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General. NMR spectra were recorded at 300 MHz/75 MHz (‘H NMR/"*C NMR) or 500 MHz/125 MHz (‘H
NMR/"C NMR) using Varian Gemini-300 (300 MHz), Varian MERCURY plus 300 (300 MHz), or Varian
NMR system AS 500 (500 MHz) spectrometers. Chemical shifts (8) are reported as follows: chemical shift,
multiplicity (s = singlet, d = doublet, t = triplet, q = quartet, sext = sextet, m = multiplet, br = broad),
coupling constants, and integration. IR spectra were obtained on a Perkin Elmer SpectrumOne A
spectrometer. Mass spectra were obtained by EI, CI or ESI methods on a Hitachi M-4100 and Thermo Fisher
Scientific Exactive. Melting points were recorded on Yanaco NP-S3 and are uncorrected. Preparative TLC
separations (PTLC) were carried out on precoated silica gel plates (E. Merck 60F,s4). Unless otherwise stated,

all the reagents and solvents were used as received from the manufacturer.

Typical reaction procedure for radical addition to olefin 4, 6 and 8.
A mixture of olefin (0.35 mmol) and toluene derivatives (15 mL) was sttired at 180 °C for 0.5-3 h. The
reaction mixture was concentrated in vacuo and purified by column chromatography on SiO, (AcOEt/hexane

= 1/5) to afford the desired compounds.

2-(Phenyl)methylsuccinic Acid Dimethyl Ester (5a)

a colorless oil

IR V max (neat) cm™ : 1736 (CO), 1437 (Ar).

'H-NMR (300 MHz) &: 2.41 (1H, dd, J=16.5, 4.5 Hz, CH,CO,Me), 2.68 (1H, dd, J=16.5, 9.0 Hz,
CH,CO,Me), 2.76 (1H, dd, J=13.5, 8.0 Hz, CH,Ar), 3.06 (1H, dd, J=13.5, 7.0 Hz, CH,Ar),
3.11-3.18 (1H, m, 2-H), 3.64 (3H, s, CO,CHj3), 3.67 (3H, s, CO,CH3), 7.14-7.32 (5H, m, Ar-H).

BC-NMR (75 MHz) & : 174.4, 172.0, 137.9, 128.8, 128.3, 126.5, 51.6, 51.4, 42.8, 37.5, 34.6.

HRMS m/z : Calcd for C3H;70, (M+H) " 237.1121. Found : 237.11201.

2-[(4-Methoxyphenyl)methylsuccinic Acid Dimethyl Ester (5b)
a colorless oil
IR V max (neat) cm™ : 1736 (CO), 1437 (Ar).
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'H-NMR (300 MHZz) §: 2.40 (1H, dd, J=17.0, 5.0 Hz, CH,CO,Me), 2.67 (1H, dd, J=17.0, 9.0 Hz,
CH,CO,Me), 2.70 (1H, dd, J=13.5, 9.0 Hz, CH,Ar), 2.99 (1H, dd, J=13.5, 6.0 Hz, CH.AT),
3.04-3.14 (1H, m, 2-H), 3.64 (3H, s, CO,CH3), 3.67 (3H, s, CO,CHy), 3.79 (3H, s, Ar-OCHs), 6.83
(2H, br d, J=8.5 Hz, Ar-H), 7.06 (2H, br d, J=8.5 Hz, Ar-H).

BCNMR (75 MHZ) § : 174.7, 172.3, 158.4, 130.1, 130.0, 113.9, 55.2, 51.9, 51.7, 43.2, 36.9, 34.8.

HRMS nvz: Caled for Cy4H10s (M+H) * 267.1227. Found : 267.1227.

2-[(3-M ethoxyphenyl)methylsuccinic Acid Dimethyl Ester (5c)

acolorlessail

IRV ma (neat) cm™ : 1736 (CO), 1437 (Ar).

'H-NMR (300 MHz) &: 2.41 (1H, dd, J=17.0, 5.0 Hz, CH,CO,Me), 2.67 (1H, dd, J=17.0, 9.0 Hz,
CH.COMe), 2.72 (1H, dd, J=13.5, 8.0 Hz, CHAr), 3.04 (1H, dd, J=13.5, 6.0 Hz, CHAr),
3.08-3.16 (1H, m, 2-H), 3.64 (3H, s, CO,CH3), 3.68 (3H, s, CO,CH3), 3.79 (3H, s, Ar-OCHj3),
6.70-6.79 (3H, m, Ar-H), 7.20 (1H, t, J=8.0 Hz, Ar-H).

BC-NMR (75 MHz) §: 174.7, 172.3, 159.8, 139.7, 129.6, 121.3, 114.7, 112.1, 55.2, 52.0, 51.8, 42.9,

37.7,34.9.
HRMS m/z : Caled for C14H150s (M ) 266.1153. Found : 266.1138.

2-[(2-M ethoxyphenyl)methylsuccinic Acid Dimethyl Ester (5d)
acolorlessoil

IRV mex (Neat) cm™ : 1736 (CO), 1438 (Ar).
'H-NMR (300 MHz) &: 2.40 (1H, dd, J=17.0, 5.0 Hz, CH,CO,Me), 2.67 (1H, dd, J=17.0, 9.0 Hz,

CH,CO,Me), 2.79 (1H, dd, J=13.0, 8.0 Hz, CH,Ar), 3.04 (1H, dd, J=13.0, 6.0 Hz, CH,AT),

3.16-3.26 (1H, m, 2-H), 3.62 (3H, s, CO,CH;), 3.66 (3H, s, CO,CH3), 3.82 (3H, s, Ar-OCH),

6.82-6.89 (2H, m, Ar-H), 7.07 (1H, dd, J=7.0, 1.0 Hz, Ar-H), 7.21 (1H, dt, J=7.5, 1.0 Hz, Ar-H).
BC.NMR (75 MHz) § : 175.3, 172.6, 157.7, 130.9, 128.9, 128.2, 1265, 120.4, 110.3, 55.2, 51.8, 51.7,

41.3,35.1, 32.6.
HRMS m/z : Caled for C14H100s (M+H ) 267.12269. Found : 267.1224.

2-[(3,4-Dimethoxyphenyl)methylsuccinic Acid Dimethyl Ester (5€)

acolorlessail

IRV ma (Neat) cm™ : 1736 (CO), 1439 (Ar).

'H-NMR (300 MHz) &: 2.42 (1H, dd, J=17.0, 5.0 Hz, CH,CO,Me), 2.68 (1H, dd, J=17.0, 9.0 Hz,
CH.COMe), 2.71 (1H, dd, J=13.5, 8.0 Hz, CH,Ar), 3.00 (1H, dd, J=13.5, 6.0 Hz, CHAr),
3.06-3.14 (1H, m, 2-H), 3.65 (3H, s, CO,CH3), 3.68 (3H, s, CO,CH3), 3.86 (3H, s, Ar-OCHj3), 3.87
(3H, s, Ar-OCHjy), 6.67 (1H, s, Ar-H), 6.69 (2H, d, J=8.0 Hz, Ar-H), 6.79 (2H, d, J=8.0 Hz, Ar-H).

B3C-NMR (75 MHz) & : 174.8, 172.4, 149.0, 147.9, 130.7, 122.2, 112.1, 111.3, 55.93, 55.88, 52.0, 51.8,

43.3, 37.4, 35.0.
HRMS m/z : Caled for CisH2006 (M ) 296.1259. Found : 296.1270.
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2-[(4-Methylphenyl)methylsuccinic Acid Dimethyl Ester (5f)
acolorlessail
IRV ma (neat) cm™ : 1737 (CO), 1437 (Ar).
'H-NMR (300 MHz) & : 2.31 (3H, s, Ar-CHs), 2.40 (1H, dd, J=16.5, 4.5 Hz, CH,CO,Me), 2.66 (1H, dd,
J=16.5, 9.0 Hz, CH,CO,Me), 2.71 (1H, dd, J=13.0, 8.0 Hz, CHAr), 3.01 (1H, dd, J=13.0, 6.0 Hz,
CH:Ar), 3.06-3.15 (1H, m, 2-H), 3.64 (3H, s, CO,CHj3), 3.68 (3H, s, CO,CHs), 7.03 (2H, d, J=8.0
Hz, Ar-H), 7.10 (2H, d, J=8.0 Hz, Ar-H).
BC-NMR (75 MHz) & : 174.8, 172.3, 136.2, 135.0, 129.3, 128.9, 51.9, 51.7, 43.1, 37.3, 34.8, 21.0.
HRMS m/z : Caled for Cy1H1904 (M+H ) 251.1278. Found : 251.1274.

