.00 usec
L2 $.00 dB
pL1Z2 20.00 o8
PL13 20.00 o8
SFo2 299.6711995 MHz
F2 ~ Processing parameiers
SI 32766
SF 79 4023775 MHz
WO Em
S58 0
LB 1.00 Hz
GHB 0
! : pC 1.40
il NMR plat parameters

MWMWWWWWWW ot MWMJV kWVL Wu WUJL Vit Fip 215000 pon

Fi 1B8211.51 Hz
Fap -5.000 pom
— — A S —— . - - ‘ [ [ F2 ~377.01 Hz
ﬂ 5 _ 0 PPMCM . ¢ 11.,00000 ppm/em

lHIDTHf!-HH “Him HHmHHHIHHHMHHH-l-mmmlmmmi M
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60
Current Datz Parameters
NAME PL-Nogv07-08
:mr—-r\r-ﬂommrﬁuwmmmc‘g‘mmmmmvmm:vchLoLD:WQEL‘QQ;:%%%EEQEQ EXPND 5
o P S P T PSRN i S T T IR T I = S £2 - acqussition Faraneters
H\& | o e = ) L Date_ 20084107
\ ( // / \\\ / Time 21.02
| m I (T oo T TNSTEUM spect
: PROBHE 5 mm QNP 1H/4
SULPADG zg30
n 65536
SOLVENT coci3
NS 16
IS} 2
ShH 6172 839 Hz
FIDRES 0.094190 Hz
Al 53084660 sec
RG 406 4
DW B1.000 usec
DE 6.00 usec
TE 300.0 K
01 400000000 sec
=====s=z=s=== CHANNEL f1] ========:
NUC1 C MM
P1 14.70 usec
PL1 0.00 B
S5F01 295 85718516 MHz
F2 - Processing parameters
S1 32768
5F 289 B700161 MMz
HOW no
558 oy
L 0.00 Hz
GB 0
‘ PC 1.00
f_J | il
. l ﬂ Lﬁ ﬁ % J- ’J \ NJJ L¥‘7 10 NMR pilot parameters
Ui b !\..,M_JLJ. ;__LH“E LA W\W.UJ g sl - E);P 1??638 ;Em
F1 329B.57 Hz
/2 /” H \/ PR J \ Fop -1.000 ppm
: /\t \ A I \ : Fa -292.87 Hz
2 agiza BE3 28123y 2888 PPKCH 0.50000 pn/c
5 |w|S) |3 o | @ Sio|—o|n =] [0S Mo HICM 178.92201 Hz/cm
B = O e e
[ ‘.|'\!\|\,|: wl\<|{'\|\";‘| |\;.\|\ilw|\|\|\|\‘||\|\lw\I"""u"'."wuwuw:.‘ :|\.|\|‘['I\J.\1|\\|\||\..‘ T

ppm 10

R e

R
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current Oata Fgrameters
NAME PL-MNav0B7-0%
jaz} W~ 0ul 3O <O~ T O S T o= O O~ @ — < O | Iy] ZXPNO &
o A S IV T I e R s B s e B e P R e I R T G R Vs BTy B ¥ | O o o~ O — O — O~ 0 &l a5} SROCND 1
e m T AN — T = Mo M= T o — T U O @~ ™~ WD WO~ Mm - ;
Ei iyl N~ @™~ W WwLw Mmoo o~ M~ M~ 0 S I T o I g B I & s N 's s ] o _ .
M~ DWW T Mmoo = =S I e T [Ioas I S I L I € B AV SV Y] ~ F2 - acquisition Parameters
— i, S
H I 1
i

——— b1.548

Date_ 200814107
Time 21,42
INSTRUM spect

PROBHD 9 mm GHP 4H/1

NSSNEETT N

PULPBOG 20podd
10 B5536
SOLVENT cocl3
NG 12233
0s 4
ShiH i8796,592 Hz
FIORES 0.286819 Hz
Ag 1.7433076 sec
RG 2048
CW 2b.600 usec
DE E .00 vusec
TE 300.0 K
01 2.00000000 ser
011 0.03000000 sec
12 . 0.00002000 sec
============ [CHANNEL fi ===========
) NLICY 13c
. P1 5.40 usec
i PL1 -6.00 db
§ SFO1 79.4106307 MH2

sz=====m=sr= [HANNEL 2 —s=======-=

CPOPRGZ waltz 16
NUCZ2 1K
PCROZ 145,00 usec
PLZ 0.00 aB
PL1Z - 20.00 gB
PL13 20.00 dB
SFo2 239.8711995 MH2
f2 - Processing paranmeters
S1 32768
SF ' 75, 4023746 MH:z
oW EM

- S3B 0

: LB 1.00 Kz
GB 0
2C 1.40
1D NMR plot parameters
Cx - 20.00 cm
FiP 215.000 ppm
F1 16241 .51 Hz
Fer -5.000 ppm

f i T T T T T i T T T i T T T L AL T T ‘ T - T T T . -377.01 Hz
0 PRMCH 11.0060G ppm/cm

i bl

————
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OO OTONTMUEN OO T = @D = J T =@

Mo DU DOMT OO —"0LDITOMADM~ODNGST O
EO0M TS0 MO TOODMOODST ONMN—ODNODD OO O
SN OT OO = —— OO OE @D Mo~ ~ O ~
e =T T = =T S S S S N N O T R T S T ST S To S Ta R 1o U 1o TR

\\\\&N %ﬂ/ ‘

] 444) 'Lr‘UW‘J
| VU

— wisiololo] = /LD w
f O —| =S|~ o= f5e]
& @lo|lo|o||a| |« lcn @
2 —|—|ed|=|| | [= ic)i o
< b

3.3336
2.3796
2.0294

5.267

1 563
0944

1.8368
1.7728
1.7388
1.5115
1.4978
1.4364
1.4262
1.4001
1.3857
1.3780
1.35%41
1.3466
1.3008
1.2347
- 0.9500

2. 144

2.532
0.559

Current Data Pa
NAME PL-
EXPNO
PRCCNO

0.8410
¢.9164
0.8B606

Date_
Time
INSTRUM
PROBHO
PULPROG
10
SOLVENT
NS
0s
SWH
FIDRES

5 mm

b1 1

CH

F2 - Precessing
51
5F
WOW
558
LB
eis]
PC

10 NMR plot par
CX

FiP

Fi

FerP

K2

PRMCM

HZCM 1

= |m
| = s
ar| < | e~

-

\'\
et ‘T
[=p}
O
~

TTT T T T

‘1|\|1|\|‘| T T T 7

T

|¢|\|>\|4<|I||\|‘|..x \||\|\|\\|\|1.

\IIJI\l‘z

1

LSSt 1 e Y N L I I O L B
[ {

a0 9.

299,

299,

S93

rameters
Nov08-09

i
1

20091109
10.41
spect
iH/ 1
zg30
65536
cnC13
16

2
0i72.839
0.094190
3084660
322.5
81.000
6.00
300.0

GhP

. 00000000

ANNEL 1
1H
11.70
0.00

8718018

F2 - Acguisition Parameters

parameters

327688
B700148
na

0

.00

0

1.00

ameters
20.00
11.000
3298.597
-1.000
-2589.87
0.B0000
79.82201¢

MHz

HZ

cm
ppm

Hz

opm

Hz
ppm/cm
Hz/tm

T T
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Current Data Parametzrs
NAME PL—Nov{9-09
T M T~ Oo YT Mmoo TOLAUMRDONNMN@OTN O EXPND 2
Q M~ M~ 9Oaa@uW oo~ OO EOMNNUO - Mmoo ommo <t
1= M~ <T@ U~ Moo aiM~ < SO N —O T AO MOS0 —=m PROCND i
5 WHS SOWY TS TS N NN OO NID O @ =0T Eo oo
ggu‘_—{ Eﬂ‘ﬂ“ﬂﬂ‘jﬂﬁ DWW T MO - F2 - Acquisition Parameters
Date_ 20091108
Time 22.43
INSTRUM spect
PROBHD 5 mm Multinu
PULPROE Zgpg30
Lt 65536
SOLVENT CDC13
NS 10949
ns 4
SHH 18832.393 Hz
FIDRES £.287360 Hz
AQ 1.7400308 sec
RG 16384
DKW 26.550 usec
DE E.00 usec
TE 300.0 K
k] 2.00000000 sec
g1l 0.03000000 sec
di2 0.60002000 sec
===s========= [HANNEL f1 ===========:
NUCY 13C
P 11 .80 usec
PL1 0.00 dB
SFO1 75, 4760200 MHz
==== CHANNEL 2
CPOPAG2 waltz1b
NUC2 1H
PCPO2 110.00 wusec
PL2 0.00 o8
PL12 17.50 ¢B
PLA43 17.50 B
SF02 300, 1312005 MHz
f2 -~ Processing parameters
SI 32768
SF 75.4677509 MHz
WDW M
SSB 0
LB 1.00 Hz
¢ GB Q
lbagzs : PC 1.40
10 NMR plot parameters
Cx 20.00 cm
Fip 219.000 ppm
1 16225.57 Hz
FoP -5.000 ppm
T T | T T T T T T T T T T T T T T T 1 F2 -377.34 Hz
175 100 75 50 25 0 PPMCM 14.00000 ppm/cm

HZCM 530, 14520 Hz/cm
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Current Data Parameters
NAME PL-Nov12-09
SRS I N8 e Y8 YN A RT3yl Te8saadgRaan EXPND 2
= %%(ﬂu*—'f‘?mmﬂoVD‘)‘?U‘I!—*LDOLI.'ILOF\CDGJP-—YTLD*—'NCDOO(UF\Q‘O'IO?LDWNDDLDI‘\ PROCNO 1
a MONW < MO0 OO OEN ="MW OSPRS00 —OM~-—O0M~GW0e o
= OO O o OO~ OOCOoODMO@OE~EMMAAaOSRRRIDNDN TSI S MmOoL OO
r"‘r\r’\r‘-f\mmmLDLDLOLDLDmmmqummmmﬁ\—Ivﬂﬁﬂﬂt—‘!—'-\—l\—(\—i‘—(\—!ﬂ\—l\—loo F2 — Acquisition Parameters
Date 20081112
Time 20.18
| INSTRUM spect
PAORHD 5 mm GNP 1H/1
PULPROG 2030
T0 BEG536
S0LVENT coci3
NS 16
0s ?
SWH 6172.839 Hz
FIORES 0.0944190 Hz
AQ 530845660 sec
RG 208.1
oW 81.000 usec
DE 6.00 usec
TE I00.0 K
01 1.00000000 sec
=s========== CHANNEL f1
NUC4 iH
P4 11.70 usec
PL1 0.00 4B
SFO1 £99.8718518 MHz
2 - Processing garameters
51 32768
5F 299.8700151 MHz
WOW no
558 0
LB 0.00 Hz
GB 0
PC 1.00
&&m*Ajw KA-WHMJQHMKJJU 17 10 NMR plat parsmeters
m U X 20.00 cm
! F1p 11.000 pam
F1 329B.57 Hz
Fap ~1.000 ppm
//) F2 -299 .87 Hz
E 2355 B 3E58]8 A B SR N oo o om0y toen
E ~|=|—|c| oo maw||o allw Mmool ng|o;m|o|dm|=|m HZCH 178.82201 Hz/cm
& ||| || ota| = o= Al =] ||| ||l = || =

IJI\|[IL¢||I\ILii{I\I\I\l\l\IiII\I\I\liil{l\II\ILIt{IlI\I\IIll\I\ltll\li\ltlll!iI\I\l[il‘{l‘1EI|I\II\I\iI\I\ILl]T]\I\iI!I

ppm 10 8 B 4 2 0
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O OO M~ G0N DM O~ U] SN e ST MM )M 00T MO ™Mo O T
O M~ S~~~ GO0 = ~Mos0NO OO OO+ 30000~ o0Q0 NS ™SO0
[ S MO~ 00N ST D000, O OO0 OE Moo MO Wwnomodod O~ 00—
f= S MO~ O O @O~ W0YT M0 T OSMSMS00 o0 T N0 C0 MO @M~ I0 N OS
Lo I I L I A P ROy R A BV o U a VI o U o ¥ AV A ¥ I e T B e i e e U I oy I (0 R C I B S A S I . B L0 B AV I AV I AV A VI AN B A VA AV YOV A VI I
T e e B B e B T e B e B e T B B
MMJM " ' MMM-'&
T ‘ Illl [ Illll IE\W‘\ i {lll i T 1
ppn 200 175 150 125 100 75 50 25 0

Current Data Parameters

NAME PL-Nov12-09
EXPND 4
PROCNO 1

S96

F2 - Acquisition Parameters

Date_ 20091112
Time 21.28
INSTRUM spect
PROBHD 5 mm GNP 1H/!
PULPROG zgpg30
10 69536
SOLVENT COC13
NS 11367
0s 4
SHH 18796.992
FIDRES (.286819
AQ 1.7433076
RG 1024
Ow 26.600
DE 6.00
TE 300.0
01 2.00000000
o1l 0.03000000
b1z 000002000
============ CHANNEL f!
NLUC 13C
P1 5.40
PL1 -6.80
SFM 75.4106357
=s========== CHANNEL f2
CROPAGZ waltz 1o
NUcz2 1H
pcrPo2 115.00
pL2 0.00
pL1Z 20.00
PL13 20.00
SF02 299 8711995

F2 - Processing parameters

51 32768
SF 75.4023752
HOW EM
558 0
L8 1.00
68 0
PC 1.40

i0 NMR plat parameters

CX 20.00
FiP 215.000
Fi 16211.54
Fer -5.000
F2 -377.01
PPMCM 1§.00000
HZCM 829. 42619

MHz

Hz

cm
ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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— M OO MO0 OWwWND O S
DU LU NOoO S Y W00 omad -t W
= MO T MO~ OM~ W00 Y W0 S 0 od
O ~SOmMOoOr~M~WO e oo oo dm
= P~ P~~~ 000w wwowownm
o
o
=
53
]
=
—

o ) R
o wumo
~ 0 o
oo oo
0w 0N 0

~
~
-
w
=T

2.2435
2.2187
2.1571
2.1517

— — 2.,0939

(0¢]

1.9482
1.9444
1.8293
1.8253
1.7660
1.7623
1.7333
1.7302
1.2349

1.2121
1.1916
0.0478

\

LN L B O

ppm

10

8

TTT I T T ET T

TT T T 1T

T T

TE T

4

T T

T

T

S97

Current Oata Parameters

NAME PL-Nav14-09
EXPNO 1
PROCND 1

F2 - Acquisition Parameters

Oate_ 20091114
Timg 16.50
INSTRUM spect
PROBHD 5 mm GNP 1H/1
PULPROG zg3e
0 £5536
SOLVENT COoCl3
NS 32
pIs 2
SWH 6172.83%
FINAES 0.094190
AQ 5.3084660
AG 974.7
Ok 81.000
OE £.00
TE 300.0
o}! 1.00000000
============ [HANNEL 1
NUCH 1H
Pi 11.70
PLE G6.00
SF01 299.871B518

F2 - Processing parameters

51 32768
SF 293.8700161
WDW no
558 ¢
LB ¢.00
GB 0
PC 1.00

10 NMR plot parameters

4 £20.00
FipP 11.000
Fi 3208.57
Fae -1.000
F2 -299 87
PPMCM 0.60000
HZCM 178.92201

MHz

Hz

cm
ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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WOy 0O~ DNDOoO OoON o1 W0@MW0-—-0dog ;oo m T T MO0 WU D NGO o
O YOO OO @O@OUE 00N o0 s O M~ M~ @O W N0 s o st 07 <0 odin
= OO WWoOWAUMMWUO — WG Mmms~M~ 0w oS — 0w LA B ) A I i s 2 e Ry g U o Ry oa R U o I
8 — OO N OWOUNM—- O~ MOWIH Y O M@~ 0o T oo DT M 0= OO W ym
el T B s o B s A R g U o U G U o N I o U R e T o & B i S e e A 0 mmwn T T OmMmeae gy —
L e e e e I T T o e e o B e B e
g R I i fL . i \
PRV con i anrb by b b ! s .
T T T T j T T T T [ T ‘ T T T I T I i T 3 ‘
ppm 200 175 150 125 100 75 50 25 0

S98

Current Data Parameters

NAME PL-Novi4-09
EXPNO 2
PROCNO 1

F2 - Acguisition Parameters

Date_ 20031114

Time 19.08
INSTRUM spect
PROBHD 5 mm GNP 1H/1
PULPROG zgpg30

0 55536
SOLVENT t0C13

NS 15824

0s 4

ShH 18796.992 Hz
FIDRES {.2B6818 Hz
AQ 1.7433076 sec
RG 2048

OW 26.600 usec
DE 6.00 usec
TE 300.0 K

D1 2.00000000 sec
IR {.03000000 sec
012 0.000082000 sec
============ CHANNEL f1

NUC 13C

P1 5.40 usec
PL1 -6.00 dB
SFOi 75.4106357 MHz
============ CHANNEL {2
CPOPRGZ waltzib

NUC2 iH
PCPD2 115,00 usec
PL2 0.00 df
pL12 20.00 df
PL13 20.00 o8
SF02 299.8711995 MHz