2-[(3-Methylphenyl)methyl]succinic Acid Dimethyl Ester (59)

acolorlessail

IRV ma (neat) cm™ : 1736 (CO), 1436 (Ar).

'H-NMR (300 MHz) & : 2.32 (3H, s, Ar-CHs), 2.40 (1H, dd, J=16.5, 5.0 Hz, CH,CO,Me), 2.67 (1H, dd,
J=16.5, 10.0 Hz, CH,CO,Me), 2.69 (1H, dd, J=13.5, 9.0 Hz, CH,Ar), 3.02 (1H, dd, J=13.5, 6.0 Hz,
CH:Ar), 3.07-3.16 (1H, m, 2-H), 3.64 (3H, s, CO,CHj3), 3.68 (3H, s, CO,CH3), 6.95 (1H, d, J=8.0
Hz, Ar-H), 6.96 (1H, s, Ar-H), 7.03 (1H, d, J=8.0 Hz, Ar-H), 7.17 (1H, t, J=8.0 Hz, Ar-H).

BC-NMR (75 MHz) &: 174.8, 172.4, 138.2, 138.1, 129.8, 128.5, 127.5, 126.0, 51.9, 51.7, 43.1, 37.7,
34.9,21.4.

HRMS m/z: Caled for Cy4H190,4 (M+H) * 251.1305. Found : 251.1275.

2-[(2-M ethylphenyl)methyl]succinic Acid Dimethyl Ester (5h)

acolorlessail

IRV ma (Neat) cm™ : 1736 (CO), 1436 (Ar).

'H-NMR (300 MHz) & : 2.34 (3H, s, Ar-CHs), 2.43 (1H, dd, J=17.0, 5.0 Hz, CH,CO,Me), 2.68-2.77 (2H,
m, CHCH,CO,Me), 3.03-3.14(2H, m, CHAr), 3.63 (3H, s, CO,CH,), 3.67 (3H, s, CO,CHy),
7.06-7.16 (4H, m, Ar-H).

BC-NMR (75 MHz) & : 175.1, 172.4, 136.5, 130.6, 129.9, 127.0, 126.0, 52.0, 51.8, 41.8, 35.3, 35.1, 19.4.

HRMS m/z : Caled for C4H190,4 (M+H) * 251.1289. Found : 251.1277.

2-[(4-Chlorophenyl)methyl]succinic Acid Dimethyl Ester (5i)

acolorlessail

IRV ma (Neat) cm™ : 1739 (CO), 1493 (Ar).

'H-NMR (300 MHz) &: 2.40 (1H, dd, J=17.0, 5.0 Hz, CH,CO,Me), 2.67 (1H, dd, J=17.0, 9.0 Hz,
CH.COMe), 2.76 (1H, dd, J=14.0, 8.0 Hz, CH,Ar), 3.00 (1H, dd, J=14.0, 7.0 Hz, CHAr),
3.06-3.11 (1H, m, 2-H), 3.65 (3H, s, CO,CH3), 3.66 (3H, s, CO,CH3), 7.09 (2H, d, J=8.0 Hz, Ar-H),
7.26 (2H, d, J=8.0 Hz, Ar-H).

BC-NMR (75 MHz) & : 174.4, 172.1, 136.7, 132.6, 130.4, 128.7, 52.0, 51.8, 42.9, 37.0, 34.9.
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HRMS m/z : Caled for Ci3H15¢04 (M ¥) 270.0672. Found : 270.0665.

2-[(4-Bromophenyl)methyl]succinic Acid Dimethyl Ester (5))

acolorlessail

IRV ma (Neat) cm™ : 1736 (CO), 1437 (Ar).

'H-NMR (300 MHZ) &: 2.40 (1H, dd, J=16.5, 6.0 Hz, CH,CO,Me), 2.67 (1H, dd, J=16.5, 8.5 Hz,
CH,CO;Me), 2.74 (1H, dd, J=13.0, 8.0 Hz, CH.Ar), 2.99 (1H, dd, J=13.0, 7.0 Hz, CHAr),
3.05-3.13 (1H, m, 2-H), 3.65 (3H, s, CO,CH3), 3.66 (3H, s, CO,CH5), 7.03 (2H, d, J=8.5 Hz, Ar-H),
7.41 (2H, d, J=8.5 Hz, Ar-H).

3C-NMR (75 MHz) & : 174.3, 172.0, 137.2, 131.6, 130.7, 120.6, 52.0, 51.8, 42.8, 37.0, 34.9.

HRMS m/z : Caled for CysHys°BrO, (M ) 314.0153. Found : 314.0167.

2-[(4-Fluor ophenyl)methyl]succinic Acid Dimethyl Ester (5k)

acolorlessail

IRV ma (Neat) cm™ : 1738 (CO), 1438 (Ar).

'H-NMR (300 MHz) &: 2.41 (1H, dd, J=16.5, 5.0 Hz, CH,CO,Me), 2.68 (1H, dd, J=16.5, 9.0 Hz,
CH,CO,Me), 2.76 (1H, dd, J=13.5, 85 Hz, CH,Ar), 3.00 (1H, dd, J=13.5, 6.0 Hz, CH,Ar),
3.06-3.15 (1H, m, 2-H), 3.65 (3H, s, CO,CH), 3.66 (3H, s, CO,CH5), 6.95-7.00 (2H, m, Ar-H),
7.09-7.14 (2H, mAr-H).

B3C-NMR (75 MHz) & : 172.2, 130.6, 130.5, 115.6, 115.3, 52.0, 51.9, 43.2, 37.0, 35.0.

HRMS m/z : Caled for CisH1sFO, (M ) 254.0953. Found : 254.0967.

2-[(4-1odophenyl)methyl]succinic Acid Dimethyl Ester (5I)

acolorlessail

IRV ma (Neat) cm™ : 1736 (CO), 1436 (Ar).

'H-NMR (300 MHz) &: 2.40 (1H, dd, J=17.0, 5.0 Hz, CH,CO,Me), 2.67 (1H, dd, J=17.0, 9.0 Hz,
CH,CO,Me), 2.72 (1H, dd, J=14.0, 8.0 Hz, CH,Ar), 2.98 (1H, dd, J=14.0, 7.0 Hz, CH,Ar),
3.05-3.12 (1H, m, 2-H), 3.65 (3H, s, CO,CHs), 3.66 (3H, s, CO,CH5), 6.91 (2H, d, J=8.0 Hz, Ar-H),
7.61 (2H, d, J=8.0 Hz, Ar-H).

3C-NMR (75 MHz) & : 174.3, 172.0, 137.8, 137.6, 131.0, 92.1, 52.0, 51.8, 42.8, 37.1, 34.9.

HRMS m/z : Calcd for Cy3H1510, (M ) 363.00881. Found : 363.0083.

2-[(3-Chlorophenyl)methyl]succinic Acid Dimethyl Ester (5m)

acolorlessail

IRV ma (neat) cm™ : 1736 (CO), 1437 (Ar).

'H-NMR (300 MHz) &: 2.41 (1H, dd, J=17.0, 5.0 Hz, CH,CO,Me), 2.68 (1H, dd, J=17.0, 9.0 Hz,
CH.COMe), 2.75 (1H, dd, J=13.5, 7.5 Hz, CHAr), 3.02 (1H, dd, J=13.5, 7.0 Hz, CHAr),
3.07-3.14 (1H, m, 2-H), 3.66 (3H, s, CO.CH,), 3.67 (3H, s, CO,CHj3), 7.02-7.06 (1H, m, Ar-H),
7.16 (1H, s, Ar-H), 7.21-7.23 (2H, m, Ar-H).
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BC-NMR (75 MHz) & : 174.3, 172.1, 140.3, 134.3, 129.8, 129.1, 127.2, 127.0, 52.0, 51.9, 42.8, 37.3,
35.0.
HRMS m/z: Calcd for CygHi5 ClO,4 (M *) 270.0658. Found : 270.0688.

2-[(2-Chlorophenyl)methyl]succinic Acid Dimethyl Ester (5n)

acolorlessail

IRV max (neat) cm™ : 1737(CO), 1438 (Ar).

'H-NMR (300 MHZ) &: 2.46 (1H, dd, J=17.0, 5.0 Hz, CH,CO,Me), 2.73 (1H, dd, J=17.0, 9.0 Hz,
CH,CO,Me), 2.92 (1H, dd, J=13.5, 85 Hz, CH,Ar), 3.16 (1H, dd, J=13.5, 7.0 Hz, CHAr),
3.20-3.30 (1H, m, 2-H), 3.64 (3H, s, CO,CH3), 3.66 (3H, s, CO,CHj), 7.17-7.20 (3H, m, Ar-H),
7.34-7.37 (1H, m, Ar-H).

BC-NMR (75 MHz) & : 174.6, 172.1, 136.0, 134.3, 131.3, 129.8, 128.3, 126.9, 52.0, 51.8, 41.3, 35.4,
35.1.

HRMS vz : Calcd for C3Hys°ClO, (M ) 270.0658. Found : 270.0647.

2-[[4-(M ethoxycar bonyl)phenyl]methyl]succinic Acid Dimethyl Ester (50)

acolorlessail

IRV ma (Neat) cm™ : 1736 (CO), 1437 (Ar).

'H-NMR (300 MHZ2) &: 2.41 (1H, dd, J=16.5, 5.0 Hz, CH,CO,Me), 2.69 (1H, dd, J=16.5, 8.5 Hz,
CH,CO,Me), 2.88 (1H, dd, J=12.5, 7.5 Hz, CH,Ar), 3.08 (1H, dd, J=12.5, 6.0 Hz, CHAr),
3.13-3.21 (1H, m, 2-H), 3.65 (3H, s, CO,CHj3), 3.66 (3H, s, CO,CHj), 3.91 (3H, d, J=0.5 Hz,
Ar-CO,CHjy), 7.23 (2H, d, J=8.5 Hz, Ar-H), 7.97 (2H, d, J=8.5 Hz, Ar-H).

BC-NMR (75 MHz) & : 174.3, 172.0, 166.9, 143.6, 129.9, 129.2, 129.1, 128.7, 127.1, 52.1, 52.0, 51.8,
42.7, 37.6, 35.0.

HRMS m/z : Caled for CisH1506 (M ) 294.1102. Found : 294.1132.

2-(1,2-Diphenylethyl)succinic Acid Dimethyl Ester (5p)

acolorlessail

6:1 mixture of diastereomers

IRV max (Neat) cm™ : 1737(CO), 1437 (Ar).

'H-NMR (300 MHz) & : 2.24 (1/7H, dd, J=16.5, 3.0 Hz, CH,CO,Me), 2.40 (6/7H, dd, J=16.5, 5.0 Hz,
CH.COMe), 254 (U/7H, dd, J=16.5, 6.0 Hz, CH,CO,Me), 2.67 (6/7H, dd, J=16.5, 9.0 Hz,
CH.CO,Me), 2.75 (6/7H, dd, J=13.0, 10.0 CH,Ar), 2.85 (1/7H, dd, J=13.0, 4.0 Hz, CHAr),
2.98-3.16 (1/7H+6/7H+1H+1H, m, CH,Ar+2-H+CHPh), 3.52 (3/7H, s, CO,CHs), 3.57 (3/7H, s,
CO,CHjy), 3.63 (18/7H, s, CO,CHj3), 3.66 (18/7H, s, CO,CHj5), 6.88-7.36 (10H, m, Ar-H).

BC-NMR (75 MHz) & : 174.8, 172.4, 138.2, 138.1, 129.6, 129.1, 128.63, 128.58, 128.5, 128.4, 127.7,
126.8, 126.7, 126.0, 52.0, 51.8, 46.2, 43.1, 37.8, 35.0.

HRMS mVz : Caled for CyH2304 (M+H) * 327.2140. Found : 327.1585.
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2-(1-Phenylpropyl)succinic Acid Dimethyl Ester (5q)
acolorlessail
1:1 mixture of diastereomers
IRV max (Neat) cm™ : 1738(CO), 1437 (Ar).
'H-NMR (300 MHz) & : 1.277 (3/2H, d, J=7.0 Hz, CH,CH3), 1.282 (3/2H, d, J=7.0 Hz, CH,CH), 2.19
(1/2H, dd, J=17.0, 3.5 Hz, CH,CO.,Me), 2.34 (1/2H, dd, J=17.0, 3.5 Hz, CH,CO,Me), 2.59 (1/2H,
dd, J=17.0, 11.0 Hz, CH,CO,Me), 2.75 (1/2H, dd, J=17.0, 11.0 Hz, CH,CO,Me), 2.85-3.03 (1H, m,
2-H), 3.09-3.16 (1/2H, m, CHPh), 3.19-3.28 (1/2H, m, CHPh), 3.57 (3H, s, CO,CHj3), 3.62 (3/2H, s,
CO.CHs3), 3.75(3/2H, s, CO,CHy), 7.15-7.34 (5H, m, Ar-H).
BC-NMR (75 MHz) & : 175.2, 174.3,172.7, 172.4, 143.5, 143.1, 128.8, 128.5, 127.5, 127.4, 127.0, 126.8,
51.9,51.82,51.79,51.7, 48.4, 48.2, 42.5, 40.8, 35.4, 32.3, 20.3, 16.4.
HRMS m/z: Caled for C14H190,4 (M+H) * 251.1518. Found : 251.1251.

2-[(4-M ethoxyphenyl)methyl]butanedinitrile (7)
acolorlessail
IRV ma (Neat) cm™ : 2248 (CN), 1515 (Ar).
'H-NMR (300 MHz) & : 2.63 (2H, d, J=6.0 Hz, CH,CN), 2.96-3.15 (3H, m, 2-H+ CH.Ar), 3.80 (3H, s,
Ar-OCHy), 6.90 (2H, br d, J=8.5 Hz, Ar-H), 7.18 (2H, br d, J=8.5 Hz, Ar-H).
BC-NMR (75 MHz) & : 159.4, 130.3, 126.4, 118.7, 115.7, 114.6, 55.4, 36.2, 30.3, 20.0.
HRMS mVz : Caled for Cy,H1,N,0 (M) * 200.0949. Found : 200.0940.

2-[(4-M ethoxyphenyl)methyl]-1,4-diphenyl-1,4-butanedione (9)

acolorlessail

IRV ma (Neat) cm™ : 1679 (CO), 1513 (Ar).

'H-NMR (300 MHz) & : 2.67 (1H, dd, J=14.0, 9.0 Hz, CH,Ar), 3.09 (1H, dd, J=18.5, 5.0 Hz, CH,COPh),
3.09 (1H, dd, J=14.0, 5.0 Hz, CH,Ar), 3.69 (1H, dd, J=18.5, 9.0 Hz, CH,COPh), 3.76 (3H, s,
Ar-OCHy), 4.33-4.42 (1H, m, 2-H), 6.80 (2H, d, J=8.5Hz, Ar-H), 7.12 (2H, d, J=8.5Hz, Ar-H),
7.39-7.59 (6H, m, COC¢Hs), 7.90 (2H, d, J=7.0 Hz, COC¢Hs), 8.04 (2H, d, J=7.0 Hz, COC¢Hs)

BC-NMR (75 MHz) & : 202.9, 198.6, 158.4, 136.7, 136.7, 133.2, 133.0, 130.8, 130.7, 129.0, 128.7, 128.6,
128.1, 114.1, 55.3, 43.7, 40.2, 37.4.