F2 - Processing parameters

51 32768
SF 75.4023752 MHz
WOW EM
558 0
LB 1.00 Hz
GB 0
PC 1.40

i0 NMR plot parameters

CX 20.00 cm
FiP 234,198 ppm

Fi 17658.08 Hz

FapP -15.091 ppm
Fe -1137 .91 Hz
PPMCM 12.46446 ppm/cm
HZEM 939.B4961 Hz/cm
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Current Data Parameters

NAME Dec17-SJH
EXPNO 1
PROCND 1

F2 - Acquisition Parameters

Date_ 20071217
Time 13.04
INSTAUM spect
PACBHD 5 nm BAT 1H-B
PULPACS 2530
0 49568
SOLVENT coca
NS 14
0s 2
SHH B278.146
FIDRES 0. 166570
AG 2.9399971
AG 128
Dk 50. 400
'3 6.00
TE 300.0
D1 1.06000000
============ [HANNEL f1
NUC1 14
P1 5.45
BL1 0.00
SFO1 4001324710

usec
a8
MHz

F2 - Processing parameters

SI 32768
SF 400, 1300054
WOW EM
558 0
LB 0.30
GB 0
PC 1.00

1D NMR plot parameters

CX 20.00
F1P 10.500
Fi 4201 .37
Fep -0.500
F2 -200.07
PPMCM 0.55000
HZCM 220.07150

MHz

Hz

cm

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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ppm
129.398 &3

148.322 &
144.043 g
138.240 &=
138.117 5=
137.890 =
135,695 &>
134,258 —g
131.532 —

=——130.365 o
129.297 3
128 . 958 =
128.808 &
127 .687 ¢
125164 s

__—166.971 @

CH,OTBS $100
|

0 NO,
N =
H N. 23b
Bn
~ Current Data Psrameters
RN 45 55§ s P4 ? NAME 1028-5uH
w m W NN TW © "o JESVITs) o EXPNO 2
m oD mmnMmm o0 o mm m o PROCNG s
o < M m < © 10 o 3V} o m o~ m
I S VT S S S = S o © e D ~
U ouo [ N w 10 g o U o~ i F2 - Acquisition Parameters
T Date_ 20071029
Time 13.34
INSTRUM Spect
PROBHD 5 mm Multinu
PULPROG zopg30
10 65536
SOLVENT COC13
NS 196
GS 2
SWH 18832.393 Hz
FIDAES 0.287360 Hz
AQ 1.7400308 sec
RG 13004
DW 26.550 usec
GE 6.00 usec
1E 300.0 K
D3 2.00000000 sec
dii 0.0300000C sec
diz 0.00002000 sec
============ CHANNEL fl ===========
NUC1 13C
Pi 11.80 usec
PLY 0.00 de
SFO1 75.4760200 MHz
==—==muma=== [HANNEL {2 ===========
CPDPRG2 weltz1b
NUCZ2 1H
PCPD2 110.00 usec
PL2 0.00 dB
PLiZ 17.50 dB
PL13 17.50 dB
SFO2 300. 1312005 MHz
F2 - Frocessirg parsmeters
SI 32768
SF 754677190 MHz
WO EM
SSB ]
LB 1.00 Hz
GB 0
PC 1.40
10 NMR plot parameters
cX 20.00 cm
4 Fip 205.000 ppm
Fi 15470.88 Hz
F2p -10.000 ppm
P S P Sy S BV SN
100 735 50 25 0 HZCM B11.27802 Hz/cm
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CH-.OTBS
IO NO,
NT 24b
H
“CO,Et : Current Data Parameters
NAME Jan17-5JH
B T S o B T o U B m I o B W I e Y L N R .0 B N A0 B N1 | MAl ~rmi~ D g oS Mmoo un 0o S~ mom Wi~ O T
mom MmO T OO TN oSoOoANNDN UOUDOoONDODEIT~OO — DODOEE—-MOE o0 EXPND 1
5 WWWWwmSTMm=qOMNI0OMOM~D N — D= MAUOoOOMNUORMRUNMOST U ISOORTOSIT O PROCND 1
a COMMMNMDWID< << MM NN DONOANNAG—"O0OO@OmOM~NOR~O © QMO AMNSN- — O
o DO PP, ISIITITTITTIOAOMAUANNU U m oo coo oo
[ F2 - Acquisition Parameters
Date_ 20080117
Time 14.21
INSTRUM spect
PROBHD 5 mm BBI 1H-B
PULPROG 2g30
D 49658
SOLVENT cocl3
NS 21
DS 2
SWH 8278. 146 Hz
FIDRES 0.166670 Hz
AQ 2.9999971 sec
RG a12.7
Dw 60.400 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
============ (HANNEL f] =s======a:
NUC1 18
P1 B.45 usec
PL1 0.0Q dB
S5FH 400. 1324710 MHz
F2 - Processing parameters
SI 32768
SF 400, 1300051 MHz
WOW EM
358 0
LB 0.30 Hz
5B 0
PC 1.00
10 NMR plot parameters
L Ju AN CX 20.00 cm
* FiF 10.500 ppm
Fi 4201.37 Hz
F2P -0.500 ppm
F2 -200.07 Hz
E giglz(z|ae bR ™ R o g S PPMCM 0.55000 ppm/cm
S 8 % '51 g g g g UC% f‘u'_-J g g g E g HZCM 220.07150 Hz/cm
g Slola|=| <] Y olo o o ©
\\Illll\\IIIIIIJ\\IIII\\I‘rllli\flflll'\\lllilll\k\IIJ\I\SIII\iIIIIII\\IIII\\I\III\\IIIIII\\\IIIJIJ\ItI\\\lllll
ppm 8 6 4 2 0
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CH.OTBS S102
N =
| H N 24b
! CORE

Current Oata Parameters

I NAME Jan17-5SJH
! M~ OSSO MO @— D= 00O w == ™~ [os] D mm fs) EXEND 4
— MW OO = DN O d@ T LW o — @ Dm0y w = ToRNTS R 58] ;
IS T OO M =~ ONMInNA OO QO [oal — 0N < ~— ~ m ™ ~ o3 FROCND 1
a W ODOT ST = oD T — o 0o~ ~ o oy ~ o o @ o <
O O STMMmMMMOmMmMAN GOy o ~ M~ M~ M~ (0 < ~ SV 1 F2 - Acquisition Parameters
R P A A A e
i | | H Date_ 20080117
/ | f Time 19.45
\\\\ / / i ! THSTRUM spect
: J i : PAOBRD 5 mm ONP 1H/4
BULPROG zgpg30
0 65336
i SOLVENT COC13
NS 312
as 2
SWH 18796.992 Hz
FIDRES 0.2868B139 Hz
AQ 1.7433076 sec
A6 1024
] 26.600 usec
i 6.00 usec
TE 300.0 K
a1 2. 00000000 sec
D1t 0.03000000 sec
i 012 0.00002000 sec
: =s========== [HANNEL f1 ===========:
NUC1 13C
i el 5.40 usec
! ALY -6.00 dB8
SF01 75.4106357 MHz
== CHANNEL f2
CPOPRGZ waltz 16
NUC2 1H
PCPD2 115.00 usec
bLa 4.00 o8
pLi2 20.00 dB
PL13 20 .00 dB3
SF02 299.8711985 MHz
F2 - Processing parameters
S1 32708
SF 73.4023413 MHz
WOW EM
558 a
| LB 1.00 Hz
GB 0
eg 1.40
{0 NMA plot parameters
L o CX 20.00 cm
F1R 200.000 ppm
F1 15080.47 Hz
£op -10.000 ppm
‘ T T T l T H T ; T v T T | T T T T 1 F T ‘ T v T E T T T ‘ T | 1 FE 775&02 HZ
pom 175 150 125 100 75 50 25 0 PPHCH 1050000 pom/cw
. HZCM 731.72461 Hz/cm
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CH,OTBS
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O NO,
N = in tol at 90 oC
y 25b
© N
"CO4Et
M~ @S MOOO0MO YT 0SSO0 N S — O COM-=—M~T oW~ DI o o WWDWDm-— o
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S103

Current Data Parameters

NAME 1031-5JH
EXPNO 3
PROCNG 1

f2 - Acguisition Parameters

Date_ 20071031
Time 12.91
TINSTRUM spect
PROBHD 5 mm GNP 1H/1
PULPRDG zg30
10 37036
SOLVENT Tal
NS 10
DS 2
SHH 5172.839
FIDRES 0. 166671
AQ 2.9899659
RG 161.3
Dt 81.000
DE 5.00
TE 300.0
M 1.000C00C0
======s===== [HANNEL f§1
NUCY 1H
P1 11.70
PLL 0.00
5F01 289.8702999

F2 - Processing parameters

51 32768
SF 299, 86844957
WOW EM
558 0
LB 0.30
GB 0
pc 1.00

1D NMR plot parameters

CX 20.00
Fip 10.500
F1 J14B .62
F2r -0.200
F2 -149.93
PPMCM 0.55000
HZEM 164.92767

MHz

Hz

ppm
Hz

ppm

Hz
ppm/cm
Hz /cm
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CH-OTBS
|
O NQO,
N i in tol at 90 oC
be T 25b .
“CO,Et
Current Data Parameters
NAME 1101-50H
O~ P WO MMM ST UDWEDWW OO0 ST MM — U DA O~ S0 ™ M = O™ O M O™ st o= O ST EXPNO 6
S O = OSSO DWW YT MDD OAUMN S S MmO T O = o T <000 TmMmo@n o m o
MO Dol OUMNOMUOMOMN, SIDNGECMNSSOMM0DWMN NGO NO— DO S = 00W W PROCKD 1
COMOULOMRNS SN 00DD0OONSNINDW T O =M™ 0O ONNMSMEOT 0000 mMmDES D0
DUTTTOHOMMOMHOOMMAMMNMUMONCNNUUMAANO~OLWE S S 0 MmMO0M0Q OG0 =~ — = 1 F2 - Acquisition Parameters
e B i B e T e B B e B e e e B e T B o B e B e B B e e

T

=

| Date_ 20071101

L‘\E::igéék . Time 15.28

INSTRUM spect

‘ PROBHD 5 mm GNP 1H/1

PULPROG zgpg30
0 65536
SOLVENT Tol
NS 10240
ok} 2
SH 18786.992 Hz
FIDRES 0.2868819 Hz
AQ 1.7433076 sec
RG 2048
b 26.600 usec
BE 6.00 usec
TE 300.0 K
b1 2.00000000 sec
D11 0.03000000 sec
pD1z 0.00002000 sec
==a=z=zs===== CHANNFL {] ==s=s=s======
NUCH 13C
P{ 5.40 usec
PL1 -6.00 dB
SFO1 75.4106357 MHz
=======a==== CHANNEL {2 ===========
CPDPRGZ waltz 16
NuCe iH
PCPDZ 115,00 usec
ALe 0.00 dB
PLiz 20.00 dB
P13 20.406 dB
5F02 299.8711895 MHz
F2 - Processing parametars
51 32768
SF 75.4019484 MHz
WOW £M
558 0
L8 1.00 Hz
5B ol
PC - 1.40
10 NMR piot parameters
J_‘_ L I | | ) » CX 20.00 cm
N ) FiP 205.000 opm
F1 15457.40 Hz
F2p -10.000 ppm
T T T T T [ t ¥ T T T 7 3 L T T T T T T T T T T T T T T T 7 T T L T Fa -794.02 Hz
175 150 125 100 75 50 25 0 PPHCH 10.75000 ppm/cm

HZCM B10.57092 Hz/cm
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Current Data Parameters
NAME 1101-504

==Z
[v]

o
Oz
O
ha
TR ] TR re T S P I T AT

iR gegcg g el SRR P R E Sk R o o R Ry EXPAD 2
= L('JOC\JF‘-—CJOJLDOLDCDO')C\]%OVCD(")O’)F\CDUJWF\!—'VF\OO““TLDD'}F\.ILDOE%LDCE:VEﬂ EROCNO 1
(=% OO WwWT VO CQ@DMW =W M~ 00NWNMmM-=--1 DLW MNN-— O O0—M~0W~ 0OWwou) st
[y P = = =~ =~ O OO OMODM~ O WMOMOOD MM s o= o= O 0 Y @D = o= OO O Uy
L S A e e A IR 1= ST e ST~ BT B e B S N o T U o e o L A R S F2 - Acquisition Parameters
/ Date_ 20071101
=N e VY
il TNSTRUM spect
PROBHD  omm QNP 1H/ 1
PULPROG zg30
1 37036
SOLVENT Tol
NS 18
0s 2
SWH 6172.839 Hz
FIDRES 0.166671 Hz
AQ 2.899956589 sec
AG 8i2.7
ow 81.000 usec
OE 5.00 usec
TE 300.0 K
01 1.00000000 sec
zz==zz====== CHANNEL fi ========:
NUC1 iH
P1 11.70 usec
PL1 0.00 dB
5F01 2549.8702988 MHz
F2 - Processing parameters
51 32768
5F 289 8684992 MHz
WDW EM
i 558 0
LB 0.30 Hz
GB 0
BC 1.00
i E . 10 NMR plot parameters
UUU' & CX 20.00 cm
Sl s = R F1P 10,500 ppm
’ 1 314B.62 Hz
) Fep -0.500 ppm
. 2 -145.93 Hz
3 o (2Z)F)8)828 g||a| (8l 2|8 B (B3 g PRHCH 0.55000 pen/cn
5 @ b = el el o = @D = HZCM 164 92787 Hz/cm
= ol ail=al<l<l=lal oll<l 1<lm = ] e e 0
\\i\illll'!_frl\\llll\\hll\|II|\\II!II:\!III\\I!\lIIW\IIIIITFIIITT\l\\illll\\I\\II\\IlJ‘II\\l<I|\\l\rII'\fl||\I\\
ppm B B 4 2 0

e
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CO,Et
|
TBSO N‘ NO;
in tol at 90 of 13C 26b
0
N
Me
O O oMM CcCInDMmMma< ODDOommP~ DS ™ Mo O oo~ Ur~00ood oW w
D o— <O DI O~ oMmMDO-=@OT UM OoOmN S ~MO0OoOoMMOM~D-S DS < MmN oo
E M MO MO-— MO MO0 T O~ d g~ = noOouu<T MM DS - O0OWWwC<Tdo
g M~ O ST MM~ - OMmOe o O~ WD < <t MmO ™~ =1 oM~ DOD0- oo OO0 O @< < WD
M~ <rTOMMMMaa)ood o odd il eend ol O o OO MMM YO === ]
- = ] ] et v v wd wd = v w1 3 v w1 e vl o wi wd wd v = = =
I El 4 T T T T I T T T T I T T 7 T ‘ T T T [ T T T ‘ T T T T I T T T 4 T
ppm 175 150 125 100 75 50 25 0

S106

Current Data Parameters

NAME 110258
EXFND 3
PROCNO i

F2 - Acgquisition Psrameters

Date_ 20071102
Time 14.59
INSTRUM spect
PROBHD 5 mm Multinu
PULPROG 2gpg30

10 65536
SOLVENT Tol

NS 545

0s 2

SWH 18832.393 Hz
FIDRES 0.287360 Hz
AGQ 1.7400308 sec
RG 11585.2

D 26.550 usec
0E E.00 usec
TE 300.0 K

18 2.00000000 sec
g1l 0.03000000 sec
di2 0.00002000 sec
=s========== [HANNEL fi ===========
NUC1 13C

Pi 11.80 usec
PLi 0.00 dB
SFO1 754760200 MHz
s====s====== CHANNEL f2 =w=========
CRDPRG2 wWaltzib