HRMS m/z : Caled for CyH20s5 (M) * 358.1567. Found : 358.1577.



benzyl

expd stdih

SAMPLE
date Nov 26 2010
solvent CDC13
file exp
ACQUISITION
sfrq 300.092
tn H1
at 3.555
np 32000
sw 4500.5
fb 2250
bs 4
pw 8.0
d1 0.100
tof 450.0
at 8
ct 8
alock n
gain not used
FLAGS
i1 n
in n
dp Y
DISPLAY
sp -0.0
wp 3000.8
vs 218
sc v
A au
hzmm 7.50
is 13662 <1
rfl 299.4
rfp 0
th :3:1
ins 100.000

nm cdc ph

DEC. & VT
dfrq 300.092
dn H1
dof 0
dm nnn
dmm [+
dmf 200
PROCESSING
wtfile
proc ft
fn not used
werr
wexp
wbs wit
wnt wit

ul

S7

MeO,C

CO,Me

5a

ppm
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benzyl

exp9 stdi3c

SAMPLE
date Nov 26 2010
solvent CDC13
file exp
ACQUISITION
sfrq 75.465
tn C13
at 0.853
np 32000
sW 18761.7
fb 9500
bs 80
pw 7.3
di 1.200
tof 0
nt 3200
ct 80
alock n
gain not used
FLAGS
il n
in n
dp Y
DISPLAY
sp -0.9
wp 15091.4
vs 225
sC 0
we 400
hzmm 37.73
is 50¢.00
rfl 7646.5
rfp 5817.8
th 30
ins 100.000

nm no ph

DEC. & VT
dfrg 300.092
dn H1
dhp 0.5
dof 0
dm YYY
dmm w
dmf 8800

PROCESSING
1b 1.00
wtfile
proc ft
fn not used
werr
wexp
wbs wit
wnt wit

«
a8
? oA
]
-

180

137.943

128.776

128.321

126.500

120

100

S8

80

&0

51.603
51.436

42.786

40

37.474

f

34.636

MeOZC

20

CO,Me

5a

Ppm


薬品化学２研7
スタンプ


4-methoxybenzyl

exp9 stdih

SAMPLE
date Nov 26 2010
solvent CbCl3
file exp
ACQUISITION
sfrq 300.092
tn H1
at 3.555
np 32000
sw 4500.5
fb 2250
bs 4
pw 8.0
di 0.100
tof 450.0
nt 8
ct 8
alock n
gain not used
FLAGS
il n
in n
dp y
DISPLAY
sp -0.0
wp 3000.8
vs 217
sc [
weC 400
hzmm 7.50
is 17927.15
rfl 299.4
rfp o
th 8
ins 100.000

nm cdc ph

DEC. & VT
dfrq 300.092
dn H1
dof 0
dm nnn
dmm <
dmf 200
PROCESSING
wtfile
proc ft
fn not used
werr
wexp
wbs wit
wnt wit

A

[

S9

w

MEOQC

CO,Me

5b

OMe

e

ppm


薬品化学２研7
スタンプ


methoxybenzyl

exp9 stdlic

SAMPLE
date Nov 26 2010
solvent CDC13
file exp

ACQUISITION

sfrq 75.465
tn c13
at 0.853
np 32000
sW 18761.7
fb 9500
bs 40
pw 7.3
d1 1.200
tof 0
nt 3200
ct 40
alock n
gain not used

FLAGS
il n
in n
dp Y

DISPLAY
sp -0.9
wp 15091.4
vs 179
sc o
wc 400
hzmm 37.73
is 500.00
rfl 7632.7
rfp 5817.8
th 23
ins 100.000

nm no ph

DEC. & VT
dfrg 300.092
dn H1
dhp 0.5
dof 0
dm YYY
dmm w
dmf 8800
PROCESSING

1b 1.00
wtfile
proc £t
fn not used
werr
wexp
whs wit
wnt wit

©

+ o«

B

.

< .

~ oo

-

—

158.386

160

130.066

N_129.975

113.919

S10

77.525

77.100

76.690

55.185

51.876
51.725

43,195

36,867
34,833

“Ae()g(:

(:()z“ﬂe

5b

OMe



薬品化学２研7
スタンプ


B-59 LC6 -8

exp9 stdlh

SAMPLE
date Aug 6 2009
solvent €DC13
file exp

ACQUISITION

sfrq 300.092
tn H1
at 3.555
np 32000
sw 4500.5
b 2250
bs 4
pw 8.0
dl 0.100
tof 450.0
nt 8
ct 8
alock n
gain not used

FLAGS
it n
in n
dp

DISPLAY
sp -0.0
wp 3000.8
vs 219
sc 4]
we 400
hzmom 7.50
is 24567.51
rfl 300.8
rfp 0
th 9
ins 100.000
nm cdc ph

DEC. & VT
dfrg 300.092
dn H1
dof 0
dm nnn
dmm c
dmf 200
PROCESSING
wtfile
proc ft
£fn not used
werr
wexp
whs wit
wnt wit

S11

Wi

CO,Me
MeOZC
OMe
5¢c
1 ppm


薬品化学２研7
スタンプ


COZMe

MeOZC
B-59 LCU6-8
exp2 stdilc
SAMPLE DEC. & VT OMe
date Nov 30 2009 dfrq 300.092 5c
solvent CDCi3 dn H1
file /net/kp010003- dhp 0.5
/export/home/vnmrl~ dof 0
/gem300/yakuhin/no-- dm YYY
v/kon_b_59 fid dmm w
ACQUISTTION dmf 8800
sfrq 75.465 PROCESSING
tn €13 1p 1.00 8
at 0.853 wtfile N i
np 32000 proc Et G o S
sw 18761.7 fn aot used « A N
b 9500 : 3o 0
bs 80 werr il w
pw 7.3 wexp 0 w o &;
d1 1.200 wbs wit o © : .
tof 4 wnt wit . b4 " m M
nt 3200 S oA 0
ct 80 o TN a
alock n 2 L ¥ o
gain not used o a J
FLAGS . a
il n -
in n —
dp Yy 3
DISPLAY
sp 0.9
wp 15091.4
vs 152
sc ] 3
we 400 "
hzmm 37.73 o
is 500.00 o N
rfl 7630.4 ®
rfp 5817.8 a
th 22 8 3
ins 100.000 «
nm no ph fu g
0
<
~
L
117 A0 L il bt Al o L1 il i) A i ‘ d ()
(‘\“‘M\ o ‘1 \“““‘ 'y J’I i “ | hian ‘}1‘ 0 “"“u‘ Ml fiET ‘ i
‘ i i ¢ i
150 Lon tdo Lz [RAXY 80 60 20 ppm
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薬品化学２研7
スタンプ


B-57 LC7-8

exp9 stdilh

SAMPLE
date Aug 5 2009
solvent CDC13
file exp
ACQUISITION
sfrq 300,092
tn Hl
at 3.555
np 32000
sw 4500.5
b 2250
bs 4
pw 8.0
dl 0.100
tof 450.0
nt 8
ct 8
alock n
gain not used
FLAGS
il n
in n
dp Y
DISPLAY

sp 0.0
wp 3000.8
vs 214
sc 0
wc 400
hzmm 7.50
is 21841.17
rfl 301.6
rfp 0
th’ 24
ins 100.000
nm cdc ph

DEC. & VT
dfrq 300 092
dn H1
dof 0
dm nnn
dmm c
dmf 200
PROCESSING
wtfile
proc ft
fn not used
werryr
wexp
wbs wit
wnt wit

<

6

S13

MeO,C

A

MeO

CO,Me

5d

ppm


薬品化学２研7
スタンプ


g

B-57 LC7-8

exp? stdlic

SAMPLE
date Dec 28 2009

solvent CDC13
file exp
ACQUISITION
sfrgq 75.465
tn c13
at 0.853
np 32000
sw 18761.7
b 9500
bs 80
pw 7.3
d1 1.200
tof [4]
nt 3200
ct 80
alock n
gain not used
FLAGS

il

in n
dp

DISPLAY

sp ~0.9
wp 15091.4
vs 93
scC [
we 400
hzmm 37.73
is 500.00
rfl 7628.1
rfp 5817.8
th 10
ins 100.000

nm no ph

DEC. & VT
dfrq 300.092
dn H1
dhp 0.5
dof
dm . YYy
drmm w
dmf 8800

PROCESSING
1b 1.00
wtfile
proc ft
fn not used
werr
wexp
wbs wit
wnt wit

=

+

~

£ g
o
~
~t

157.673

130.916

128.169

126.515

120.414

110.337

S14

—177.525
100
—76.675

[

/

55.246

51.846

51.694

41.298

4

35.106

32.587

MeO,C

MeO

CO,Me

5d

QO


薬品化学２研7
スタンプ


B-79-2

exp9 stdih

SAMPLE DEC. & VT
date Aug 27 2009 dfrq 299.961
solvent CDC13 dn Hl
file exp dpwr 30

ACQUISITION dof 0

sfrq 299.961 dm nnn
tn Hl dmm <
at 3.557 dmf 200
np : 32000 PROCESSING
sW 4498.4 wtfile
j2¢] not used proc ft
bs 8 fn not used
tpwr 59
pw 4.1 werx
di 0.500 wexp
tof 0 wbs wit
nt 8 wnt wit
ct 8
alock n
gain not used

FLAGS
il n
in n
dp Y

DISPLAY
8sp 0.0
wp 2993.6
vs 227
sc 0
wC 370
hzmm 8.11
is 1688.47
rfl 747.1
rfp 0
th 67
ins 100.000
nm cdc ph

. . "
T T T T T T T v T AT | T T f T TTTOT L { T T | —
G <t i 3 5 4

S15

e -

e—

MeO,C

ppm

CO,Me

OMe
5e

OMe


薬品化学２研7
スタンプ


B-79-2

expd stdlic

SAMPLE DEC. & VT
date Jun 13 2010 dfrg 300.092
solvent CDC13 dn H1
file exp dhp 0.5
ACQUISITION dof 0
sfrq 75.465 dm YYY
tn Cl3  dmm w
at 0.853 dmf 8800
np 32000 PROCESSING
sw 18761.7 1b 1.00
£b 9500 wtfile
bs 80 proc ft
pw 7.3 fn not used
di 1.200
tof 0 wexrr
nt 3200 wexp
ct 400 wbs wft
alock n wnt wit
gain not used
FLAGS
i1 n
in n
dp
DISPLAY
sp 0.9
wp 15091.4
vs 163
sc 0
wc 400
hzmm 37.73
is 500.00
rfl 7628.1
rfp 5817.8
th 13
ins 100.000
nm no ph
b
o
o
S g
e ™
o
-
i 1 i H i b i £ H '
180

148.992

147.884

130.674

121.158

112.113

111.278

S16

77.525
77.100

76.675

55.929

55.883
51.967

51.801

43,256

34.954

37.428

“ﬂe()2(:

CO2Me

OMe

5e

OMe



薬品化学２研7
スタンプ


CO,Me

MeOZC

C-62-1
expd stdlh

SAMPLE DEC. & VT Me
date Nov 18 2009 dfrg 300.092
solvent CDC13 dn H1
file exp dof 4]

ACQUISITION dm nnn 5f

sfrq 300.092 dmm c
tn H1 dmf 200
at 3.555 PROCESSING
np 32000 wtfile
sw 4500.5 proc ft
fb 2250 fn not used
bs 4
pw 8.0 werr
dl 0.100 wexp
tof 450.0 wbs wit
nt 8 wnt wit
ct 8
alock n
gain not used

FLAGS
il n
in n
dp y

DISPLAY
sp -0.0
wp 31000.8
vs 213
sc 0
we 400
hzmm 7.50
is 24594.19
rfl 298.1
rfp 0
th 9
ins 100.000
nm cdc ph

L ue . -
: ‘ P ! | P | ‘ | | | , ;
G el ‘ [ ! 4 3 2 1 ppm

S17


薬品化学２研7
スタンプ


e

CO,Me
et MeO,C

exp9 stdile

SAMPLE DEC. & VT Me
date Dec 28 2009 dfrg 300.092
solvent CDC13  dn H1
file exp dhp 0.5
ACQUISITION dof 0 5f
sfrqg 75.465 dm yyy
tn C13  dmm w
at © 0.853 dmf 8800
np 32000 PROCESSING
5w 18761.7 1b 1.00
fb 9500 wtfile
bs 80 proc ft
pw 7.3 fn not used
di 1.200
tof 0 werr
nt 3200 wexp
ct 80 wbs wft
alock n  wnt wft
gain not used
FLAGS
il n
in n
dp Y
DISPLAY -
sp -0.9 3
wp 15091.4 o
vs 93 =5
sC o
we 400
hzmm 37.73
is 500.00
rfl 7631.6
rfp 5817.8
th 10 P
ins 1060.000 N
nm no ph 9
@
S =
. o
wn o n 4 "o
w @ & P
a . - "
> oy in in o
- O [ ] o
33 : §
2.
o~
S5
AN AR M ot e A A S A b P et b Pkl MO st ) L,*"{:,mnl,",',“; e Lﬁ““ W ,““,,Lt:,l, AN
Co | . ; Lo | ) . | . . '
Lo Teu 140 120 [ ®i H 0 . 40 20 P
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薬品化学２研7
スタンプ


C-64

exp9 stdlh

SAMPLE
date Nov 14
solvent Ci
file
ACQUISITION
sfrg 300
tn
at 3
np 3
Sw 45
fb
bs
pw
dl 0
tof 4
nt
ct
alock
gain not
FLAGS
il
in
dp
DISPLAY
sp
wp 30

is 2064
rfl 2

ins 100
nm cde ph

2009
DC13
exp

.092
H1
.555
2000
00.5
2250
4
8.0
.100
50.0
8

8

n
used

n
n
Y

0.0
00.8
208
1]
400
7.50
5.19
98.6
Q

4
000

DEC. & VT
dafrg 300.092
dn H1
dof 0
dm nnn
dmm c
dmf 200
PROCESSING
wtfile
proc ft
fn not used
werr
wexp
wbs wit
wnt wit

B

<

S19

“Ae()z(:

(:()z“ﬂe

Me
59

ppm


薬品化学２研7
スタンプ


COZMe

M602C
C-64
4
exp9 stdl3c Me
SAMPLE DEC. & VT 59
date Dec 28 2009 dfrg 300.092
solvent CDC13 dn H1
file exp dhp 0.5
ACQUISITION dof 0
sfrg 75.465 dm YYY
tn €13 dmm w
at 0.853 dmf 8800
np 32000 PROCESSING
sw 18761.7 1b 1.00
fb 9500 wtfile
bs 80 proc fr
pPw 7.3 fn not used
di 1.200
tof 0 werr
nt 3200 wexp
ct 80 wbs wit
alock n wnt wft
gain not used
FLAGS
il n
in n
ap Y © [
DISPLAY 2 I e s
Lo .
sp -0.9 m - R @ P
wp 15091.4 oA 9
vs 93 )| -
sc 0 N
we 400 w ur -
hzmm 37.73 a9 b =
is 500.00 [N -
rfl 7629.3 © ) DU
rfp 5817.8 - N -
o N o
th 10 oo
ins 100.000 o
nm no ph
‘S
=]
© 0
58 5
L2 n
«
o S
5 J
8 o
s
I ™~
o
)
it
| alibRk ) iy 1 oliad I Al k Al L bd it i MR Jakdd 1 "
p i Pt TR (Ui ] PR S MR i ‘ ‘ " i
i r g i
180 Tan 140 10 e R0 Hi 40 20 R
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薬品化学２研7
スタンプ


C-63

exp? stdih

SAMPLE
date Nov 14 2009
solvent CDC13
file exp
ACQUISITION
sfrq 300.092
tn H1
at 3.555
np 32000
8w 4500.5
b 2250
bs 4
pw 8.0
dl 0.100
tof 450.0
nc 8
ct 8
alock n
gain not used
FLAGS
il n
in n
dp Y
DISPLAY

sp -0.0
wp 3000.8
vs 220
sc 0
we 400
hzmm 7.50
is 21977.06
rfl 298.6
rfp 0
th a9
ins 100 000
nm cde ph

DEC. & VT
afrqg 300.092
dn H1
dot [
dm nnn
dmm c
dmf 200
PROCESSING
wtfile
proc fr
fn not used
werxr
wexp
wbs wft
wnt wit

w

CO,M
MeO,C 2Ve

Me

5h

@

n
.
w
%)
[

ppm
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薬品化学２研7
スタンプ


CO,Me

MeO,C
C-63
4
Me
exp9 stdlic
SAMPLE DEC. & VT 5h
date Dec 28 2009 dfrg 300.092
solvent CDC13  dn H1
file exp dhp 0.5
ACQUISITION dof [
sfrq 75.465 dm YYY
tn C13  dmm w
at 0.853 dmf 8800
np 32000 PROCESSING
sw 18761.7 1b 1.00 .
fb 9500 wtfile
bs 80 proc ft
pw 7.3 fn not used
di 1.200
tof 0 werr
nt 3200 wexp
ct 80 wbs wit
alock n  wnt wft
gain not used
FLAGS
i1 n
in n
dp 4
DISPLAY
sp -0.9 Q ° &
wp 15091.4 v 8 ©
vs 93 N C R
~
sc 0 L\'\/I
wC 400
hzmm ©37.73
is 500.00
rfl 7627.0
rfp 5817.8
th 10
ins 100.000 « IS
nom no ph T w S
o o
w S e S o &
= o~ oM
0 — o
g 58
a o a J
m o
H © ~
o N o
e o 5 B
<+ [’ .
. o
4 -t
o
o
©
m
o 7
oo~
° ~
©
wn
2
ot
i { " Sl & N y i T b4 | bt oin b i it} ! ! b RV ' A
ittt ",»‘mf\‘“"‘1" A b w'“"w Fi {iiki ) 0 b Wen i {i (0! e Gl ‘ )
; i i i i . |
180 140 140 L2 1431} R0 60 40 20 B
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薬品化学２研7
スタンプ