NUCZ 1H
PCPO2 110.00 usec
pL2 0.00 g8
PL12 17.50 dB
PL13 17.50 dB
SF02 300.1312005 MHz

f2 - Processing parameters

81 32768

SF 75.4673292 MHz
WOW EM
558 0

LB 1.00 Hz
BB 0

FC ’ 1.40

10 MMR plct parameters

CX 20.00 cm

FiP 205.000 ppm

Fi 15470.80 Hz

FZP -10.000 ppm

F2 -754.67 Hz
PPMCM 10.78000 ppm/cm

HZCM B41.27380 Hz/cm
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S$107

=z

N 29b
Current Data Parameters
NAME 1117-50H
I I R e I R R R G = G I SRl e i | EXPND 2
E O WO MWDoy MO OO0 0MUOUYT OO0 O~ MNO~S MDA O — MW — -+ O Ol PROCND 1
=y A~ 5 M~ DU OCDWw T v 0O W =< Dod - oMo odM~IMOomMeo = Ch Gl www s 5 0oy
& OSSN r SRR ROT T IS ENNSSCRS00CCWBITITICCNO N0 00O
MOOMmMM™S PSS D000 Wwo WD ST ST T T TTTTOAUNNT =1 000000000 F2 - Acquisition Parameters
‘ LR ‘ ' : ' Date_ 20071117
\ \ Time 12.30
I INSTRUM spect
PROBHD 5 mm QNP 1HA1
PULFREG 2g30
TD 37036
SOLVENT Tol
NS B
s 2
SWH 65172.8358 Hz
FIDRES 0.186671 Hz
Al 2.99949655 sec
aG 228.1
DW B1.000 usec
DE 65.00 usec
TE 300.0 K
D1 1.00000000 sec
m=s========= (HANNEL §] ========:
NUC1 1H
25| 11.70 usec
PL1 0.00 dB
SFO01 289 .8697001 MHz
F2 - Processing parameters
51 32768
SF 285 BBBO37S MHz
WDW no
558 0]
=] 0.00 Hz
GB 0
PC 1.00
\L MML “D 10 NMR plot parameters
CX 20.00 cm
A b bt i l’u—— Fip 10.500 ppm
Fi ) 314B.62 Hz
j § Fep -0.590 ppm
Fe -148.93 Hz
- ouy =1 <1 ~ (= | o o) [~ awl fo] [mm =)
3 2|3 2l 5188 2lsl 2 Bl 8|l 2 o 164 52758 rten
g o | =] I om [an] fa] [an] o ~ [ (o)
g i cuf ] iy ml = =l o 101 o w0

lilEIllfflll\I:TTIIIIITTIi'\T\[lll\ll\tllllf!'\‘\lll\\llllIJ\fll\\l‘l-lll\'\flllll]flll'\‘l\\llli\\i\[lllTLlllTllr

ppm 8 B 4 2 0
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ppm

CO,Et

o S108
TBSO | NHBoc
O 0 in tol at 90 oC 13C b
N 29
Me :
Current Data Parameters
NAME 1117-5JH
S MM~ MM~ WO~ NI U — 2 oMo~ M~O 00 @M00 oSO SOMmMmOmCoD~<S Mo EXPND 3
O T 0O DODONODO@EWOBNS < S O~MNNDMOwT T YT OTTONDMMAEODD—-DINOT OO MS
=~ M MO OO N0 N T OSSN T O~ W00 MO — — P~ = M0 — WML O — PROCND 1
MO O OO DOEEO™S~NMNTOAUM—MSOAMN— DU DOWL oGO mm 00N
e U B T B Sy B B o N 10 BN A U R a Wi AW I o VI a U o VI o Vi o W SV RN U I o U I o U o VIR o VI B T S S I 4 T 7 o T 5 B S S B S VI s VI S VI o VI L o U R o ¥ i o B R e R T | F2 - Acguisition Parameters
Rl =T T T T e o o e S o
i _ 1 | }

| I Date_ 20071147
Time 12.37

INSTRUM spect

i [ PROBHD & mm GNP {H/1

PULPROG zgpg3d
10 5536
SOLVENT Tol
NS 3072
0s 2
SWH 18786.852 Hz
FIDRES 0.2BBB19 Hz
AQ 1.7433076 sec
RG 1448 .2
O 26 .600 usec
DE 6.00 usec
TE 300.0 K
01 2.00000000 sec
D11 0.03000000 sec
012 ¢.00002000 sec
==m=zs=s==== [CHANNEL {1 ===========
NUC1 13C
251 5.40 usec
PLa -6.00 B
SFO% 75.4106357 MHz
=sss====ss== [HANNEL f2 ===========
CPDPAGZ? waltz1B
NUCZ2 1H
PCRDZ 115.00 usec
pL2 0.00 dB
pL12 20.00 4B
PL13 20.00 dB
SFO2 299 8711595 MHz
F2 - Processing parameiers
81 32768
SF 75.4019523 MHz
WOMW EM
558 0
LB 1.00 Hz
68 0
pC . 1.40
10 NMA plot parameters

M s T i PRI e v FIP 205.000 ppm
F1 15457 .40 Hz
Fep ~10.000 ppm

T T 3 T T ‘ T T 13 T ‘ T T T | ¥ T T ‘ T T T T J T T T T ‘ T T | 'l T Fa -754.02 Hz
175 150 125 100 75 50 25 0 PPHCH 10.75000 pom/cm

HZCM 810.570898 Hz/cm
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S109

in tol at 90 oC 30b
Me :
Current Data Parameters
NAME 1123-5JH
DEDPATNoaca TR RYIANBEEGYENbe SR EAUBES OB LR D EXPND 2
= WO~ OO oSN DN OO =W Mm—udOiudST (WO« S MWD o mad PROCND 1
= OM>— o= Do~ ECUMOOHM~NNONONODOOIDESNGBN DO =SQr~0MN~TMIDDLWE — O
=3 N oo @~~M~S~ShD0ooDDONHNooCod MM RNOEO = = .
r\r\r‘!-f\-r\LDLDLDLDLDLDLDLDLDLDLDLOLOLvavwwvvvm ‘—-x—-x—«wq—ooooooooo F2 - Acgquisition Parameters
Date_ 20071124
Time 20.49
INSTRUM speck
PROBHD 5 mm GNP 1H/ 3
PULPROG 7g30
0 37036
SOLVENT Tol
NS 8
DS ?
SWH 6172.839 Kz
FIDRES 0.166671 Hz
AQ 2.9399659 sec
RG 128-
Dw B1.000 usec
DE 6.00 usec
TE 300.0 K
IR 1.00000000 sec
============ CHANNEL 1 ========:
NUC1 1H
P1 11.70 usec
PL 0.00 dB
SFO1 299.8700000 MHz
F2 - Processing parameters
SI 32768
SF 299.8685371 MHz
WOW no
558 0
LB 0.00 Hz
GB 0
PC 1.00
_JKJLMLJNA_ uJ ; 10 NMR plot parameters
L-i § CX 20.00 cm
J ub W L*v- Fip 10.500 ppm
Fi 3148.62 Hz
i Fop -0.500 ppm
F2 . -149.93 Hz
H slelgisisl  2e 28 |z gigl |¥E 38R 8 e io. 90768 besen.
& Ieleimel  ele == i == == e - ‘
= ol | = ooy —t| = =[] {m | |} 1| =] | M w

L L L S S L I A A

pem B 5] 4 2 0
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ppm

< 0 O
o m
w0y
~ M)
v o
— o %

139.472
137.669
137.2495

134.151

129.353
129.281

] m
o —
(X R e )]
O
[g U o]
—

[ B Y
mn om
w m
o o
ooy
—

126.623
125.57%

in tol
[nn B O
M 0 W0
[aVEN e EEal]
 =r =r
[aU N o VI al)
e e

at 80 oC

118.205
117.338
104.772

M~
o]
[
o
w0

BO.B88

TSN

13C

62.175
= B61.481

52.123

30b
oo @
DO o m
© oo
o= oo
T Mm@

!

S

26.388
- 21.170

20.9142
20.658
20.403
20.148
19.893
19.638
18.793
14.699
-5.003

pom

S110

Current Data Parameters

NAME 1123-5JH
EXPNO 3
PADCHD 1

F2 - Acquisition Parameiers

Oate_ 20071124
Time 21.01
INSTRUM spect
PROBHD 5 mm GNP 1H/1°
PULPROG 798930
D 65536
SOLVENT Tol
NS 344
s 2
SHH 18796.992
7 IDRES 0.288819
4 17433076
6 2048
oW 26.500
0F .00
TE 300.0
01 2.00000000
01t 003000000
012 0.00002000
== CHANNEL 11

13C

5.40

-5.00

75.4106357

===mas===s=== DHANMEL 2
CPOPRGR waltzi6
NUC2 H
PCPO2 115.00
pL2 0.00
pLI2 20.00
PL13 20.00
SFO02 299.8711995

F2 - Processing parameters

51 32768
SF 75.4019540
WOW EM
558 0
LB 5.00
GB ol
PC - i.40

tD NMR plot parameters

Cx 20,08
FiP 203.000
1 15457 . 40
2P -10.000
F2 -754.02
PPMCM 10.75000
HZCM B10.57098

MHz

Hz

om
pom

Hz

pom

Hz
B/ Ll
Hz /cm
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S111

32
. Current Data Parameters
& NAME (e 20-5H
ENELeN 3P I B YIRS 85YBnlRs SoSKeRTNESEqY EXPND ' 2
= MO MmO oooCc SO Oe TITMLUE G0N STI0STOmm o uNDDOMNNOo;ST O BROCND 1
o MO — O~ 0O~ MMmDW—0—= (10000 TOOM S m TOOODOTINOIWIWITNMOMD
= Mmoo oMo~~~ NINDOSOoOOMMOOOMWWWwW oOO@m@IET OIS NGO OO
B e~ O EEOOWEWIDWD ST ST ST T AN PR R e e - R = F2 - Acquisition Parameters
Date_ 20071220
Time 19.22
ﬂ INSTRUM spect
. PROBHD 5 mm BBI iH-B
PULPROG 29
0 49668
SOLVENT ChC13
NS 1
Ds 0
SwH B278.146 Hz
FIDRES 0.166670 Hz
AB 2.99983871 sec
RG 20.2
oW 60.400 usec
DE b6.00 usec
TE 300.0 K
01 1.00000000 sec
s===z======= (HANNEL ] ========-
NUC1 iH
P1 7.53 usec
PL1 0.00 dB
SFD4 400.1324710 MHz
F2 - Processing parameters
51 32768
SF 400. 1300054 MHz
WOW no
558 0
LB 0.00 Hz
5B 0
R 1.00
10 NMA plot parameters
J J Jm JLJ £x 20.00 cn
Fip 10.500 ppm
F1 4204.37 Hz
FepP ) -0.500 ppm
F2 -200.07 Hz
% = afolsl=d (31 [els) (gl (&gl (12 1glelel 18] w8 2 PPHCH 0.55000 ppn/c
=% ey} ;|| oo =3} [u3RRe] =] o | = (s3] ol oo ~ 0 < — HZCM 220.07150 Hz/cm

fl[llll\\llllllll\llll\ll}lllll\Ii\\lll\\[IIIIIIf\lII\IWLIIIl\\\JllIIW\\IIIII'\{II\\II‘IIII!TLIIIIIW\lII\T‘}III

ppm 8 3] 4 2 0
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opm
165.507

154,946
150.872
140.067
137.798
132.972

S112

Current Data Parameters
NAME Dec20-SJuH
MW MO DO =— QWO WM~ oD — O O M~ oMo O M~ M~ Mo S EXPNO . 3
S o0M=—-WOUMDMUNW >~ WS Mmin M~ O O 00NN N o< MO~ ™~y
P T M MO M D~ =t O~ = [ N S e = =) M = N UM~ = M~ PROCNO i
LD MM~ WSO~ ST o=~ < P~ M =~ 0J oMM YT T
Moyl ey — = O OmM~ M~~~ o D N S T M mE o 00U Od o= = = 1| F2 - Acquisition Parameters
-— e v wd owd w e e o

W
aul
o
o]
oJ
: Date_ 20071220
Time 21.17
INSTAUM spect
PROBHD 5 mm BBI IH-B

f
_/_— 53.658

S W

PULPROG Z2gpg3d
0 65536
SOLVENT £Dci3
NS 1836
os 2
SHH 25125.629 Hz
FIDRES 0.383387 Hz
AQ 1.3042184 sec
RG 8192
ou 19.900 usec
DE 6.00 usec
TE 300.0 K
01 2.00000000 sec
di1 0.03000000 sec
12 0.00002000 sec
==z========== [HANNEL fi s==========
NUC! 13C
=K | 16.35 usec
PL1 -6.00 dB
SFO1 100. 6237953 MHz
============ [HANNEL f2 ====s======:
CROPRGZ waltzi6
NJuC2 1R
2CPo2 114.00 usec
PL2 0.00 dB
PL12 24.00 dB
PL13 24.00 dB
SF02 4001346005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127290 MHz
WOW M
Ss8 0
LB 1.00 Hz
6B 0
PC : 1.40
10 NMA plot parameters

L/ i CX 20.00 cm

Fip 205.000 ppm

Fi 20625.61 Hz
F2pP -40.000 ppm
T T T T T T T T T T T T T T ‘ T T ; T T T T T Fz -1006.13 Hz
129 100 75 50 25 0 PPMCM 10.75000 ppm/cm

HZCM 10B81.58691 Hz/cm
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S113

HMGC

Current Data Parageters

NawE Dec20-5.4
EXPHD B
FAOCHD i
- F2 - Atouisition Parareters
Dats_ 20075E20
= Tine 21,42
INSTAUM spect
PAOBHD S om BB] [H-B
= PULPROE invigptp
Y 2028
| 0 SOLVERT tocta
N5
os €a
- Sl 2401408 Hz
FIORES 2149125 H:
B 0.2327028 sec )
= AE 163B4 i
o #13.600 usec
L [ .00 uset
TE 300.0 K
CRSTE 145, 0000000
r a0 0,00000300 sec
0 1.83671288 sec
- 85 ] 0.00244928 sec
az 0.0017341¢2 soe ’
a11 002080000 sec !
- 413 £.00080300 see !
HE 7.00020000 sec |
L az0 000052414 ser
d2i 0.0022428 sec
ing 0.00001380 sec
CHENNEL 13
Rucy 1H
B F1 7.53 usec
pa 15.08 usec
— 50 5
=0
CAORRGZ
- nic2
Fa
nd
r PLPD2
ALz
- P32 . :
SF02 100, E302232 Mz H
— 75 amamnansnacs GRADIENT CHEMMEL ==
GPHANL SINE . 100
| GRHAME SINE 100
GPHANS SINE 100
arxt 17.00 2
= arx 20.00 ¥
GPXS Z5.00 %
L arT1 17.00 %
Pre 20.00 %
CPYS 500 &
- 23] 17.00 %
6P .00 %
100 6PL3 25,00 %
P15 1000 00 user
L F1 - cquisition parameters
a0 %
o 256
B o 100.6202 Wiz
FIDRES 70765326 Kz
- Y 160043 pon
F2 - frocessing paranecers
~ 51 2048
5 406, 1300054 w4z
1259 KON OSINE
55 H
LB 0.00 ®y
- @ ]
PC 1.40
r F1 — PrOCESSING paremeters
s
- M TRRL
5= 100 5127280 Wiz
WOH ASINE
B 556 2
LB 0.00 1z
—150 = :
20 NMA plot PBrameLers
B tx2 15.00 u
X3 15.60 ca
- F2eLa 10.047 ppn
m FeLn 4008 87 H2
op FaekL -0.983 ppm
Fanl 393,13 Wz
FiELO 164 643 ppd
FiLo 16562.45 Hz
|\IIII\Il{lll\I\EI\IILI\III\IILIILILI\IIlILI\I\II\IILllllllllll\ll\IIIII\II\IiII‘III\IJII\II\I\Ill\l‘1i]'\||1\ F1fnl -15.443 ppm
FIN -1953.76 Hg
p p m B 6 4 2 O FEPPHCK 0.73333 ppa/cn
FEHZON 28548722 Hz/ch
FAPPHCK 42.00374 ponfen i

FIHICH 1267.72848 Hz/om
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S114

: Cosy
i l Current Data Parzmeters
— i NAME Dec20-SuH
EXPNO [
FROCND 1
- F2 - Acguisition Parameters
E Date_ 20071221
C Time 9.03
L INSTRUM spect
Co PROBHD 5 mm BBI 1H-8
1 ﬂi E PULPRGE  2]b.Tosygsmftp
E o 2048
= SOLVENT cocia
. E NS a
C 0s [
= o / " F St 4401, 408 Hz
= d C FIDRES 2.143125 Hx
=] . E AQ 0.2327028 sec
) i E AG 456 §
. F o 113 60D usec
L . : " DE 6.00 usec
o - ] » r TE 300.0 K
o« e 00 0.02500000 sec
x “ r DL 4.00000000 sec
¥ - 513 000000300 sec
8 b . L] ¥ L D{B 0.00020000 sec
] g ’ o 420 0.00120300 sec
r w0 0.000£1360 sec
. rs -
F = CHANNEL F1
- NUCE iH
T Pi 7.53 usec
1 x | ] - p2 15.06 usec
T PL1 0.00 B
F SFOL 400, 131B0QB WHz
1] i) 3 3 LI N 74
- ' C == GRADIENT CHANNEL =
— @ . - P16 1000.00 usec
= F1 - Acquisition parameters
E NDO 2
= | “ : | F ) 650
F SFQL 4001318 #Hz
E FIORES 6771388 Hr
‘- “ ‘ ~ Sk £1.000 ppm
C f2 - Processing parameters
6 [31 2048
. C SF 400. 1300054 NHz
* s " o ' E WOW SINE
A C 538 o
L F L8 0.00 Hz
4 ¢ " o o P o
t N i C PC 1.00
Q' i a‘ F F4 - Processing parameters
r 51 1024
- ue2 PRI
o SF 400. 1300054 MHz
- WOW SINE
—8a 558 0
- La 0.00 Hz
r 68 0
- - 20 NMR plot parameters
—/ t " - » exz 15.00 cn
- [#3] 15.00 em
r F2rLO 10,000 ppn
I FaLo 4001.30 Hz
= F2PHL -1.000 ppm
r F2HI -400 13 Hz
= FIPLD 10.000 pom
- Ppm FiLO 4001.30 Hz
FLPHL ~1.000 pom
FIHI -400.13 Hz
T]i||=|\ll\lll\lllll[|\|i|\||\|\lli|\ll‘\llll\ll\ll\lll\Il!ll|JII\I\I\IIEILIJIIII\JLI#LI\llll\lllilllllil\llt F2PEMCK uryaaaapum'fcm
F2HICM 20342868 Hz/cn
ppm B 6 4 2 0 F1PRUCH 0.73333 ppu/em

FiHZCM 203.4266E Hz/cm
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S115

HMBC

Current Data Perameiers

NAME Dec20-53H
XD 3
; 5 - BROEND 1
! .
I - F2 - Acquisiktion Parameters
T Date_ 20071230
5 I~ Tine 23.07
IHSTAUM spect
2 el I~ PROBHD 5 mm BBI 1H-B
- - O PULPANG invagslplirnd
M ™ 2048
- SOLYENT coci
. i NS 16
1 - 05 t6
: - . SHH 4401.409 Hz
u FIORES 2.149135 2
- . oy | A 0.2327028 sec
" " “ AG a2
oW L o 113.600 usac
. A N DE &.00 ysac
L - - = '“74’%'“ L TE 300.0 X
" EI CNSTZ 145, 5006000
: = i ©.000D0300 seC
® Dt 1.50000000 sec
o r de 0.00344828 set
- S e i . - " ol . w0 03 008500000 sec
913 £.00000300 sec
- == -  5p nis 0.0002000D sec
™o ©.00002366 sec
- -~ < - L L .
. CHANNEL 4
) - 1H
o . 7.53 usec
~oT r 15.06 usec
0.00 @B
r SFo1 4D0.1318096 MHz

== CHAMNEEL F2

.4
&
: L=
£
'rT‘
-
a!.
LR -, T B &&-Mﬂm&ﬁﬁﬁﬁ&ﬂ&—da EELE_ TR N
T T
S
2oz
R3E
g

i3c
P3 17.00 usec
-6.00 0B
SFOZ 1006212611 MHz
he = EAADIENT CHANNEL
- PIE 1000.00 us2c
—100 £1 - Acquisition parameters
L NOO 2
o ® = - " N L] " 512
- SFod 100.5213 M
FIDAZS 4§.270D478 Hz
+ oM - 210,000 ppm
o g L
i - =~ = r F2 - PrOCESSiNG paramzters
© i L S1
p i SF 400, 1300054 MHz
B3 - L7 ® m & . 0 - N WM SINE
553 3
g -~ -3
SE = LB 0.00 Hz
- w n ) A =] 0
= -@ ' © @ £ - PC 1.40
b
-% _ F1 - Processing parameters
R® | SL 1024
L) L3 W W ki 150 MC2 of
o | 5F 100.6127290 MHz
HOW SINE
L 558 o
j‘l) i:} 0.00 Hz
- - P, oy - - 53] ]
- - 1 r 20 NMA plot parameters
w '% £xz 15.00 cm
: [ r cxt 15.00 cm
H L F2pLD 9.987 ppm
w FaLa 395540 Hz
. [ FaPHL -1.013 ppm
" m FEHT -405.51 Hz
= PP FiPLD 190.009 ppm
Fiuo 19117 .32 Hz
FAPHT -20.008 ppm
\||\|\|||\|1||T|T‘[r[|11|\|lf|1||;||ill\|\IH|\IIIHl\||||i]|\Hl\|4||||\|HH\|‘HHl\llHlulnlwllllullllwl F1HI —2013,18 Hz
F2PFMCH 4. 73333 ppin/em
me 8 6 4 2 0 F2HICH 293, 42722 Hz/tm
FAPPMCM 14 0012¢ ppm/cm

F1HZCH 14D8.B38ES Hzfem
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ppm 8 5] 4 2 0

ll\l\IIll\IIIIIII\I\I[II\II[EI\IlII\II\II|\l\II\IHI\IFI\ll\I‘IIEIJF\IJII\IIII\IIEII\IIII\II

ppm

NAME Dec20-5JH
EXPHC 7
PRHOCND 1
F2 - Acpuisition Parameters
Date_ 20071221
Time 3.16
INSTAUM speet
PROBHD 5 mm BBI 1H-B
PULPROG nuesygptp
A0 2048
SOLYENT €oc13
NS a
Ds :]
SWH 4401 409 Hz
FIDRES 2.149125 Hz
AD 0.2327028 set
PG 40.3
B 113.600 usec
GE .00 usec
iE 300.0 ¥
d 0.000D03D0 Sec
=5} 4.00000000 sec
0 0 _B0ODOADY sec
016 0.00020000 sec
dz20 9.35880002 sac
INO ©.00011360 sec
= CHAMNEL 1
WHCH IH
21 7.53 usec
P2 13.08 usec
Pl 0.0¢ o8
5F61 400, $318006 MHZ

F1 - Acouisition paramsters

NOO

10
SFIt
FIORES
S

F2 - Processing paramekers

SI
S5F
HO®
558
[E:}
63
RC

F1 - Processing parameters

NC2
SF

WOH
5B

ez}

tx2
X1
FarLo
FAD
Fepnl
F2HL
FiFLD
FiLo
F1PHI
FiHI
FaPpucH
F2HZCH
F1FPMCH
F1HZEM

S116

Current Dat2 Parageters

100C. 40 usec

2
512
400. 1318 BHz
8.595501 Hz
11.00¢ ppm

400, 1300054 MHzZ
GSENE
2
0.00 Hz
o

1.40

TPPT
400, 1300034 MHz
QISINE
2
.00 Hz
a

20 MMR plot parameters
15.00 cm
13.00 cm
9.587 ppm

3395.90 Hz
-1.013 ppm
-405.51 HZ
4§ 087 ppm
34995.90 Hi
-1.013 ppa
-405 .51 Hz
0.73333 ppn/cn
283, 42722 Hz/cm
. 73333 ppmicm
293, 42722 Hz/cm
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ppm 8 B 4 2

S117

Current Data Parameters

NAME Dec20-5JH
EXPNO 1
PROCNO 1

F2 - Acguisition Parameters

Date_ 20071220

Time 19.02
INSTRUM spect
PROBHD 3 mm 8BI 1H-B
PULPROG 7030

10 19668
SOLVENT COC13

NS 17

Ds 2

SKH 8275.146 Hz
FIDRES 0.166B670 Hz
Al 2.99995%71 sec
a6 406.4

oW B60.400 usec
OE 5.00 usec
TE 300.0 K

01 1.00000000 sec
============ CHANNEL f1 =======-=:
NUC1 1K

P B.45 usec
PLL 0.00 0B
S5F01 A00. 1324710 MHz

F2 — Processing parameters

51 32768
SF 400.1300054 MHz
WDW EM
558 0
LB 0.30 Hz
GB 0
PC 1.00

-10 NMH plot parameters

CX 20.00 cm

F1p 10.500 ppm

F1 4201,37 Hz

Fepr . -(.500 ppm

F2 -200.07 Hz
PPMCM 0.55000 ppm/cm
HZICM 220.07150 Hz/cm
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MY UMD MOUIRNOODDOMDOMNMUDASNINDODUD —TOY——=MQ 10
FOMMTOODLRSTOMMOMMIMDOUODOCEODMT o UDMA~ODoCNDOH o
&= W T TAUASUDITAUNTMU—ONAUDLE TCONDOT " TOHO —o™~D—M~0m ™~
=4 : Z T e T e e S e e e B A T e .
a T O ONNOO0UNE MOOOTS SN~ OeQUOY = QMEMmE Mm@
DOLDOMOOEO ANl = T SO~ ODDHRTOOmMANNNN = = )
= e e v e o wd v wd v ow v o e e
T } l T T T } T T ! T I T T T T | T T T L T T ‘ T T T T
ppm 175 150 125 100 73 50 25

S118

Current Data Parameters

NAME ) May3d1-5JH
EXPNOD 2
PROCND 1

F2 - Arcquisition Parameters

MHz

Hz

Date_ 20080531
Time 10.22
INSTAUM spact
PROBHD 5 mm GNP {H/]
FULPROG zopg30
D 65536
SOLVENT £hC13
NS 1324
0s 2
SHH 18796. 992
FIDRES 0.286819
AQ 1.7433076
RG 532
OW 26.600
OE 5.00
TE 300.0
[} 2.00000000
11 0.03000000
012 | 0.00002000
============ (CHANNEL f1
NUCE 13C
Pl 5.40
PL1 -5.00
SFO1 75.4106357
============ CHANNEL f2
CPOPAG2 waltz1b
Nuc2 M
PCPD2 115.00
PL2 0.00
pLi2 20.00
PL13 20.00
SFO2 292.8711995
F2 - Processing parameters
51 32768
SF 75.4023410
WOW EM
558 i}
LB 1.00
GB - 0
PC 1.40

10 NMRA plot parameters

[94 20.00
Fip 205.000
F1 15457 .48
Fep -10.000
Fe -754.02
PPMCM 10.75000
HZCM 81057520

cm

ppm

Hz

ppn

Hz
ppm/cm
Hz /cm
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S119

34
more polar
major diastereomer Current Data Parameters
NAME 1124-5JH
5 R8P TECR9CSNERSEBR 828 TE28Y8SILTS2028R881288  amo 2
E B BHCESECSERE08s B 8d0acahYeaREBEBINANSENRCYSESERR PROCNO 1
o
= o e e e MO @WOOODIROOTTTTIOEOAAMAN S o oo oo oo oo ——0 0000 o
ol F2 - Acquisition Parameters
\ \k / Dete_ 20071125
2 Time 13.29
I y INSTRUM spect
PROBHD 5 mm BBI 1H-B
PULPROG zg30
10 49B668
SOLVENT cocla
NS 71
ps 2
SKH 8278. 146 Hz
FIDRES 0. 166670 Hz
AR 2.9899971 sec
RG 4086
D B60.400 usec
DE 6.00 usec
TE 300.0 K
D1 1.0000000C sec
============ CHANNEL f1 ========:
NUC1 1H
P BE.45 usec
PL1 0.0C dB
S5FO1 400. 1324710 MHz
F2 - Processing parameters
SI 32768
SF 400, 1300046 MHz
WDW EM
558 [y
LB 0.30 Hz
J | 6B 0
PC 1.00
U 10 NMR plot parameters
A j LM “ M " CX 20.00 cm
—" r i F1P 10.000 ppm
F1 4001.30 Hr
F2P -1.000 ppm
F2 -400.13 Hz
. sielg (8] BEEERemRea R elzlelsLRmE(EsE R e & |3 FPHCH 0.55000 opm/c
o D= |0 [ OO |~O|O|T V0 ST|O||D||0nM@O|T | ~NT|Io N[O | O ~ [as] HZCM 22[}_07150}-]2/5“1
E S Y T éc\]éédcﬁéédd:ﬁcﬁén’ix—:ééé#gﬂr\]rﬁ(ﬁge; ) o)

LALLM O L Y L BRI B B B

ppm 8 5] 4
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S$120

34
less polar
minor diasterecmer Current Data Parameters
NAME 1124-54H
WM MOOOT WM T — 100 0O OoOWT MU~ TN o0 M@OD-<-"dMe~--MoH;d EXPND 1
TN o~ NOOAMSN O M TN oM T ODORMOONUAMN—0—O0ODOT—=TOHID—=QQ TS = O N
IS OO oI —=0CcAMNMM~MNMNMODDONODUMNODDNMUMROTID~ROMOODTOOMMID T T W PROCND 1
a ST UMM DDODODODO 00N T 0T UDODYT S ~O0Cc~DAUDTOITAUNODODWDDDWMN = O WOLW
o OO MmO OO MMM A0 0DUmOOdUOd OO DND ST OMMOOUCD oo 0 — oo
r*-:r\l'-:l'*-LDLDLDLOLOlDl.OLDLOLnLDLDu')ﬁ'Vﬁ'vvmmmmmmﬂ‘—;=—:=—;*—:*—:*—;*—:F;C:;O'O.‘D‘D.D.C:C-; F2 - Acquisition Parameters
\x\ Date_ 20071125
Time 13,15
INSTAUM spect
] PROBHD 5 mm BBI 1H-B
PULPHOG Z330
D 49668
SOLVENT CoC13
NS 128
0s 2
SWH 8278.146 Hz
FIDARES 0. 166670 Hz
AQ 2.9999971 sec
RG 2580.3
DW 60.400 usec
DE 5.00 usec
TE 300.0 K
bt 1.00000000 sec
============ CHANNEL f] ========:
NUC1 iH
P1 6.45 usec
PL1 Q.00 dB
SF01 400.1324710 MHz
F2 - Processing parameters
51 32768
SF 400. 1300046 MHz
WDW EM
558 0
LB 0.30 Hz
5B ]
PC 1.00
U 10 NMR plot parameters
i JU \A ] : CX 20.00 cm
" esatarimiye s hviphotinsertiion h FiP 10.500 ppm
F1i 4201.37 Hz
F2P -0.500 ppm
Fe . -200.07 Hz
3 019D |9(EEEERELEE Rl R am e (8 PRHCN 0.35000 pon/cn
S oo o | O|g{=|Mo|w | D= T || n|T|o|o|o|=|jumimos ||~ |m o) HZCM 220.07150 Hz/cm
2 |, oc;?c:.i‘-iéo'cso'c\ic}‘-;cso';ninjr}avir;:im'q'r\iv"c_i w

LI I L L L L L L L L L L L L LI BN

ppm 8 B 4 2 0
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o s ) s e WD) O WD
=¥ o mOO Mmoo o]
s i~ T MO oo mo W
a 0 Vo oo oo O
o M~~~ M~ 0w
~— .

6.9425
6.98394
6.9241
6.9211
5.7599
5.5650
6.5460
6.4995
6.4799
5.6250

.0B12
3.0240
2.6862
2.4446
2.42186
2.3434
2.3221
2.3096
2.2884
1.6250
1.4528
1.3501
1.3324
1.3147
1.2614

o) M oM
)y < D
0 Mmoo
o @
< T <

4,2283
4.2116

m

35

e

J\ '
ot el O e o 1 o E T
T T T N T T T T SN NN R RN Y

S121

Current Oata Parameters

NAME
EXPNC
PROCNO

F2 - Acguisition Parameters

Date _
Time
INSTRUM
PROBHD 5
PULPROG
™0
SOLVENT
NS

D5

SHH
FIDRES
AR

R

Pl

BE

F2 - Processing parameters

51
SF
WOW
5SB
LB
GB
PC

1D NMR plot
cx

F1p

F1

F2p

F2

PPMCY

HZCH

0910-5JH

1
1

20070810
16.24
speck

mn BB1 1H-B
zg30
43668
€DC13

B

i
B278.146
. 166670
2.8893571
35.9

B0. 400
b.00
300.0
1.00000000

CHANNEL 3
iH

7.15

0.00

400. 1324710

32766
400. 1300051
na

parameters
20.00
10.500
4201.37
-0.500
-200.07
0.55000

220.07150

Hz

MHz

Hz

cm
ppm

Hz

ppm

Hz
ppr/cm
Hz /cm

&

;
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S$122

: 35
Current Osta Parameters
NAME 0910-5JH
Ty} T M OWoNT 3OO WD T oW CcC o mwoO QW CMHOUMmMmW~o@oom EXPNO 2
@ QO T O ™~I0oCiDOMmOo WL S W~ W — 0 ~— O W g m ~
= =T D~ DN S T W~ M=~ oo~ — G M~ < M0 0 — PROCNO 1
a2 w SCOWoMMNWDMOMo o, e R D — @ no— om0
@ ggggz{jgggﬁ:::g W m™~ M~ ™~ Wi T MM mmE 0 F2 - Acguisition Parameters
Nate_ 20070910
Time 16.54
INSTRUM spect
PROBHD 5 mm 88I iH-B8
PULFROB zapgao
D B5338
SOLVENT COC13
NS 3072
DS 2
SWH 25125.629 Hz
FIBRES $.383387 Hz
AQ 1.3042164 sec
RG 16384
Dw 19.900 usec
BE 6.00 usec
TE 300.0 K
51 2.00000000 sec
dil 0.03000000 sec
: di2 0.00002000 sec
! s===z=======a CHANNEL ] ===ssss==am:
NUC1 13C
Pt 16.35 usec
BLi -6.00 d8
SFO1 100.6237558 MHz
============ [CHANNEL 12
CAOPAG? waltz16
NuC? 1H
pCPO2 114.00 usec
pLZ 0.00 dB
pL12 24.00 dB
pPL13 24.00 dB
5F02 400. 1316005 MHz

F2 - Processing paramegters

sI 32758
SF 100.6127290 MHz
WDY EM
558 0
L8 1.00 Hz
GB o}
PC 1.40

1l NMR plot parameters

4, CX 20.00 cm
Fip 205.000 ppm
Fi1 20625.61 Hz
FzP -5.000 ppm
T

{ ¥ T T ] T T T I T T T T

‘ T
ppm 175 150 125

Voo i,

T i T T ] T T T T 1 H T T 3 ] 3 T ] 1 F2 -503.06 Hz
100 75 50 PPMCM 10.50000 ppm/cm
HZEM 1056.43372 Hz/cm

T N RN TR T R I TR T T T TR RN RN SR TR RN AN RN N T N I T T e Y
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S$123