B-49-2

exp9 stdlh

SAMPLE DEC. & VT
date Jul 29 2009 dfrg 299.961
solvent CDC13 dn H1
file exp dpwr 30

ACQUISITION dof 0

strq 299.961 dm nnn
tn H1l dmm c
at 3.557 dmf 200
np 32000 PROCESSING
sw 4498.4 wtfile
fb not used proc fr
bs 8 fn not used
tpwr 59
pw 4.1 werr
dl 0.500 wexp
tof ¢ wbs wit
nt 8 wnt wit
ct 8
alock n
gain not used

FLAGS
il n
in n
dp Y

DISPLAY
sp -0.0
wp 2999.6
vs 231
sc ]
we 370
hzmm 8.11
is 2157.38
rfl 748.2
rfp 4]
th 67
ins 100.000
nm cdc ph

I T T 7 i I T i

X

S23

MeOzc

CO,Me

5i

prm

Cl


薬品化学２研7
スタンプ


CO,Me

MeO,C
B-49-2
exp2 stdlic Cl
SAMPLE DEC. & VT 5§
date Nov 28 2009 dfrg 300.092
solvent CbC13 dn H1
file /net/kp010003~ dhp 0.5
/export/home/vomrl- dof 0
/gem300/yakuhin/no- dm $2%%
v/kon_b_49 fid dmm w
ACQUISITION dmf 8800
sfrq 75.465 PROCESSING
tn €12 1b 1.00
at 0.853 wtfile
np 32000 proc Et
sw 18761.7 f£n not used
fb 9500 "
bs 80 werr @
pw 7.3 wexp ®
d1 1.200 wbs wit B
tof 0 wnt wft
nt 1000 <
-~
ct 160 L]
alock n a
gain not used o
FLAGS
il n
in n
dp Y
DISPLAY
sp -0.9
wp 15091.4
vs 128
sC o
we 400
hzmm 37.73 -
@
is 500.00 & 20
rfl 7630.4 S
IN o @
rfp 5817.8 - m ™M
th 9 G 9
ins 100.000 n o N @
o o~ -
nm no ph " ] oo
~
~ g2 l ,J
Lo
o
0
©
S S 3002
2 M 0y
H B
@ o
o o~
- i
Ll o NPT AT " " " ) (. oy " At | byl b hn nahiat ¥ T T hidlied FIPUTRY I '""“'“WWWM”WWMMMWMW
YA A A NI AT s s M gl A AR T A R s oty Pt WA

IR0 160 b A 120 ) 06 3] 0} d1) B P
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薬品化学２研7
スタンプ


c-13
16-26
exp9 stdlh
SAMPLE
date Sep 1 2009
solvent CDC13
file exp
ACQUISITION
sfrq 300.092
tn H1
at 3.555
np 32000
sSw 4500.5
b 2250
bs 4
pw 8.0
dil 0.100
tof 450.0
nt 8
ct 8
alock n
gain not used
FLAGS
il n
in n
dp
DISPLAY
sp 0.0
wp 3000.8
vs 219
sC 0
we 400
hzmm 7.50
is 21902.15
rfl 301.1
rfp 0
th 89
ins 100.000

nm cdc ph

DEC. & VT
dirg 300.092
dn H1
dof 0
dm nnn
dmm c
dmf 200
PROCESSING
wtfile
proc ft
fn not used
werr
wexp
wbs wit
wnt wft

CO,Me
MeO,C

Br

e )

i
ey
o
[
o

ppm
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薬品化学２研7
スタンプ


C-13
16-26
exp2 stdi3c
SAMPLE
date Nov 30 2009
solvent €DC13
file /net/kp010003-
/export/home /vnmrl-
/gem300/yakuhin/no-
v/kon_c_13 fid
ACQUISITION
sfrq 75.465
tn C13
at 0.853
np 32000
sw 18761.7
£fb 9500
bs 80
pw 7.3
dl 1.200
tof 0
nt 3200
ct 80
alock n
gain not used
FLAGS
il n
in n
dp ¥
DISPLAY
sp -0.9
wp 15091.4
vs 128
sC 0
we 400
hzmm 37.73
is 500.00
rfl 7632.7
rfp 5817.8
th 11
ins 100.000
nm no ph

137.154

DEC. & VT
dfrq 300.092
dn H1
dhp 0.5
dof
dm yYy
dmm w
dmf 8800
PROCESSING
1b 1.00
wtfile
proc Et
fn not used
werxr
wexp
whs wit
wnt wft
-
o
™~ o
N
<+ o
=~
o
N
i
ik A g bl ER
Sl L T L
i |
160

&0

L0

—131.614

Wmmwwmww

CO,Me

© MeO,C
Br
o
~t
2
s
a
—
o
3
@
5§
o [l
N o
wn o
a 4
. ~ g
a 52
v 0 n 0
~ - - -
5 e Lg =
' o .
Fee a
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“
~t
g
s
o
3
" A FITY PR TR PRI JRY
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薬品化学２研7
スタンプ


COM
MeO,C 2Me

5k

fluoro
exp4 stdlh

SAMPLE DEC. & VT
date Nov 30 2010 dfrg 300.092
solvent CDC13 dn H1
file exp dof 0

ACQUISITION dm nnn

sfrg 300.092 dmm c
tn Hl dmf 200
at 3.555 PROCESSING
np 32000 wtfile
sw 4500.5 proc fe
fb 2250 fn not used
bs 4
pWw 8.0 werr
dl 0.100 wexp
tof 450.0 whs wit
nt 8 wnt wit
ct 8
alock n
gain not used

FLAGS
il n
in n
dp Y

DISPLAY
sp 0.0
wp 3000.8
vs 218
sc 1]
we 400
hzmm 7.50
is 22712.21
rfl 298.9
rfp 0
th 89
ins 100.000
nm cdc ph
.

9

5 4 3 2 1 ppn
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薬品化学２研7
スタンプ


c-12-1
exp9 stdlic
SAMPLE DEC. & VT
date Dec 28 2009 dfrq 300.092
solvent €DC13  dn Hl
file /net/kp010003- dhp 0.5
/export /home/vnmrl~ dof 0
/gem300/yakuhin/de~ dm YYy
c/kon_c_12.£id dmm w
ACQUISITION dmf 8800
sfrq 75.465 PROCESSING
tn C13 1b 1.00
at 0.853 wtfile
np 32000 proc fr
sw 18761.7 f£n not used
b 9500
bs 80 wery
pw 7.3 wexp
a1 1.200 wbs wft
tof 0 wnt wft
nt 3200
ct 240
alock n
gain not used
FLAGS
i1 n
in n
dp y
DISPLAY
sp -0.9
wp 15091.4
vs 241
sC 0
we 400
hzmm 37.73
is 500.00
rfl 7625.9
rfp 5817.8
th 10
ins 100.000
nm no ph
o
P
o
~
—
! 'K H‘ H ““ ik kit
3 f B ¥ Yo o ! 4,
!
180

130.598

130.491

115.603

—115.230

S28

77.525

\

—76.675

(A

52.043

51.907

43.165

36.973

35.015

MeO,C

CO,Me

5k

likiod]
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薬品化学２研7
スタンプ


C-14-1

exp9 stdih

SAMPLE
date Sep 2 2009
solvent CDC13
file exp

ACQUISITION

sfrq 300.092
tn Hl
at 3.555
np 32000
sw 4500.5
fh 2250
bs 4
pw 8.0
di 0.100
tof 450.0
nt 8
ct 8
alock n
gain not used