=

'HMGC

Currant Oata Paramsters

T

LI L L B L O I B L T L L e L e e LI L L B LI B R L B N R B

L

ppm

bt

10

&

4

Foebit o o biiit

ppm

T

HasE 0I1E-SUH
EXPRD a
PROCHO 1
F2 - Acuuisition Parameters
ata_ 20070312
Tine 20,42
INSTAUH spack
PROBHD 5 wm 3BT 1H-B
PIAPADE. invigota
a"]"---., ™ 2048
™ SOLYENT coc13
s 3
05 8
shrt 401,409 Hz
O FI0RES 2449423 Hr
™~ a0 ©.3337023 se:
i) 2:70.5
= i} 113,500
~ ~ oE 5.00
o TE E
~ o HsT2 145.0000000
~ o 000000300 3ec
at 1,59631298 ser
I" d2 0.00324828 sec
.y da 0.00472414 3eC
3 |- 50 a11 0.03000000 Sec
413 000000300 sec
116 0.00020000 sec
a0 0.00052414 s2r
21 0.00224428 sec
. ™ 000003243 Sac
=
3] CHARNEL ¥
KL S 1"
Pl
n2
Pt .
7] 00, 4322007 Hriz
i CHHNEL §2
ARG garp
G MGz 3
-t P3 17,00 usec
pa 34,00 user
PLPDR 64,00 usec
M2 -8.00 da
P2 6.30 d3
sFaz 100.5327503 Wiz
—100 +ue SPDIENT CHUREL wanmsas
GAnaKe SI0E. 100
BRNAKZ STHE 100
GPHAKD SINE. 100
5' BRKL 17.00 %
e Prz 20,00 %
PR3 25,00 %
8PY] 170
e 2000 %
RT3 25.00 %
) 17.00 %
Pz 20,00 %
1] 25.00 %
PIE 1000.00 usec

Fi = acouisition paraceters
a

o

10 2%

SOt 102.6228 KHZ

FIDAES 73.556581 hz
135.552 ppm

150 - Processing paraneters

51 a8

= 400, 9300031 Mz

i GAINE

558 2

[2:3 0.0C Hz

o G

o 1.40

F1 - Processing earaneters

i1 2

=3 TR

5 100 5127290 iz

HOK 5ENE

558 2

Le .00 H

68 [

20 NHR plot paraseters
txz 15.00 cm

15.90 o
10,587 ogm
4395.28 Wz
-0.042 pam
-3.12 H2
139,933 ppm
221,54 Hr
5.009 apm
0.8 Hz
©.733X3 apnsen
29343792 vizfcn
13.32243 manfcn
134138139 #wScn

o
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HMBC

35

- ==
“ e B
-
- .

P
-ty

22

LB L S L L B I B LI B R B

pom

10

B

G

4

Z

ppm

T T T R R R R RN L T TR AR TR T R TN T e TR R TR NN R R A AN T e,

NAME
EXPND
PROCHO

S124

Current Data Parameters

0310-5uH
5
1

F2 - Acquisition Parameters

Oate_
Time
INSTRUM
PRQBHD
PULPROG
i
SOLYENT

Fi

20070410
22.00
spect

5 mm BBI 1H-B
invagaslalrna
2048

CDC13

bi)

15

4401 409 Hz

2.149185 Hz

D.2327028 set

15364
113.600 usec
B.00 usec

300,0 K

$45. 0000000
©.0000D300 seC
1.50000000 sec
©,00324328 sec
©_0f500800 sec
©.00600300 sec
©.00020000 sec
0.0D0024BS sec

CHANMEL F1

12.90 usec
0.00 gB
4DG 4322007 MHz

CHAMMNEL F2
£3C

17.00 usec
~6.00 dB
100.6227903 MHz

== GAADIENT CHANNEL ==:
10D . DO wiec

- Acquisition paramgters
2

si2
100,5233 MHz
39203290 Hz
19%.562 pom

F2 - Pracessing paramzters

SE
5F

20ad
4001300053 MHz
SIRE
1}
0.60 Hz
a
1.40

F1 - Procassing parameters

51
MC2
SF
WOn
558
LB
;]

£xa

(3]
£2PL0
F2L0
FEPHE
F2H1
FiPLO
FiLo
F1iPHI
FiHE
F2PPHIM
FEHZCM
F tPPHCHM
F3HZ20M

i

1024
100. 8127230 Mz
SINE
o
D.0D Hz
[

20 M¥A plat parametsrs
15.00 cm
15.20 cm

10,887 ppm
4396. 23 Hz
-5.013 ppm
-5.12 Hz
199.931 ppm
20121 B4 Hz
0.009 pam
0.82 Hz

0, 73333
293 42722
3.33213
1341 38153

.,H

pam/em
Hz/em
pomfcm

Hz/em .
i i ' l I I I
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S$125

Current Data Parameters

HAME 0810-5.H
EXPNO B
PROCND 1
F2 - Acguisition Parameters

Date., 20070941

Time 2.10
INSTHUM Spect
FARDAHD S nm BRI {H-B
PULPADG noesyoptp

10 2028
SALYENT COC13

N3 10

as a

SRH 4401408 Hz
FIORES 2.149185 Hz
AQ @.2327028 sec
RG 0.5

oW 113 600 usec
DE B.0D usec
TE 3000 K

o D0.00Q0D300 Sec
D1 4.00200800 seo
o8 0.BO0ODA0! ser
0i& 0.00020400 sec
20 0.39830002 sec
™D D.0DD1136D s=c

1
P1 6.43 usac
P2 12.90 uset
PLt _00 o
5701 4D0. 1322007 Wiz
B =2 GAADIENT CHANNEL
GANAMT sing. 180
GPNAHZ Sine. 100
GPX1 0.00 %
GRY2 0,00 %
GPYL 0,00 %
GPY2 0.00 %
GPZ1 40.00 %
GRZ2 -40 .00 %
P{E 1000, 80 usac
F1 - Acquisition parameters
NDO
o 512
5FM 4001322 MHZ
FIDRES B.533501 Hz
W 11.000 pam
£2 - Pracessing paranzters
51 2048
5F AD0. {00051 MHz
WOW GSINE
358 2
LB 0.08 Hz
G8 ¢
PC 1.40
F1 ~ Procassing paranetors
51 024
HC2 TPRI
SF 4091300051 MHZ
WOW G5INE
558 2
LB 0.00 Rz
B 0
20 M4R plot parametsrs
ox2 15.00 om
ox1 15.00 cm
F2PLO 10.987 ppm
F2L0 4395,29 Hz
F2RHL -0.053 pom
£2H1 -5.42 Hz
F1pLg 10.587 ppm
Fiuo 4396,23 Hz
F{PHT -0.013 pom
FiHI -5.12 Hz
F2PPHCK D.73333 ppm/cm
FaHZlM 25347722 Hzfem
F1PPKCM 0.73333 ppa/em

== CHANMZL F]

I

i
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HO

EtOQC\EtO
880 I S126
N H Boc 36
Me
2:1 mixture of
diastereomers Current Data Parameters
NAME Jun16-SJH
N BB BCS YR BN BB I0 Ry 3hR3YLE8L8E83838NEE B !
E [1s] MO DN TN —=MMNU—-"COONDNDOMNDO 1 OYT =0 OMNRDNSDSTMEOEOTOM@-—~I0MmID S o PROCND 1
=4 Y] M- TN OMOUODDDUSDINDAINDNTOOMNORMODMOMAOAM—S S COoOmNOMNAUC
e @ MWW WO WwE 000w 0w 0N T 'n%n%n&c\j\—:\—:\-i‘_:‘_}‘_:‘_:‘_:gtiar:v;wio'csg'o'c;o
F2 - Acquisition Parameters
|\\\\ / nate_ 20080616
\ / Time 12.38
INSTRUM spect
PROBHD 5 mm GNP 1H/?
PULPROG Zg30
0 37036
SOLVENT CeDhE
NS 17
0s 2
SkH B172.835 Hz
FIDRES 0.166671 Hz
AQ 2.9838659 ser
RG 382
OW B1.000 usec
OE 65.00 usec
TE A00.0 K
D1 1.000C0C00 sec
============ [HANNEL {1 ========:
NUC1 1H
P1 11.70 usec
PL1 0.00 dB
SFO1 289,8718518 MHz
F2 - Processing parareters
51 32768
SF 298.B700355 MHz
WOW EM
558 0
LB 0.30 Hz
GB 0
4 PC 1.00
uJ 10 NMR pleot parameters
i oS N g
A F1P 10.000 ppm
F1 24998 70 Hz
FapP -1.000 ppm
F2 -289.87 Hz
7 SN b NN REARNES 2lal 18 wlelzielg HRER (28 s PRHCH 6.55000 pon/cn
& O|S | C|~| == |DWD|D{OOh|~ [InRRFip] -~ Q|| ~|= || M~~~ |wom =i P~ HZCM 154‘92851szcm
E || —io|o|o||ola|— </l I~| lad|<|o|o|ad||m gmmg mlad| oo
‘Il\\!lll\l\IFIIIlWTi!III|IIII\\Il\lll\\lll\lll\illll'\fli\\lll\\I\llJi\lIIIiIIIW‘IIlW\I[\IIIi\Ii\tllll\\Lllllll
ppm 6



Peng
Text Box
36


EtO,C. s127
N

N in tol &t 90 oC 37
N H Bcce
Me Current Data Parameters
NAME JunbE-5JH
P e B Y AN e e S a s NI IR SR s BRchadSs MR o a EXPND 10
= DN OIS NOAUMMMRUDOMN-—-TCNoONUOYTOoOoODOOWMOMMNCoCOoOWUoO MO~ DSDONMO®IS O DROCND 1
=Y NDM~DODOo—-SMM~MST OMOMODODOINWONTADODoMObDTwoOS IDMNODOMSNIWDOG= 10
=3 O MO OO~ NM~NDMOMOOOMM— =T TN e o OM— o OO0 COM— — ~ <
r\LDLDLDLDLOLDLDLDLDLDLOLDLOLDLDLOLDLDvvﬁ'vvvvvﬂ‘mmmmmmmmﬂﬁ-—uﬁo F2 — Acguisition Parameters
Date_ 20080606
Time 2z.22
| INSTAUM spact
PROBHD 5 mm QNP 1H/?
PULPAOG 7g30
0 37036
SOLVENT Tol
NS B9
b5 2
SWH 6172.8339 Hz
FIDRES (. 166671 Hz
Al 2.938965% sec
RG 1625.5
D B1.000 usec
DE 5.00 uset
TE 300.0 K
I 1.00000000 sec
============ CHANNEL {1 ========:
NUCH 1H
P 11.70 usec
PLL 0.00 dB
SFO1 299.8718518 MHz
F2 - Processing parameters
51 32768
SF 299.B700436 MHz
WOW EM
558 4]
LB 0.30 Hz
GB 0
PC 1.00
J \J 10 NMR plot parameters
J M LMW\L_ cX 20.00 cm
A FiP 10,500 ppm
F1 3148 .54 Hz
Fz2p -0.500 ppm
F2 -145.84 Hz
e cnl@2ag 8 |2 (=29 (BsEg (88 &R PPHCH 0.55000 ppm/c
= auj=elou| || (o ™ oM =S ~ |, === HZCM 164.32851 Hz/cm
g *-'ﬂﬂC\JOO 1—1 D ‘—'k—'v ‘t-'v'i'\_!m 1.—11—1 -;—l:l"']

\\I\\Llll\fllllllll\\}I\f||llll\\I\\III\IlllllllelI[llll\IIII\\I‘lilll\\II\IIII\EIII;IIT\iIIIJ\I\\ILIJ\\‘\\II

ppm B 6 4 2 0



Peng
Text Box
37


N3

Et0,C EtO
850

‘\\N\
N H Boc ) 65
! in penzene at 65 oC
Me
1:0.6 mixture of
diastereomers
TN OO MOCO~NODTMOONO~OEMUDAUDN NDOOD O~ —"OO0DOONOLWINIT QT
~ T DM~ MDDOoOoOOD-—O0mM-=—Wo<TOho W T = OO W~ MOILD—= MO MNWNE OO @ LW 0
(=} O oo M~ YT AUMNMOD O OSSN ST WD MMO DD DO WO M~M DD MO o~ DLW TOOOMM
[e% U= C OO ODmomOa M~~~ DS o e OO O oM OO 0o M
2 T oo iR s e I R K A T ST T
P~ P~~~ DWW wWwWwWoWomoWwWwwwwwws s T MO = ==t = OO0 00 00 OO
1
— M| MW N(=— ||~ I=<rjo m m ()] ~ DM~ m Q= [~ = |mM =
E M| < | 0Ji o ni~ (| ololo [w)] ) w [ar) TP - M «T 1~ [sal)iy] =
= = | e DO oIn|Ww| o|n|o wn M~ =¥ ~r L=kl s e ] o |coimid o m
E — = —lo|o|w|o|— - <||eu o jmicaoim«—| M| joloj~|o <|cu| |os
—_ -~ -l
rrrl\\ilIIII\Ii\?tli‘||!l]llil\\ili\llll‘llllli\IIlIJ\II\\II|1\\1\rl[rT|lli\il\I|ll\\li\\IIII\II\TIi}IIIIi\IJ\\
ppm B 5 2 0

S128

Current Osta Parameters

NAME Jun17-5JdH
EXPNO 1
PROCND 1

F2 - Acquisition Parameters

Date_ 200808617
Time 14.10
INSTRUM spect
PROBHD 5 mm GNP 1H/1
PULPRODG 2530
TD 37036
SOLVENT C&06
NS 13
0s 2
SWH 6172.839
FIDRES 0.166671
AQ 2.9989659
RE 362
DW 81.000
DE 6.00
TE 300.0
01 1.00000000
=== CHANNEL f1
NUC1 iH
P1 11.70
PL1 0.00
SF01 299.,8718518

usec
oB
MHz

Fg - Processing parameters

51 32768
SF 288.8700355
WOW EM
558 0
LB 0.30
&8 M
PC 1.00

10 NMR plot parameters

CX 20.00
FiP 10.000
Fi 2988.70
F2p -1.000
F2 -289.87
PPMCM 0.55000
HZCM 164.92851

MHz

Hz

cm
ppm
Hz

ppm

Hz
ppm/cm
Hz/cm
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BocHN

EtOQC\EtO $129
TBSO
o N
N H Boc in benzene-d6 at 65 oC 38
Me
more pelar
major diastereomer Current Data Parameters
NAME Jun1B-5JH
B BRI edYEICe 8RRy Y338 sR38YLYYR8LYDERB8B89E  oow 3
[= w A ONDWMOOOMNODDODMUNQAUNODOOMODWOONUODIDNOOODMDNDOCOMN = T — 0 <0~ OW0 MOS0~ PROCNO 1
=) [a¥] MUY~ OO0 OO OO~ TSNS S OIS T MMOM-— — — OO MO ST O M
O N N T e T e e e TP P T S I RS S Rt S S g S S S D
[ F2 - Acquisition Parameters
& \\ / Date_ 20080618
\ LHHL::z:thE‘***‘-‘hﬂ Time 11.42
i f INSTRUM spect
PROBHD 5 mm GNP 1H/1
PULPADG 7g30
v 37036
SOLVENT CB06
NS 54
DS 2
SWH §172.839 Hz
FIDRES 0.166571 Hz
AQ 2.9938539 sec
RG 1149 .4
DW B1.000 usec
OE 6.00 usec
TE 300.0 K
01 1.00000000 sec
============ (HANNEL fi ========:
NUC1 1H
P1 11.70 usec
PL1 0.00 dB
5FD1 289.87418518 MHz
F2 - Processing parameters
SI 32768
SF 289.8700355 MHz
WOW EM
558 0
LB 0.30 Hz
63 0
PC 1.00
10 NMR plot parameters
cx 20.00 cm
A ’ Fip 10.000 ppm
Fi 2898.70 Hz
Fapr -1.000 ppm
F2 -2899 87 Hz
3 zislel (g 2le 18l 12l |g)legigls gzlez Bz (8 18 FaCH 0.55000 opm/cn
5 MM |m = ;| o = RN ESE | Rad AR Rl I3, W Do o~ ey o HZCM 164.92851 Hz/cm
J:':’ == 0 - S| [= =~ ™ ||| = =— || =T (O DM SO ™ ™
= [Ty] -~ -—
I\\IJ\IIIJ\\I\illl'\fllllllll'\ifill\III\}ll\\ii\\lIIIi\|I\\II|]\l]ilfTTiIfli\lrlillli\I\hllll\lllllll;\}lllilll\
ppm 8 6 4 2 0
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in benzene-db at 65 oC 38
less polar
minor diastereomer
~ MNO W~ MUMDD—- OO W -—O==(1W0W0OnW-—M0 ) ©FTIW~ODDOMDNMNOD T 00T UL~
O OO Wn~OM W= 00N~ MUAODW =10 D O OO0 ODODODOoOMUEL M MU O S o ST 0
= ) <=1 O~ M O D WM s MO MM~ 0 < DM~ 0 — M~ OO0 O DM NWmMmWDS~SOMS~
=} W MO oo M~>UOO DU T OO0 0ODWOUnNM N O—— < MOUD-1D0OFINMNGO O~ AT S M
[ mvmmmx—'ommmmmr\r\r\r\mw—'w—m—'x—-mmmommmmvvmmmmﬂoommmvmmmm
cnh%jmmmmmmmmmm:rmmm‘—-‘—.‘-.x—.‘—-ﬂ‘—.v«‘—-‘—-w—-\—-oooooooo
N - wvw
— =M~ o s o I9] ™~ nw|lc|h|om M~ 00| 0 w
S M =< |0d [a-RR gt [l [Ip] (] [ BRIy R NinARQ U] L WD~ M~ w
= M| |co|— 3R] [ ] [su] ay oot MO M= || < ||| < L]
b Il et A ? . . o e R 1 TS el I e el !
4; O m dim — 1 - (&) =T — ||| == || =— DM || =T (1]
— -l
|I\I\\IIIIJI\ll!\\\Ill\LJ\\:Ilj\II\IIIII‘\II\}IIIJ\\II\I:\EIll][iW[[lllTT[lllll\[lli\li\\IIIII\\I\\I'IJ\II!II\\
ppm 3 5] 4 0

S130

Current Data Farameters

NAME Jun18-5JH
EXPND 1
PROCKNO 1

F2 - Acquisition Parameters

Date_ 20080618
Time 10.51
INSTRUM spect
PROBHD 5 mm GNP 1H/
FULPROG zg30
10D 37036
SOLVENT CBD6
NS 75
DS 2
SWH 6172.839
FIDAES 0.166B71
AQ 2.9989659
RG 1145 .4
OW 81.000
DE 5.00
TE 300.0
D1 1.00000000
============ [HANNEL f1
NUCE iH
P1 11.70
PL1 0.00
SFD4 299.8718518

F2 - Processing parameters

51 32768
5F 299.8700355
WDW EM
558 0
LB 0.30
GB 0
PC 1.00

10 NMR plot parameters

CX 20.00
FiP 10.000
F1 2988.70
Fap -1.000
F2 -289.87
PPMCM 0.55000
HZCM 164.52851

o

i

Hz

MHz

Hz

cm
ppm

Hz

ppm

Hz
ppm/em
Hz/cm
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S131

Br
|
N 23c
Current Data Parameters
NAME Jan16-5JH
IRSOTYITOOEOI0OS8RY 6802 RYSEREHIERS2RgERugE 20 9
= G e MUY o OWY O WMo Mm T WD ST MmN — S = MM~ T W0WMmIWW—IM~ gD oo PROCNO i
[ ou:w—'mmomm‘—'oomwvmcnr\rnm C)CC}LDF\JOmm('\JEDC\J(\JUIU]LDV(\JD‘—'CULDD‘JCDLDLDRTW
a ST TOOMOMOANMNMNDS SO QMN~MOAom MD~@DowwWwiR < mMmopbdiy oo ool
T S N N N N &&&n’icﬁrﬁnﬁrﬁrﬁrﬁrﬁmr\iﬂ]‘—;r'-*—'-w—;-—:‘—;v;r:«—:o'c::c:; F2 - Acguisition Parameters
Date_ 20080116
RN VAN
INSTAUM spect
PROBHD 5 mm BBI 1H-B
PULPROG zg30
0 439508
SOLVENT CDC13
NS 4
DS ?
SWH 8278. 146 Hz
FTORES 0. 166570 Hz
AQ 2.8999371 sec
a6 64
0w B0.400 usec
DE §.00 usec
JE 00.0 K
01 1.00000000 seC
============ CHANNEL f1
NUC1 H
Pl 6.45 usec
PL1 0.00 OB
SFD1 400.1324710 MHz
F2 - Processing parameters
ST 32768
‘ SF 400. 1300054 MHz
| WOW no
' 558 0
LB 0.00 Hz
GB o
PC 1.0¢
10 NMR plot parameters
CX 20.00 cm
Fip 10.500 ppm
71 4201.37 Hz
Far -0.500 ppm
F2 -200.07 Hz
- Mmoo~y |W0)<| -~ o~ [=r ||~
g S o[ o 20 o310 Haten
g 0|3 0|2 @ G o oo eoe '
S aololol—|um|— oo [SIE=1E=1R=lR =l bl

Illllll\\lllill\\II1\ll\\lllli{\l\\lIII\III\I!\LIIW\\I\?III1\\IIIIII\III!\I\\LIII1\II‘EIII\\IIJ\JfIII\EilllII

ppm B - 6 4 2 0
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Br
[
NO,
N =
H | 23c
"Bn
N oo~ TN OFT CDODMNard o0 n o o M~ =~ n
AN M T MO 10 M~ S O~ @ nmo - o o)) av]
e MMM~ oMo oS oM~ =0 oC =1 M~ m o ~ (=]
& LoD INDIT " C oMM NDDM~ID oD o~ I~ - P~ (o)) i}
O T MMMMMMQEE@AO MU UL O ~ P~ P~ e 1o ~ ol
e v vt v vl w Wt o v e e e e e =
ooyt i Jﬁlllnl[w“"ltwlunJknﬁMu#Hqm#m&ﬁhﬂhlwﬂﬂﬂNhnﬁtﬁﬂﬁth“N e ”"{ﬂﬂlﬂ poran b
bt " A T . iy ol Al
T | T T T [ T T T T T T T T T T T I
ppm 175 150 125 100 75 50 25
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Current Data Parameters

NAME Jan16-5JH
EXPNO 1
PROCND 1

F2 - Acguisition Parameters

Date. 20080116
Time 23,34
INSTRUM spect
PROBHD 5 mm Multinu
PULPROG 2gpg3)
0 65536
SOLVENT coc13
NS 28
oS 2
SWH 1A832.393
FIDRES 0.287360
AQ 1.7400308
EG 16384
D 26.550
OE 6.00
TE 300.0
o 2.00000000
di1 0.03000000
di2 0.00002000

== CHANNEL f1
NUC1 13C
aq 11.80
Ly .00
SFO1 75.4760200
============ [HANNEL f2
CPOPRG2 waltz18
NUC2 1K
PCRD2 110.00
pL2 0.00
PLi2 17.50
PL13 17.50
SFQ2 300.1312005

MHz

F2 - Processing parameters

5I 32768
SF 75.467719¢
WOW EM
558 o
LB 1.00
GB 0
[ 1.40

10 NMR plot parameiers

cX 20.00
F1P 205.000
F1 15470.88
Fa2p -5.000
F2 -377.34
FPHCM 10.30000
HZCM 792. 41107

MHz

Hz

cm
oom

Hz

oem

Hz
ppm/cm
Hz/cm


Peng
Text Box
23c


Br S133

O NG,
N =
CCOyEt 24c
Current Data Parameters
NAME Mar02-5JH
LMy e D O D N e Rl n NSRS RRARNSHEnCRIIIRGE S EXPNO 1
= CMNOUoOMO@DOOD—-—0<TNYNDMEM—~OoMN~NDN—- =MD~ MNMNODOWENTIDMDPDT O o W0 PADCND 1
a DN DD TN DM~ ORDODODOMAUAOMNRTOCMNMUNDON—D TMODOST N0 WS
a C o OoOMOMMIDDMMOOMMUANMNMNOSDSUN — = 0000 OHRSMSRODOMMAMNMMNUNTOD
B O D e e e~ e N T T T TTCTATTTOOAUNN =SSO F2 - Acquisition Parameters
Date_ 20080302
Time 10.24
THSTAUM spect
i PROBHD 5 mm GNP 1H/1
' PULPADG zg30
D 37036
SOLVENT CDC13
NS ]
DS 2
SWH 5172.839 Hz
FIDRES 0.166671 Hz
AQ 2.9999659 sec
RG 90.5
Dh B1.000 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
==========m= (HANNEL 1. ========:
] NUC1 1H
i Py 11.70 usec
PL1 0.00 dB
! 5FD1 295.8718518 MHz
F2 - Processing parameters
51 32768
5F 299. 8700067 MHz
WOW no
558 0
LB 0.00 Hz
5B 0
PC 1.00
1D NMR plot parameters
J CX 20.00 cm
Fip 10.500 ppm
F1 3148.64 Hz
FeP ~0.500 ppm
Fz -149.93 Hz
—_ — [T || =T m [V} ~|CcD <
: SRR Rk EIR 3 e 1o 2268 ifen
g S|=lo e e I b <= @ ' ‘
S =] U] e < (91} —| = m
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S134

Current Data Parameters

NAME Mar02-SJH
£XPND 2
PHOCNO 1

FZ2 - Acgquisition Parameters

Date_ 20080302
Time 10.38
INSTAUM spect
PROBHO 5 mm GNP 1H/1
PULPROG z9pg30
m 55536
SOLVENT CpCi3
NS 130
DS @
SWH 18795.992
FIDRES 0.286819
AQ 1.7433076
J5TH 512
o 26.600
OE .00
TE 300.0
o 2.00000000
D11 0.03000000
D12 0.00002000
CHANNEL f1

13C

5.40

-6.00

75.4106357

======—ssoos= CHANNEL 2
CPOPAG2 waltzib
NuC2 iH
elyzlyr 145,00
oLa .00
PLI2 20.00
PL13 20.00
SFO2 299.8711985

F2 - Processing parameters

51 32768
SF 75.4023410
WOW EM
558 0
LB 1.00
58 0
PC 1.40

10 NMR plct parameters

CX 20.00
Fip 205.000
Fi 15457.48
FapP -5.000
F2 -377.01
PPMCM 10.50000
HZCM 791.72461

MHz

cm
ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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S135

Br
IO NG,
= in tol at S0 oC IH
e | 25c
“CO,E
Current Data Parameters
NAME Jan19-54H
G EY BRSNS N e RS0 R N YN TRRBRERERE e :
e T~ OM~DIMOT MDOMONRUDOWE OSSO O™ EWOOIID MO DM~ — O o oo SAOCND s
= MO MOMAUN—DDODIO—=0~DMUNUDOYTMOOMNIDIDADNSDODMNDSDD DWW
o MR AU A = o OO DO OO 00N " 0SSN DO O MO~ DUNCO O SO M~
~ o~ rf PR P RS I N 0 0 10 10 © D O OO W0 YT T T MO O MmN NN S e e e OO OO F2 - Acouisition Paramgters
L ' / : ' L) ‘ ! ‘ Date_ 20080115
-“:::::::&:%;““W ( \\H\\H\\i\\‘l\\( ! / Time 10.26
PR R0 INSTRUM snect
PROBHO 5 mm GNP 1H/1
PULPROG 2530
10 37036
SOLVENT Tol
NS 1B
DS 2
SWH 5172.839 Hz
FIDBES 0. 168571 Hz
Al 2.3903658 sec
RG 114
DW 81.000 usec
s 5. 00 usec
TE 300.0 K
[y 1.00000000 sec

s=========== CHANNEL f] ========:

NUC1 H

Pi 11.70 usec
PL1 0.00 gB
SFO1 299.8718518 MHz

F2 - Processing parameters

51 32768
SF 299 8700136 MHz
; WOW ah]
3 5B o
2 2 3 LB 0.00 Hz
!/ 3 &8 0
=i 1.00
* ‘! / | | bR 3 l
r i U&kaﬂj/\\‘_—gh—J J 10 NMA plot paramzters
! 1_/ﬁk,j\‘ AN cX 20.00 cn
i i,
. W L f1p 10.500 ppn
£ 3148.54 Hz
5L P || Fop -0.500 ppm
F2 -143.94 Hz
E § ;%%"g% %g % g g E PEMCM 0.55000 ppm/cm
g 2 28883 D u @ r~ 0 HZEM 164.82851 Hz/cm
S -~ ~—t | U=ttt [aSENeN] [9¥] [an] ~ ™M
fflff[[llllz\li\fill\\lx\[lllll\\i;\\|l[\\|lT|I\\\II\\\\—r_;.IIW\\fTi[l1WTF]1WIIT\llllfr"l\\Illl\lllll\\ll\\‘l\\I
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ppm
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CO4Et
Current Oats Parameters
MAME Jan19-5JH
= I = R B e B S T £ B o o B o B N B w s B N o VI s B w ) B V] MO WO MW Mo W0 W0 T 0N M EXPND 3
MO U DO WM WM OMMDMS = 0~ LW M M~ o WW NN WD Do 0 S O D U) — P~ %7 .
W)= = 0O mWMm— — gl M~<0MNOoIDNMODM O DT O LM o DO~ MDD T~ =0 PROCNG 1
QIO EM M o o= o 0NN MU S WO M —= N~ O~ =0 = OO Om = B m I i o
WWW <~ MM MMM ULl O WWWwW~S T 000NNy S o e F2 - Acguisitian Parameiers
e R T e T T B B = T i S S Sl S s’
b

(]

=5

P

[@)]
, Date_ 20080113
654:;;::;:i—’J Tine 10,39
INSTRUM spact

PROBHD 5 mm GNP 1H/1

PULPRIG zgng3f

T 53536
SOLVENT jol

NS 1121

DS 2

ShiH 18796.992 Hz
FIDRES 0.2B6B4S Hz
AQ 1.7433076 sec
RG B192

DW 26600 usecn
DE .00 usec
TE 300.0 K

01 2.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec

============ [CHANNEL fi ===========:

NUCH 13C

P1 5.40 usec
PL1 -§.00 dB
SFO1 75.4106357 MHz

============ [HANNEL {2 ===========:

CEOPAGE waltz1g
; NUC2 1
i PCPO2 115.00 usec
| PL2 0.00 dB
PL12 20.00 dB
43 20.00 dB
5FO2 299.8711995 MHz
F2 - Processing parsmetfars
51 32768
SF 75. 4023410 MHZ
HOW EM
556 )
LB 1.00 Hz
GB 0
FC 1,40
1 1D NMR plot parametzrs
R ] T i _ cx 20,90 tn
o Riatine T TRl My " Fip 205.000 ppm
Fi 15457 48 Hz
F2r -5.000 ppm
T ‘ T T v H ‘ T T T |' T H T v | T T I T [ T ’ T T T T i T T I F2 737701 HZ
175 150 125 100 75 50 25 0 PPMCH £0.50000 ppm/ca
. . HZCM 791.72451 Hz/tm
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S137

Current Data Paramesters

NAME Mar27-SJH
EXPNO 2
PROCND 1

F2 - Acquisition Parameters

MHz

Hz

Date_, 20080327
Time B.24
INSTHUM spect
PROBHD 5 mm GNP 1H/1
PULPHOG z930
0 37036
SOLVENT Tol
NS B
Ds 2
SkH 6172.839
FIDRES C. 166671
Al 2.9999659
RG 57
DW B1.000
DE 5.00
TE 306.0
D1 1.00000000
============ [HANNEL f1
NUC1 1H
P1 11.70
PLI 0.00
SF01 209.8718518
F2 - Processing paramgters
SI 32768
5F 2499.8700134
WOW no
558 0
LB 0.00
GB 0
PC 1.00

10 NMR plot parameters

CX 20.00
FiP 10.500
F1 314B.64
F2p -0.500
F2 -14%.94
PPMCM 0.55000
HZCM 164.92851

cm
ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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Current Data Parameters

NAME Mar27-5dH
EXPNO 3
PROCNG 1

F2 - Acguisition Parameters

Date_ 20080327
Time 8.34
INSTRUM spect
PROBHD 5 mm ONF 1H/1
PULPROG zgpgd0
™ B5536
SOLVENT Tol
NS 234
DS 2
SWH 1B796.992
FIDRES 0.266819
AD 1.7433076
AG 4096
b 26600
DE 5.00
TE 300.0
D1 2.00000000
011 0.03000000
D12 0.00002000
=======z==== [HANMEL f1
NUCH 13C
P1 5.40
PL1 -6.00
SFO1 75. 4106357
============ CHANNEL f2
CPOPAGZ waliz16
NuC2 1H
PCPD2 115.00
pL2 000
PL1Z 20.00
PL13 20.00
SFo 209. 8711995

F2 - Processing parameters

51 32768
SF 75.4023410
WOW EM
S5B 0
LB 1.00
GB 0
PC 1.40

10 NMR plot parameters

[ 20.00
FiF 205.000
Fi 15457 .48
F2P -5.000
Fz -377.0
PPMCM 10.50000
HZCM 791.72461

MHz

Hz

pom
Hz

ppm

Hz
ppm/cm
Hz/cm
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NGy S139

in tol at 80 oC

27
N
Me Current Data Parameters
NAME Mar27-SJH
DY MU~ T DO DD DN D~ o DoAY SOOI NN UD DD NS a@mIaD o e - S EXPND 10
= O MOTOMDOMOUDODMNITO-"ORDOMODNT OO~ MDMM-EMOID oIMDMO NS M PROCND 1
a O M- OO DAOMDMN—TEM—oO0OOIT ST ~MNOITTUUMDODS OSSO DD O M
o TN O oo OW s o= MO OO~ D OGO OoOmD MM o o O
P P P P P P P 0 D 0 0 W0 OO O W W W MO e 0ol 000 00 0 00 DD O o st s s o e e F? - Acquisition Parameters
Date_ 20080327
Time 15.32
INSTRUM spect
PRO8HD 5 mm GNP 1H/1
PULPROG zg30
TO 37036
SOLVENT ’ Tol
NS 4
DS 2
SWH 5172.835 Hz
FIORES 0.166671 Hz
Al 2.9999659 sec
RG B645.1
30| 81.000 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
============ [HANNEL ] ========:
NUC1 1H
P1 11.70 usec
PLY 0.00 dB
SFO1 298.8718518 MHz
F2 - Pracessing parameters
SI 32768
SF 2958 .B700134 MHz
WOW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
J 1D NMR plot parameters
J “ X 20.00 cm
Fip 10.500 ppn
F1 314B.64 Hz
Fep -0.500 ppm
F2 -14%.94 Hz
— M=~ [T |COD [{s] bl =] o m Do
a 2z8gZ8 |8 728 |2 eI s 154.32851 raren
8 olo|o oS o njo| o o afm||=
5 ool == — -— 0| — -— ™ —|=||m
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Current Data Parameters