FLAGS
il n
in n
dp Y

DISPLAY

sp -0.0
wp 3000.8
vs 216
sc 4]
we 400
hzmm 7.50
is 28450.27
rfl 298.1
rfp Q
th 89
ins 100.000
mm cdc ph

DEC. & VT
dfrg 300.092
dn H1
dof 0
dm nnn
dmm c
dmf 200
PROCESSING
wtfile
proc ft
fn not used
werr
wexp
whs wft
wnt wit

9

o

o

S29
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薬品化学２研7
スタンプ


CO,Me

MeO,C

C-14-1
exp9 stdlic |

SAMPLE DEC. & VT
date Dec 28 2009 dfrg 300.092 51
solvent CDC13  dn H1
file exp dhp 0.5

ACQUISITION dof
sfrgq 75.465 dm YYY
tn C13 dmm w
at 0.853 dmf 8800
np 32000 PROCESSING
sw 18761.7 1b 1.00
fb 9500 wtfile
bs 80 proc fr
pw 7.3 fn not used -
dai 1.200 g
tof 0 werr -
nt 3200 wexp 9
ct 80 wbs wit
alock n wnt wit
gain not used
FLAGS

il n
in n o
dp v o

DISPLAY [
sp -0.9
wp 15091.4
vs 137
sc 0
we 400
hzmm 37.73
is 500.00
rfl 7633.9
rip 5817.8
th 10
ins 100.000

nm no ph

51.983
51.816

34.87%

42.755
37.094

137.791

174.276
172.015
92.064
77.495
77.100
\—75.645

180 160 140 20 j O i) a0 40 S0 SIS

S30
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B-67-2

exp9 stdih

SAMPLE
date Aug 19 2009
solvent CDC13
file exp

ACQUISITION

sfrq 300.092
tn H1
at 3.555
np 32000
sw 4500.5
fh 2250
bs 4
pw 8.0
dl 0.100
tof 450.0
nt 8
ct 8
alock n
gain not used

FLAGS
i1 n
in n
dp Yy

DISPLAY
sp -0.0
wp 3000.8
vs 203
sc 0
we 400
hzmm 7.50
is 21879.01
rfl 299.2
rfp 0
th 89
ins 100.000

nm cdc ph

DEC. & VT
dfrq 300.092
dn H1
dof 0
dm nnn
dmm [}
dmf 200
PROCESSING
wtfile
proc ft
fn not used
werr
wexp
wbs wit
wnt wit

MeO2C

A

CO,Me

Cl
5m

S31

ppm
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o

CO,Me

MeOZC
B-67-2
expS stdll3c
SAMPLE DEC. & VT Cl
date Dec 28 2009 dfrq 300.092
solvent CDC13  dn H1 5m
file exp dhp 0.5
ACQUISITION dof 0
sfrg 75.465 dm YYy
tn C13  dmm w
at 0.853 dmf 8800
np 32000 PROCESSING
sw 18761.7 1b 1.00
fb 9500 wtfile
bs 80 proc fr
pw 7.3 fn not used
d1l 1.200
tof 0 werr
nt 3200 wexp
ct 80 whs wft
alock n  wnt wft
gain not used
FLAGS
il n
in n
dp y
DISPLAY - "
sp -0.9% = S w :;
wp 15091.4 o o PN
vs 93 99 '; g ™ ©
sC 0 - I\ - /J 3
we 400 S Ly o~
hzmm 37.73 ~ *“
is 500.00 3
rfl 7629.3 |
rfp 5817.8 5 s :;,
@
o g : 8 5 5
ins 100.000 o .o Mmoo
nm no ph L S ~
L m
o
&
o
-«
" -
=
)
o
-
2 a
| i ! k ' b '
180 L6 | i 10 100 K0 61 4n 20 g

S32
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B-66-3

exp9 stdih

SAMPLE
date Aug 18 2009
solvent CDC13
file exp

ACQUISITION

sfxqg 300.092
tn H1
at 3.555
np 32000
sw 4500.5
fb 2250
bs 4
pw 8.0
dl 0.100
tof 450.0
nt 8
ct 8
alock n
gain not used

FLAGS
il n
in n
dp y

DISPLAY
sp 0.0
wp 3000.8
vs 208
sc [y
we 400
hzmm 7.50
is 17109.12
rfl 298.9
rfp 0
th 89
ins 100.000

nm cdc ph

DEC. & VT
dfrg 100.092
dn H1
dof 0
dm nnn
dmm (<}
dmf 200
PROCESSING
wtfile
proc fr
fn not used
werr
wexp
wbs wit
wnt wit

S33

[

MeOZC

DN '

Cl

COzMe

5n

ppm
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B-66-3
exp9 stdl3c
SAMPLE
date Dec 28 2009
solvent CDC13
file exp
ACQUISITION
sfrqg 75.465
tn C13
at 0.853
np 32000
sw 18761.7
fb 9500
bs 80
pw 7.3
d1 1.200
tof 0
nt 3200
ct 80
alock n
gain not used
FLAGS
il n
in n
dp Y
DISPLAY
sp -0.9
wp 15091.4
vs 137
sC o
wC 400
hzmm 37.73
is 500.00
rfl 7629.3
rfp 5817.8
th 10
ins 100.000
am no ph

DEC. & VT
dfrg 300.092
dn Hl
dhp 0.5
dof 0
dm yYY
dmm w
dmf 8800

PROCESSING
1b 1.00
wtfile
proc ft
fn not used
werr
wexp
whs wit
wnt wit

w
o
o
o
™~
—

0

[l

n

<

o~

-

136.016

134.331

131.296
129.778
128.336

126.879

S34

77.510

210G

Z

—76.675

52.013

—51.816

41.283

40

35.410

35.137

“Ae()z(:

Cl

(:()z“Ae

5n

(Sl uil
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p-toluate

exp9 stdlh

SAMPLE
date Nov 30 2010
solvent CDC13
file exp

ACQUISITION

sfrg 299.961
tn H1
at 3.557
np 32000
swW 4498.4
b not used
bs 8
tpwr 59
pw 4.1
di 0.500
tof ]
nt 8
ct 8
alock n
gain not used

FLAGS
il n
in n
dp Y

DISPLAY
sp 0.0
wp 2999.6
vs 229
sc 4]
we 370
hzmm 8.11
is 3524.73
rfl 747.9
rfp 0
th 67
ins 100.000

nm cdc ph

DEC. & VT
dfrq 299.961
dn H1
dpwr 30
dof 0
dm nnn
dmm c
dmf 200
PROCESSING
wtfile
proc £t
fn not used
werr
wexp
wbs wit
wnt wit

o

S35

i

e

CO,Me
MeO,C
50
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CO,Me

MeOZC
c-1
26-43 CO,Me
exp9 stdl3c
50
SAMPLE DEC. & VT
date Jun 9 2010 dfrg 300.092
solvent CDC13 dn Hl
file exp dhp 0.5
ACQUISITION dof 0
sfrq 75.465 dm YYY o
tn €13  dmm w -
at 0.853 dmf 8800 - O
np 32000 PROCESSING S %
sw 18761.7 1ib 1.00 i
fb 9500 wtfile
bs 80 proc ft
pw 7.3 fn not used
di 1.200
tof 0 werr
nt 3200 wexp b
ct 240 wbs wit <
alock n  wnt wit b4
gain not used 7
FLAGS
il n
in n
dp
DISPLAY
sp -0.9
wp 15091.4
vs 149 @
sc 0 e
we 400 Q & X
hzmm 37.73 now -
is 500.00 Eg? ¥
rfl 7630.4 A . o i
rfp 5817.8 H h oo - -
th 19 o w 7
ins 100.000 R a
nm no ph ~
m
w I~
25
PN
< 3 g a
< -
[ ] A
B S T
< @
= S
~
Vo [ I [ R T [ o [T I S ! i i v f i [ ' to
180 160 140 120 100 80 60 40 20 ppm