NAME MayD7-GJH
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters

Date 20080507
Time 21,43
INSTRUM spect
PROBHD 5 mm BBI 1H-B
PULPROG zgpg30
D 85538
SOLVENT €oeclz
NS 3072
0s 2
SH 25125.528
FIDRES 0.383387
AQ 1.3042164
AG 16384
oW £9.900
DE 5.00
TE 300.0
Di 2.00000000
dil 0.03000000
di2 0.00002000
============ [CHANNEL f1
NUC1 13C
P1 16.35
PL1 -6.00
SFO1 100.623795%
============ [HANNEL f2
CPOPRG2 waltzib
Nuc2 iH
BCPD2 114,00
PL2 0.60
PL12 24.00
FL13 24.00
SFo2 400.1316000

F2 - Processing parameters

51 32768
SF 100.65127290
WOH EM
858 0
LB 1.00
je:2) o}
PC . 1.40

1D NMR plot parameters

CX 20.00
Fip 205,000
Fi 20625 .61
F2p -5.000
Fa -503.06
PPMCM 10.50000
HZCM 1056.43372

MHz

Hz

cm
pom

Hz

pom

Hz
pem/em
Hz/em
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.
" COSY-
Current Data Parameters
NAME May07-534H
EXPNG ]
— PROCND 1
L F2 - Acquisition Parametars
- Date_ 20080508
= Time 3.16
r INSTRUM spect
L PROBHD G mm B8I 1H-B
- PULPROG  ajb.cosygsmfip
I~ o 21
» SOLVENT coecl2
- NS 4
r 05 B
r SWH 581,554 Hz
= FIORES 1.753884 H:
~ a0 0.2831316 sec
C o RB 645
. oW 13%.200 usec
= DE 6.00 usec
C TE 0.0 K
L oo 0.00000300 s2C
— D1 4.00000000 sec
[ di3 0.0000030C s2c
" e 0.00020000 sec
o d20 0.00126300 sec
B NG 0.00013884 sec
N CHANNEL, £4
u NUCY 1H
C Py 7.05 usec
. r2 14.10 usec
- PLI 0.00 aB
— 4 sFa1 400. 1318006 MHz
L = GRADIENT CHANNEL ==
= P16 1000.00 usec
= F1 - Acouisition parameters
= NDQ 2
C T B30
L SFOL 4001318 MHz
= FIDRES 5.540512 Hz
rC SH S.000 ppm
= F2 - Processing paramsters
rC S 2048
C SF 40071300000 MHz
_5 WOW SINE
- 558 a
C 8 0.60 Hz
L 6B a
[ (2 1.40
L F1 - Processing parametars
= SI 1024
I Mc2 TPP1
L SF 400 1300000 MHz
[ WOW SINE
- 838 Q
C L8 0.00 Hz
L 68 Q
:‘8 20 NMP plac parameters
- £x2 15.00 cm
= €x1 15.00 cm
- F2PLD 5.000 ppm
C FaLa 360117 Hz
L FEPHI 0.000 pam
= FeRI Q.00 Hz
r FAPLO 9.000 ppm
L PEm Fuo 380117 Hz
F1PHI 0.000 ppm
FiH1 0,60 Hz
F 2PPKCM 0.E00C0 ppm/cm
F2HZLM 240 07800 Hz/cm
F 1PRMCH 0.60009 ppmicm

FtHZCM 240, 07800 Hz/em
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Current Data Parameters

NAME Mar27-5JH
EXPND b
PROCNO 1

Fe - Acquisition Parameters

Data_ 20080327
Time 14 58
INSTRUM spect
PROBHD 5 mm GNP 1H/1
PULPROG zg30
D 37036
SOLVENT Tol
NS 31
05 2
SWH B172.839
FIDAES 0. 1665671
AQ 29999659
RG B12.7
] 81.000
DE 6.00
TE 300.0
D1 100000000
=—========== CHANNEL f1
NUC1 1H
p1 11.70
PL1 0.00
SF01 299.8718518

Fe - Praocessing parameters

S 32766
SF 293, 8700134
HOW EM
G5B 0
LB 0.30
68 0
PC 1.00

1D NMB glot parameters

CX 20.00
FiP 10.500
F1 314864
Fap ~0.500
F2 -149.94
PPMCM 0.,55000
HZCM 164 .92851

MHz

cm
ppm
Hz
ppm

Hz
ppm/cm
Hz/cm
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Current Data Parameters

NAME AprQ4-SJH
EXPNO 10
PROCNO 1

F2 - Acguisition Farameters

Date_ 20080403
Time 21.18
INSTRUM spect
PROBHD 5 mm GNP 1H/1
PULPROG zgpg30
b B5536
SOLVENT coaci?
NS 1008
DS 2
SHH 18796.992
FIDRES 0.286813
AR 1.7433076
a6 1024
OwW 26. 600
hi3 6.00
TE 300.0
D1 2.00000000
o1 0.03000000
D12 0.00002000
s==mo======= CHANNEL 1
NUCH 13
P 5.40
=1 -6.00
SFO1 75.4106357
============ CHANNCL 2
CROPRG2 waltz18
NuC2 H
PCPD2 115.00
=) 0.00
PL12 20.00
PL13 20.00
SE02 299.8711995

F2 - Processing parameters

51 32768
5F 75.4023410
WDW EM
558 0
LB 1.00
GB 0
PC - 1.40

10 NMR plot parameters

CX 20.00
FiP 215000
Fi 16211.50
Fe2P -5.000
F2 -377.01
PPMCM 1t.00000
HZCM 828, 42578

MHz

Hz

cm

ppm

Hz

pom

Hz
ppm/cm
Hz/cm
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in tol at 90 oC 1H 29c
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Current Data Parameters

NAME Apr01-SJH
EXPND 2
PROCND 1

F2 - Acquisition Parameters

Date_ 20080401
Time 85.23
INSTRUM spect
PROBHD 5 mm GNP 4H/1
PULPRCG 7930
70 37036
SOLVENT Tol
NS 11
Ds 2
SKH 5172.838
FIDAES 0. 166571
AG 2.9398659
RG 512
DW B1.000
DE 6.00
TE 306.0
b1 1.00000000
CHANNEL f1

1H

11.70

0.00

299.8718518

usec
B
MHz

F2 - Processing parameters

51 32758
5F 299. 8700136
WOW EM
=58 0
LB 0.30
i 0
PC 1.00

1D NMR plot parameters

CX 20.00
FiP 10.500
Fi 314B.64
F2P -0.500
F2 -149.94
BPMCM 0.55000
HZCM 164 .92851

MHz

Hz

cm
ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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Current Data Parameters

NAME May0B-SJH
EXPNO 4
PROCND 4

F2 - Acquisition Parameters

Date_ 20080509
Time 22.16
INSTRUM spect
PROBHD 5 mm BBI {H-B
PULPROG 20pg30
sl 83536
SOLVENT £oc1s
NS 8192
0s 2
SWH 25125.629
FIDRES 0.3833a7
AQ 1.3042164
nG 15384
DW £9.900
DE 5.0C
TE 00.0
Y 2. 00000000
g1 0. 03000000
g1 0.00002000
=====z=s==== CHANNEL f1
NUCH 13c
b1 16.35
pL1 -6.00
SFIH 100.6237959
==sz========= [HANNEL 2
CPOPRGZ waltz16
NUC2 H
PCPD2 114.00
pLo 0.00
pL1ip 24.00
PL13 24.00
SFO2 400. 1318005

F2 - Processing parameters

51 2768
SF 100.8127290
WOW EM
558 0
LB 1.00
58 0
PC 1.40

1D NMR plot parameters

Cx 20.00
Fip 205,000
Fi 20625. 61
Fep -5.000
Fe -503.06
PPMCM 10.50000
HZCM 1056. 43372

MHz

Hz

cm

ppm

Hz

ppm

Hz
ppm/Cm
Hz/cm
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Current Data Parameters

NAME Apr04-5.0H
EXPNC 3
PROCNO 1

F2 - Acquisition Parameters

Date_ 20080403
Time 20.32
INSTRUM Spect
PROBHD 5 mm GNP 1H/1
PULPROG 2930
mn 37036
SOLVENT Tol
NS 19
D3 2
SWH 6172.839
FIDAES 0. 166671
AQ 2.9953659
RG 161.3
O 81.000
OE B6.00
TE 300.0
04 1.00000000
============ [CHANNEL f1
NUC1 1H
B1 11.70
PL1 0.00
5FD1 299.8718518

usec
uB
MHz

F2 - Processing parameters

51 32768
SF 295.8700136
WOW EM
558 0
1B D.30
GB 0
PC 1.00

10 NMR plot parameters

CX 20.00
Fip 10.500
F1 314B8.64
Fep -0.500
F2 ~149.94
PPMCM 0.55000
HZCM 164.82851

MHz

Hz

cm
ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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Current Data Parameters

NAME Apr04-5JH
EXPND 4
PROCND 1

F2 - Acguisition Parameters

Date_ 20080403
Time 20.36
INSTRUM spect
PRCBHD 5 mm GNP 1H/1
PULPROG zgpg30
D] 65536
SOLVENT fol
NS 251
DS 2
SHH 18796.992
FIDRES 0.286818
AQ 1.7433076
ag 4096
Bl'} 26600
DE 600
TE 300.0
01 2.00000000
D11 0.03000000
D12 0. 00002000
============ CHANMEL f1
NUC 1 13c
P1 3.40
PL1 -6.00
SFO1 75. 4106357
=esss======= CHANNEL 2
CPDPAGZ waltzib
NUC2 i
PCRD2 115.00
pL2 0.00
PL12 20.00
PL13 20.00
5F02 2998711995

72 - Processing paramefers

51 32768
SF 75.4023410
WOW EM
558 0
Le 1.00
[¢1:] 0
PC 1.40

10 NMR plot parameters

CX 20.00
FiFP 205000
Fi 15457 .48
FaP -5.000
Fe -377.01
PPMCH 10.50000
HZCM 791.72461

MHz

Hz

cm
ppm

Hz

ppm

Hz
ppm/em
Hz/em
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Current Data Parameters

NAME AprB-SJH
EXPNO 1
PROCNC 1

F2 - Acguisition Parameters

Date_ 20080408
Time 3.0
INSTRUM spect
PROBHD 5 mm BBI 1H-B
PULPROG 7930
0 439668
SCOLVENT co2c1z
NS 16
0s 2
SWH B278.146
FI10AES 0. 166670
AQ 2.95899571
a6 2B87.4
oW - 50.400
0E 5.00
TE 300.0
D1 1.000000C0
============ CHANNEL f{
NUC1 1H
=5} 5.45
PL1 000
SF0O2 400 . 1324710

USEC
a8
MHz

F2 - Processing pasrameters

51 32768
5F 400.1300000
WOW EM
558 0
LB 0.30
5B 0
pC 1.00

1D NMB plot parameters

CX 20.00
Fip 10.500
F1 4201 .37
Fep -0.500
F2 -200.07
PPMCM 0.55000
HZICM 220.07150

MHz

Hz

cm

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm
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S150

N 41
N H Boc
|
Me Current Data Parameters
NAME Apr25-5J4
MO QWOMOTINTOM~MNMED— OO0 QOOQDUOADDODWNWNOMT WO MSIDMNDEDo O EXENG 5
T H@OLDOMNTOMND 100NN MM~ —0d— =00 CcWM~DM-=TODWMMOMNIMESGSM~DWM S/
= =D OO OTND0D—Y Y < OC0O0WOoOoOOMTC O 10O0WIME-— 0 @M~DDOEmN ST Mm@ PROCND 5
=1 MO MO OoODDODULM=_~~DODOUODISOMOoONMNDBOSTMMN-—-DLWONIWNDOM D oo MWD
a DWNNMNOOSODOEORRSNOHDANAANDCCd NN OOUUIYTITCcO@MMIT T MAMUD
P P~ P~ P e P (0 10 W0 L0 W0 O G W0 W0 O O P WO WD T T OO ) O 00O D) e owtow w  w w  em O F2 - Acguisition Parameters
L\\\\\\\ Date_ PO0B04A25
Time ip.o8
INSTRUM spect
PROBHD 5 mm BBI 1H-B
PULPROG 2930
0 419668
SOLVENT coc13
NS 21
0s 2
SWH B278. 146 Hz
FIDRES 0. 166670 Hz
Al 2.9999971 sec
AG 322.5
oW BEG.400 usec
DE 6.00 usec
TE 300.0 K
01 1.00000000 sec
CHANNEL 1
1H
6.45 usec
0.00 dB
SFO4 400. 1324710 MAz
F?2 - Processing parameters
51 32768
5F 400.1300054 MHz
WOW EM
558 0
LB 0.30 Hz
GB ]
pC 1.00
10 MMA plot garameters
ﬂ A Cx 20.00 cm
FiP 10.500 ppm
Fi 4201.37 Hz
Fep -0.500 ppm
Fe ~-200.07 Hz
= o [ wi=rinl | | = < o 3% S| (ot m ~
: 2 gl Blsiglel 128 |3 I I R S I oz o0 bajen
o o o —io|ollo | =1 = (= ol =M [3¥; I~
= o -— r";‘—;‘—;‘—- — | oy - -— mmﬂ Al =)}

Illllll\[lll!ll\\IIJ\II\llll\\\IIIIII\[lllliW‘illl\illllll\lIII!\!\\II!\\IIiIIJ\III\\‘I\Illl\llllll\\llll‘l

ppm 8 B 4 2 0


Peng
Text Box
41


P~ W =—_ ™ 10w r~Iw0 <0 O =< 0O ~ O O T O MO < DO Uy T M~ LD
™ MDD~ oW 0000 o< W~ O~ DO uwum D OO O 0o W
= -~ - 0o o Ww— OO0 T o ~ oo owT o D T O =~ = O W0 -
Ei w S MO0~ O T M OO Ww O = I~ P~ P~ P~ 0D ~ Mo~ 0O oD
w MO0 Moo U] e O D O~ M~ M~ M~ 02 < ¥ I M mMmod oy
~ Al e B e R . e el e R s ]
T ' L T T I T T T ! T T T T ] T T | T | T T i T
ppm 175 150 125 100 75 50 25

S151

Current Data Parameters

NAME May22-SJH
EXPND 4
PROCND H

F2 - Acquisition Parameters

Date_ 20080522
Time 14,46
INSTRUM spect
PROBHD 9 mm GNP tH/1
PULPROG zgpg30
™ B9536
SOLVENT COC13
NS 1126
os 2
SHH 18796.992
FIDRES 0.286819
Al 1.7433078
AG 512
DW 26.600
DE 5.00
TE 300.0
01 2.00000000
D11 0.03000000
bi2 0.00002000
s=========== {HANNEL f1
NUC1 13C
P1 5.40
PLA -5.00
SFO1 75.4106357
============ [HANNEL f2
CPOPAGZ waltz1s
Nuc2 1H
PCPD2 115.00
pL2 0.00
pLi2 20.00
PL13 20.00
SFO2 295.8711995

F2 - Processing parameters

ST 32766
SF 75.4023410
WDW EM
SSB o
LB 1.00
GB 0
PC 1.40

10 NMA plot parameters

CX 20.00
FiF 205, 000
F1 15457 . 48
FaP -5.000
Fz -377.01
PPMCM 10.50000
HZLM 791.72461

MHz

Hz

cm
ppm

Hz

pam
Hz
ppm/cm
Hz/cm
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S$152

41

.-

HMQC

NaME May23-SH
ExPNO 3
PADCAN 1
~ F2 - Atquisition Pgrasztars
Cate_ 20080523
L Tine 2.4
INSTAUM. spect,
[ PADBHO 5 am B3I th-3
PLLPAGE 10w dgnty
T 2043
* - SO vENT cnela
N5 3
- b5 o0
' SHH 4006, 410 Hz
' FICAES 1.955255 Hr
F Al 2556402 52
d, " o 3 $4595,5
oy By s . - DN 124,800 usec
o e .00 usec
=~y L 1€ 80,0 K
5T 145. 0009000
do ©.00000300 Sec
4 - o 1.59631298 sec
= . w2 0,00344028 sec
= L 4 0.00172414 sec
- an o1l 0.03000000 sec
413 0.00000300 582
-4 — 50 b1 D.000Z0000 Seg
o2 000032414 sex
o - o21 b.00Z24428 8
- TH .00061308 sec
B CHAMNEL 11
M H
|l ] §.45 usec
2 12.90 usee
L PLt 9.00
5F01 AQD. 1320007 KHZ
= CHANNEL i3
CPOPAGZ garp
a2 136
= ¥a 17.00 vsze
Lo 24 34.00 usec
~— _ PLPR2 64.00 usec
ALz -6.00 o8
= PLIZ B.20 &f
i SFO3 1006222872 MAY
B samninncmns GAADIENT CHANMEL ==
N1 SINE. 100
| —100 -
! £oRt 1700 %
' 2 e 20,00 %
] 25.00 %
[~ GRYY 17,00 X
Y2 20.00 &
- [e) 25.00 &
GRZ21 17.00 X
s | ] 20.00 %
GP23 25.00 %
= P 1000.00 usec
& F1 - Atouisition parameters
L pllet] 4
: i 56
SFO 1005223 HHz
- FIORES 74505233 he
3w 190022 ppa
Processing paraneters
s1 2043
n & 400. 1200054 Hhz
Lol O8I
—1 50 £ 2
La 0,08 Hz
& [}
B PL 1.48
- Fi - Processing parametens
si 1024
L iz
5 1006127238 Wiz
WO OSIHE
E s 2
LB 9.00 HE
|- GH )
201 NMA plot parameters
r cx2 25.00 cm
Xt 15.00 cn
= F2BLD 5.993 ppm
Fan 395847 H2
ppm FEPHL 0,030 ppm
FoHL -7.95 b
FARLD 190,020 ppas
F1L0 1901344 bz
Il\\Jill[\\\\\\1\J:'\\IJIIII’\\\\Jlll\\\J\\illfi!'\\l\IIII\LI|IIF\\\\Jlll\I\I\\Wiilllllllllll}\\IIFTTT FAPHT +0.020 ppa
¥ 02 1z
2 FEPPHCH D.5&752 pan/cm
FaHEM 267.09402 Hfcm
F12PMCH 12.66824 panfcn
F1HZIN 1374.58727 Kz/ra

Currunt Data Parasatars
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S153.°

(COSY

Current Data Parameters

NAME May23-5JH
EXPNO L]
PRICND 1
F2 - Acguisition Parametars
Date_ 20080525
Time 17.21
INSTRUM spect

PROBHD 5 am BAI 1H-3
PULPROG  ajb.cosygsmfip

™ 2048
SOELVENT €0C13

NS B

Ds B

SWH 4006.410 Hz
FIARES 1.956855 Hz
AQ 0.2356404 sec
ARG 812.73

oW 124,800 usec
DE B.00 usec
iE 3000 K

00 0.00000300 sec
01 4.00000000 sec
13 0.00000300 sec
Dig 0.00020000 sec
o020 0.00120300 sec
IND 0.00012436 sec

== CHANMEL ff

Nuci 1H

AL B.45 usec
Pz 12.90 usec
PLL 0.00 dB
SFB1 400, 1320007 MHz

GAADIENT CHANMEL
1000.0C usec

f1 - Acquisition parameters

NOG 2
™ 850
SFOL 400,132 MHz
FIDRES 6.155693 Hz
SW 10,000 ppm
F2 - Processing parameters
s8I 2048
SF 4001300054 MHz
WDW SIMNE
558 ]
LB 0.00 Hz
it} b
pC 1.40
F1 - Processing parameters

581
MgE PRI
SF 400.1300054 HHz
WOW SINE
558 o
La 0.00 Hz
Ga [

20 ¥MA plot parameters
Cx2 15.00 cm
£xi 15.00 cm
FapLD 10.060 ppm
F2Lo 4001.30 Hz
FePHL 0.000 ppm
F2HI 0.00 Hz
FiPLO 10.000 ppm
FiLD 4001.30 Hr
F1PHL $.000 ppm
FIHI 0.00 Hz
F2PPMCM 066667 ppm/cm
FaHZCM 286.75333 Hz/em
F 1PPMCM B.G6557 ppmicm

F1HZCM 26675333 Hz/tm
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ppm

NAME
EXPNID
PROCNO

F2 - Acguisitian Parametzrs

Date_
Time
INSTAUM
PROBHD
PLULPROG
T
SOLVENT
NS -

0§

SnH
FIDAES

GPNAMI
GPNAN2
[cizk 8
GPxX2
GPY3
GRY2
&Pz
GPZ2
P16

NDO
™
SFoL
FIDRES
SH

S1565

Current Data Parametars

MayP3-5uH
&8
1

20080325
22.02
spect

5 mm BAT IH-B
naesypptp
2048
coc1a
12
B
4006410 Hz
1.958235 Hz
0.2556404 sec
22.8
124,800 usec
B.0D usec
300.0 K
0.00000300 seC
4.00000000 sec
0.3000DaD1 see
0.00020000 sec
D.39880002 52C
0.00012496 sec

400. 1320007 MHz

sine. 108
sine_100
.00
.ao

ccoo
=
E

.00
40.00
-40.00
1040.00 usec

M e WM

F1 - acouisition parametars
2

5i2
400132 MHz
7_814845 Hz
10,000 ppm

F2 - Processing parametars

81
SF
WO
558
LB
[ci:]
PC

2048
4001300054 MHZ
QSINE
2
0.00 Hz
o

1.40

Fi - Processing parameters

SI
NC2
SF
Lbg
558
LB
[4:]

oxa

%31
F2rLD
Falo
F2PHI
FEHI
F1pLO
FiLD
FAPHL
FLHT
F2PPHCH
FRHZCH
F1PRMCH
F1HZCH

TPPT
400.13000354 MRz
OSINE
2
0.008 Hz
)

20 KMA plot parameters
15.00 cm
15.00 cm
9,893 ppm

24998 ,47 Hz
-0.020 ppm
~7.90 Hz
5.986 ppm

3895.80 Hz
-6.013 ppm
-5.34 Hz
0.86732 ppm/em
257.09402 Hz/em
0.68B55 ppm/em
266.74867 Hz/ca

== GMADIENT CHANMEL ===2=2==
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S156

Current Data Parameters

NAME Apr09-SuH
EXPND 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20080409
Time 16.26
INSTRUM spect
PROBHD 5 mm BBI iH-B
PULPROG 2q30
™ 49668
SOLVENT cpzciz
NS 26
D3 2
SWH B278.146
FIDAES 0. 186870
AQ 2.9939971
RG 512
W B0. 400
DE E.00
TE 300.0
D1 1.00000000

== CHANNEL f1
NUCt iH
P1 6.45
pL1 .00
5FM 4001324710

F2 - Processing parameters

51 32768
SF 400. 1300000
WOW EM
558 0
LB 0.30
GB 0
PC 1.00

10 NMR plot parameters

CX 20.00
FiP 10.500
F1 4201.37
F2p -G.500
F2 -200.07
PPMCM 0.55000
HZCM 220.07130

MHz

Hz

cm
ppm

Hz

ppm

Hz
pom/om
Hz/cm
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S157

Current Data Parameters

NAME Apri0-5SJH
EXPND 1
PROCNO 1

F2 - Acguisition Paraméters

Date_ 20080410
Time 9.09
INSTRUM spect
PROBHD 5 mm BBI 1H-B8
PULPROG 2930
70 49658
SOLVENT cth2ci2
NS 15
0s 2
SWH B2758.14b6
FIDRES 0.165670
Al 2.9999371
AG 203.2
k) BC. 400
DE 5.00
TE 300.0
a1 1.000C0000
============ (HANNEL {1
NUC1 1H
Pl 5.45
PL1 0.00
SFM 400,1324710

F2 - Processing parameters

31 32768
SF 400. 1300000
WOW EM
SSB 0
LB 0.30
G3 44
PC 1.00

10 NMR plot parameters

CX 20.00
Fip 10.500
Fi 4201.37
For -0.500
F2 , -200.07
PRMCH 0.55000
HZCM 220.07150

MHz

Hz

cm
ppm

Hz

npm

Hz
ppm/cn
Hz/cm
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S159
CosY

Currant Data Paramelers

MAME May2B-5.H
EXPND 5_
PROCND 1

F2 - Acquisition Parameters

Oate_ 20080529
Time 5.29
TNSTRLM spect

PROBHD 5 am BRI {H-B
PULPROG  ajb.cosygsmitp
2048

0

SOLVENT cocl3

NS a

05 ]

SWH 3591.954 Hz

FIDAES 1.753884 Hz

A 0.2B51316 s=c

G 1625.5

14 139,200 usec

a1 ©.00 usec

TE 300.0 K

0o 3.00000300 sac

2] 4.00000000 sec

d13 0.00000300 sec

DiE 0.00020000 sec

20 000420300 sec

TND 0 .D0013884 sec
== CHANNEL Fi

HUCYL |

51 7.13 usec

2 14 30 usec

PLI 0.00 oB

SF0Y 409, 131B006 MHz

= GAADIENT CHANNEL =
P1d 1000.00 usec

F1 - Acquisition parameters

NOD 2
T 850
SFO1 400.1318 MHz
FIDRES 5.540512 Hz
=t 9.000 ppa
F2 - Processing parameters
ST
SF 400. 1300056 MHz
DN SINE
558 Q
LB 0.00 Hz
6B 0
BC 1.40
Fi - Processing parameters

51 1024
MC2 TRPI
5F 400. 1300036 MHz
WOW STNE
558 o
LB 0.00 Hz
GB o

20 NMA plot parameters
it 15.00 cm
cx1 15.00 cm
FaPLD 8.974 pom
FaLo 3590.92 Hz
FoPHI -0.003 ppm
F2HT -1.03 Hz
F1PLO 8,985 ppm
FiLD 3595.61 Hz
F1PHL -0.0t4 ppm
FiRI -5.72 hz
F2PPMCH 0.59846 ppm/cm
F2HZCH 239.46381 Hz/cm
FARRMCH 0.60003 poa/em

FiHZCH 240.08382 Hz/tm
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Br
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YAl
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more polar
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| ppm

Currant Oata Paraneters

MAME May23-SJH
EXPHO 3
PRDCHD 1
F2 - Acnuisition Paraneters
Datz_ 20080526
Tiee 2.2
INSTRUM spact
FROBHD 5 mm BEI 1H-B
PULPRIG imeagpep
2048
SOLVENT S
us 15
s 80
E 2591, 954 2z
FIDRES *. 753384 Hz
an 0.2651345 sec
£ 29103
o 139,200 wsee
Be 5.00 usst
TE 308.0 K
asT2 345.0000008
0 £.00000300 sEC
Bt 1.99631293 sec
a2 000344329 5=
ad 000172414 5=2¢
s 003000008 sec
33 ©.000G0300 S8t
16 .00020000 sEC
den £.90052414 sEC
21 ,40224428 53¢
M 0 .D0001656 s=C
CHANEL 11
RuC) 1H
Pl 7.15 usec
p2 1430 vsec
PL1 X
SFDy 00, 1353008 Wiz
CHANKEL #2
CPOPAGE garp
NULE 13c
3 17.00 uses
pd 34.00 user
PCPO2 54.00 usec
Pz -6.00 4B
12 A
Ed 1006202750 Kz

BPNAHL
ERNAHZ
EPNAHD
&P
EPx2
&Px2
EPYL
ePY?
6PY3
GPIL
[l
6973
PiE

Mg
1
SFO1
FIDAES.
=N

xaaaan GAADIEN]

(F CHANKEL ===
STAE. 100

1040 09 wsee

Fi - ACOUISiTion parameters
]

253
160.6203 Wiz
58.9522965 HY
150.013 o

F2 - Processing paraneters

400_1200055 M2
OSINE
E
0.00 bz
a

1.a0

F1 - Pracessing paranekars

[=H]

Faro
FaLa
Farul
Fani
FiRn
FiLo
FIFHI
FiHL
FEFeMoM
FRnICH
FAFPMM
FIHZCY

TPPL

100 5127280 MHz
GSINE
a

0.00 8z
o

2D NWA plot parameters
15.00 cn

-0.003 gpn

-1.03 ¥z
150.942 poa
15093.13 &z
~0.012 agn
-1.21 iz
58343 ppnfcn
| 9B361 Hzlcn

1000161 pps/cm
1005. 26331 He/ce

N
e
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(FOgEt

S161
NDESY 2

oA N
Me Boc

@
T z
C
@]
m

C more polar
v major diasterecmer Currant Data Paransters
HAME May28-5JH
EXPNO 7
. PROCND 1

F2 - Acquisition Parameters
Date_ 20080529
Time 21.20
INSTRUM spect
PROBHO S om BBT {H-B
PULPAOG naesygpep
10 2048
SOLVENT €OC13

1B
-3
3591 .954 H
1.753884 Hz
D.283131B sec
50.84
139,200 usec
6.00 usec
300.0 K
©.00000300 sec
400000000 sec
©.B0000001 sec
£.00020000 sec
. 39880002 sec
0.00013884 sec

CHANNEL f1 =222a

uSBE

HHz

==wa=wa GAADIENT CHANNEL
GPNAM1 sina. 100
GPNAMZ 5in2. 100
GPRL 0.00
Grx2 0.00
GPYL 0.00
GRy2 ¢.a0
GRZ1 40.00
6Pz2 -40.00
Pia 1000.00 usec

Fl - Acouisition parameters
HOO 2
T 52
SFOL 400, 1318 MHz
FIDRES 7.033833 Bz
EL %.000 ppm

F2 - Processing parameiers

o]

S
SF 400_1300051 MHz
WOH GSINE

2

LB 0.00 Hz
o

PC 1.00

F1 - Processing parameters
51 1024
HE2 TPPT
SF 4081300051 MH2
WO OSINE
ss8 2
i} 0.60 He
ca . ]

o

20 NHMR plot parameters

TV
= . E=1
B
LR (=] =
© o = o
o
[ G
@ . &
o
e s
B - .
[w] @
E O 8]
*a [y [
° .
= B *
o oY - e
L
Il\l\Ifl\Ill\IIIIII[II\I!I\iI‘IIII\\\I\!I\I\III\I‘IIII\ILIII\I\IIII\III\I\II\I\IIIJIIII\I"
i rn
- CRESEESRAREEEILEE
e g%
b=
&
a
5
g
g
Sok
Eowia
Mo omI
v 3 20 2 w3 ac
w8
&

cx2 15.600 cm
CX1 15.00 cm
~ FepPLD B.876 ppm
FRLO 338143 Hz
FRPHI -D.001 ppm
FaHT -0.52 Hz
ng F{PLD 8.837 ppm
FiLD 3E66 12 Hy
FIPHI -D.013 ppn
FIHL 5.21 Hz
LI L 2 U0 A 0 L A L B 0 O F2PPMCM 059546 ppn/cm
FaHzCM 239, 46361 Mz/cm
ppm 8 5] 4 2 FAPPHCH 0.60002 ppnscn

F4H20M 240, 09882 Yz/cm
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N O
Br WOEt
S N - 43
Me  Boc minor
Current Data Parameters
NAME May27-5JH
N R A T R R R S S I i i I R s O L S T e U -t I I A R R EXPND 1
= OO —=WOINM~NIOMMM -"OUNRDOMMDAUMNDOWTMO -~ OONWND—=MMN~NTOMTMmMAID O PROCND y
a SO~ T o O BRDMUMORN T S ODOMNMSNOMNDYT " O0OM~OODMSOR T DOMRODOWLNM—WOT NN D
o OT NO OO O MNMEPINWMN—M = A MO MSDT OO MMM N~ — O
M e P P I~ 1~ (0 L0 D WD G WD W WWWW DWW < << MMM QO o o e e e O F2 - Acgquisition Parameters
Date 20080527
Time 22.20
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG 7930
10 37036
SOLVENT coci3
NS 17
Ds 2
SHH £172.838 Hz
FIDRES 0.166671 Hz
AQ £.8999B59 sec
RG 812.7
Dw 81.000 usec
DE 6.00 usec
TE 300.0 K
D1 1.000C0000 sec
============ [HANNEL f1 ========
NUCAH iH
Pi 11.70 usec
PL1 0.00 dB
SFO1 292.8718518 MHz
F2 - Processing parameters
51 32768
SF 299.8700068 MHz
WOW EM
558 0
L8 0.30 Hz
GB 0
PC 1.00
10 NMR plot parameters
ﬁ “ CX 20.00 cm
. FiP 10.500 ppm
F1 314B .64 Hz
Fep -0.500 ppm
F2 . -148.93 Hz
— @® ~i[m|n) (o o fos] j=) 3%} {{1s] o |w o [~ ojouley
e Bl lmRel 8 B |2 SLBlE 188 BB [BIR o 151.92030 raren
E o o oia| | O © =] o = =1 ™| ool o :
S o mj|ojo| o [ - V] oujiog |~ — | o< |m

IJ\\EIIiI\\Il\\IlIII\\14\lITTITilIiIII\\iIlIIlIIfTITiTlTEIITTiI'IIIIII\\IIIIIII}IIIiII
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