S36
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I-23-1

exp9 stdlh

SAMPLE
date Jan 18 2011
solvent CDC13
file exp
ACQUISITION
sfrq 300.092
tn H1
at 3.555
np 32000
sw 4500.5
b 2250
bs 4
pw 8.0
d1 0.100
tof 450.0
nt 100
ct 100
alock n
gain not used
FLAGS
il n
in n
dp Y
DISPLAY
sp 0.0
wp 3000.8
Vs 220
sc 0
we 400
hzmm 7.50
is 28223 .48
rfl 298.6
rfp 0
th 89
ins 100.000

nm cdc ph

DEC. & VT
dfrg 300.092
dn H1
dof [}
dm nnn
dmm c
dmf 200
PROCESSING
wtfile
proc fr
fn not used
werry
wexp
wbs wft
wnt wft

€

S37

CO,Me
MeO,C 2

5p

ppm
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[-3 A-3
exp9 stdlic
SAMPLE
date Dec 4 2010
solvent CDC13
file exp
ACQUISITION
sfrq 75.465
tn C13
at ¢.853
np 32000
sw 18761.7
fb 9500
bs 20
pw 7.3
d1 1.200
tof 0
nt 3200
ct 600
alock n
gain not used
FLAGS

il n
in n
dp

DISPLAY
sp -0.9
wp 15091.4
vs 159
8C 0
we 400
hzmm 37.73
is 500.00
rfl 7628.1
rfp 5817.8
th L]
ins 100.000
nm no ph

DEC. & VT
dfrq 300.092
dn H1
dhp 0.5
dof 0
dm Yyy
dmm w
dmf 8800
PROCESSING
1b 1.00
wtfile
proc ft
fn not used
werr
wexp
whs wit
wnt wit
-
w
[}
oo
=
= -
-
o
—

e

143.908
—

/—138.186

//k—138.125

129.080
128.625
128.579
128.473

—129.581
128.367

/

Tdo

127.684
126.804

126.682
ju- 125.969

/—77.525

f—77.297

—77.100

\—76.675

[N 8u

S38

\—75.400

51.998
51.831

46.170

43.074

37.7%2

34.954

CO,M
MeO,C 2Ve

5p

20 ppm
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I-8-2

exp9 stdih

SAMPLE DEC. & VT
date Dec 6 2010 dfrg 300.092
solvent €DC13 dn H1
file exp dof 1]

ACQUISITION dm nn

sfrq 300.092 dmm <
tn H1 dmf 200
at 3.555 PROCESSING
np 32000 wtfile
sw 4500.5 proc ft
£b 2250 fn not used
bs 4
bw 8.0 werr
dai 0.100 wexp
tof 450.0 wbs wit
nt 8 wnt wit
ct 8
alock n
gain not used

FLAGS
il n
in n
dp %

DISPLAY
sp 0.0
wp 3000.8
vs 216
sc ]
we 400
hzmm 7.50
is 15283.75
rfl 298.9
rfp [
th 12
ins 100.000
am cdc ph

T T 1 o 7 S ol

9 8

(82}

MeOZC

5q

CO,Me


薬品化学２研7
スタンプ


ethylbenzene
exp9 stdl3c
SAMPLE
date Dec 6 2010
solvent CDC13
file exp
ACQUISITION
sfrg 75.465
tn c13
at 0.853
np 32000
sw 18761.7
b 9500
bs 20
pw 7.3
d1 1.200
tof 0
nt 3200
ct 480
alock n
gain not used
FLAGS
il n
in n
dp
DISPLAY
sp -0.9
wp 15091 .4
vs 200
sc o
we 400
hzmm 37.73
is 500.00
rfl 7628.1
rfp 5817.8
th 9
ins 100.000

nm no ph

DEC. & VT
dfrg 300.092
dn H1
dhp 0.5
dof 0
dm YYY
dmm w
dmf 8800

PROCESSING
1b 1.00
wefile
proc ft
fn not used
werr
wexp
wbs wit
wnt wft

oS
el

! BN

g5
4

—174.306

77.510

&
@
l\ml;
R
N o o3
HN'(:.
~ -
L7958
. —
-
o
°
-
o
—

\

\—126.819

143.543

T “—143.145

S40

85

—76.660

51.861
/_

51.816

51.785

51.740

\—48.386

\—48 .188

42.482

40.752

10

35.364

32,299

MeO,C

16.393

20.324

5q

COZMe

Ph

Prm
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C-25
30-36
exp9 stdlh

SAMPLE
date Oct 7 2010
solvent CDC13
file exp

ACQUISITION

sfrq 300.092
tn H1
at 3.555
np 32000
sw 4500.5
b 2250
bs 4
pw 2.0
di 0.100
tof 450.0
nt 8
ct 8
alock n
gain not used

FLAGS
i1 n
in n
dp

DISPLAY

sp 0.0
wp 3000.8
vs 212
sc 0
we 400
hzmm 7.50
is 30540.88
rfl 299.7
rfp 0
th 89
ins 100.000
nm cdc ph

DEC. & VT
dfrq 300.092
dn H1
dof 0
dm nnn
dmm c
dmf 200
PROCESSING
wtfile
proc £t
£fn not used
werr
wexp
wbs wit
wnt wit

@]

S41

NC

CN

OMe

bpm
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Cc-25
30-36

exp9 stdl3c

SAMPLE DEC. & VT
date Oct 7 2010 dfrq 300.092
solvent CDC13 dn H1
file /net/kp010003- dhp 0.5
/export /home/vnmrl- dof 0
/gem300/yakuhin/se~ dm YYY
p/kon_c_25.fid dmm W

ACQUISITION dmf 8800
sfrq 75.465 PROCESSING
tn €13 1b .00
at 0.853 wtfile
np 32000 proc ft
sW 18761.7 f£n not used
b 9500
bs 80 werr
pw 7.3 wexp
di 1.200 wbs wit
tof ¢ wnt wft
nt 3200
ct 240
alock n
gain not used

FLAGS
il n
in n
dp Y
DISPLAY
sp -0.9
wp 15091.4
vs 121
sc 0
wC 400
hzmm 37.73
is 500.00
rfl 7630.4
rfp 5817.8
th 11
ins 100.000
nm no ph
v P ! i
180

159.433

160

130.264

126.363

118.69¢

126G

r—115.649

CN

NC
OMe
7
-
(=]
3
<
-
o
n
8 5
I
SaR
N o
o
a o &
. S j
I 2
o
o
2
i | | v [ . P i ; . I i | ! | b
100 80 60 40 20 ppm

S42
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COPh

expl stdlh PhOC

SAMPLE DEC. & VT
date Dec 1 2010 dfrg 299 .961
solvent CDCl3 dn Hl OMe
file exp dpwr 30

ACQUISITION dof 0

sfrq 299.961 dm nnn 9
tn Hl dmm c
at 3.557 damf 200
np 32000 PROCESSING
sw 4498.4 wtfile
fb not used proc ft
bs 4 fn not used
tpwr 59
pw 4.1 werr
di 0.500 wexp
tof ¢ wbs wit
nt 8 wnt wit
ct 8
alock n
gain not used

FLAGS
i1 n
in n
dp y .

DISPLAY
sp 0.0
wp 2999.6
vs 198
sc 0
we 370
hzmm 8.11
is 1737.38
rfl 750.4
rfp [
th 67
ins 100.000

nm cde ph

N A A ;

v V ¥ [ i v [ I [ [ i L i ‘ ' ] T ' D [ T [ ¥ i v [ S T e IR I L I

9 8 / & 5 4 3 2 ] ppm

S43
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C-33-2

exp9 stdllc

SAMPLE
date Jun 13 2010
solvent CDCL13
file exp
ACQUISITION
sfrq 75.465
tn 13
at 0.853
np 32000
sw 18761.7
fb 9500
bs 80
pw 7.3
di 1.200
tof o
nt 3200
ct 400
alock n
gain not used
FLAGS
il n
in n
dp
DISPLAY

sp -0.9
wp 16599.6
ve 145
sc 0
wC 400
hzmm 41.50
is 500.00
rfl 7628.1
rfp 5817.8
th 6
ins 100.000

nm no ph

202.8639

198.604

DEC. & VT
dfrq 300,092
dn H1l
dhp 0.5
dof 4]
dm YYY
dmm w
dmf 8800
PROCESSING
1b 1.00
wtfile
proc ft
fn not used
werxr
wexp
whs wit
wnt wit

158.401

160

136.744
136.653

133.011

/——133A238

130.674

140

130.082

129 034

28.716
128.594

hw

128.139

114.085

S44

77.525

.100

76.675

55.306

43.666

40.221

37.398

PhOC

COPh

OMe
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