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4-[N-Benzyl-N-(4-bromobenzyl)amino]-3-bromobutanenitrile 8b

Yellow oil. Yield 74%. Ry = 0.19 (Hexane/CH,Cl, 9/1). "H NMR (300 MHz, CDCl3): & 2.70
and 2.97 (2H, 2xdxd, J=17.2, 7.2, 4.1 Hz, (HCH)CN); 2.84 and 2.93 (2H, 2xdxd, J=14.0, 9.4,
5.1 Hz, N(HCH)CHBr); 3.53 and 3.64 (2H, 2xd, J=13.5 Hz, N(HCH)C,om); 3.54 and 3.64
(2H, 2xd, J=13.5 Hz, N(HCH)Cyom); 3.71-3.90 (1H, m, CHBr); 7.17-7.48 (9H, m, CHgyrom)-
BC NMR (75 MHz, ref=CDCl3): §25.5 (CH,CN); 433 (CHBr); 59.1 and 59.5
(2xNCH,Cyrom); 60.4 (NCH,CHBr); 117.0 (CN); 121.6 (CBr); 127.9 (HCpara); 128.8, 129.2,

130.8 and 131.8 (HC,rom); 137.4 and 138.0 (CH2Carom,quar)- IR (NaCl, em™): Ven=2253, Vinax=
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3029, 2930, 2831, 1488, 910, 735, 701. MS (70 eV): m/z (%): 421/3/5 (M*+1, 37); 341/3

(100).

4-[N-Benzyl-N-(4-methylbenzyl)amino]-3-bromobutanenitrile 8c

Yellow oil. Yield 80%. Ry = 0.25 (Hexane/CH,Cl, 3/2). '"H NMR (300 MHz, CDCls): & 2.34
(3H, s, CHa3); 2.63 and 3.02 (2H, 2xdxd, J=17.3, 7.7, 3.9 Hz, (HCH)CN); 2.86 and 2.93 (2H,
2xdxd, J=13.8, 9.9, 5.2 Hz, N(HCH)CHBr); 3.52 and 3.65 (2H, 2xd, J=13.2 Hz,
N(HCH)Cyom); 3.56 and 3.70 (2H, 2xd, J=13.2 Hz, N(HCH)C som); 3.68-3.78 (1H, m, CHBr);
7.12-7.37 (9H, m, CHyom). °C NMR (75 MHz, ref=CDCl3): §21.3 (CH3); 25.4 (CH,CN);
43.6 (CHBr); 59.6, 59.9 and 60.4 (3xXNCH,); 117.2 (CN); 127.7, 128.7, 129.1, 129.1 and
129.4 (HCyrom); 135.2, 137.4 and 138.4 (3XCarom.quar)- IR (NaCl, cm™): Ven=2252, Vina= 3027,

2925, 2809, 911, 803, 737, 700. MS (70 eV): m/z (%): 357/9 (M*+1, 100), 277 (86).

4-[N-(4-Bromobenzyl)-N-(4-methylbenzyl)amino]-3-bromobutanenitrile 8d

Yellow oil. Yield 87%. R¢ = 0.53 (Hexane/EtOAc 2/1). '"H NMR (300 MHz, CDCls): & 2.34
(3H, s, CHa); 2.70 and 2.99 (2H, 2xdxd, J=17.3, 7.3, 4.1 Hz, (HCH)CN); 2.85 and 2.92 (2H,
2xdxd, J=13.7, 9.6, 5.4 Hz, N(HCH)CHBr); 3.50 and 3.61 (2H, 2xd, J=13.3 Hz,
NHCH)Cyom) 3.51, and 3.64 (2H, 2xd, J=13.5 Hz, N(HCH)Csom); 3.75-3.84 (1H, m, CHBr);
7.09-7.51 (8H, m, CHyom). °C NMR (75 MHz, ref=CDCl3): § 21.3 (CH;); 25.5 (CH,CN);
43.3 (CHBr); 59.1 and 59.3 (2xNCH;Cyrom); 60.4 (NCH,CHBr); 117.0 (CN); 121.5 (CBr);
129.1, 129.4, 130.7 and 131.8 (HCyom); 134.9, 137.5 and 137.5 (Carom,quar)- IR (NaCl, cm™):
Ven=2252, Vinax= 3023, 2923, 2828, 1487, 1124, 806. MS (70 eV): m/z (%): 435/7/9 (M*+1,

18); 355/7 (13).
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4-[N,N-Di(4-methylbenzyl)amino]-3-bromobutanenitrile 8e

Yellow oil. Yield 77%. R; = 0.19 (Hexane/EtOAc 2/1). '"H NMR (300 MHz, CDCl3): & 2.34
(6H, s, 2xCHs); 2.61 and 3.04 (2H, 2xdxd, J=17.2, 7.8, 3.7 Hz, (HCH)CN); 2.85 and 2.91
(2H, 2xdxd, J=13.6, 10.0, 5.1 Hz, N(HCH)CHBYr); 3.52 and 3.65 (4H, 2xd, J=13.3 Hz,
2XN(HCH)Carom); 3.69-3.78 (1H, m, CHBr); 7.13-7.31 (8H, m, CHyom). "C NMR (75 MHz,
ref=CDCl3): 821.2 (2xCH3); 25.4 (CH,CN); 43.7 (CH); 59.6 (2XxNCH,Cyom); 60.4
(NCH,CHBr); 117.1 (CN); 129.1 and 129.4 (HCjyrom); 135.3 and 137.4 (Cyrom,quar)- IR (NaCl,
em™): Ven=2253, V= 3022, 2923, 2825, 1514, 1455, 808. MS (70 eV): m/z (%): 371/3

(M*+1, 40), 291 (100).

4-[N-(4-Chlorobenzyl)-N-(4-methylbenzyl)amino]-3-bromobutanenitrile 8f (74 %)

Yellow-orange oil. Yield 74%. R = 0.58 (Hexane/EtOAc 2/1). 'H NMR (300 MHz, CDCl5):
02.34 (3H, s, CHj3); 2.69 and 2.99 (2H, 2xdxd, J=17.3, 7.3, 4.1 Hz, (HCH)CN); 2.86 and 2.92
(2H, 2xdxd, J=13.9, 9.2, 5.6 Hz, N(HCH)CHBr); 3.48-3.83 (5H, m, 2xNCH>Cyom and
CHBr); 7.12-7.37 (9H, m, CHyom). “C NMR (75 MHz, ref=CDCls): §21.2 (CHs); 25.1
(CH,CN); 43.3 (CHBr); 59.1 and 59.3 (2xNCHCyurom); 60.4 (NCH,CHBr); 117.0 (CN);
128.8, 129.5, 129.4 and 130.4 (HCyrom); 133.4, 134.9, 136.9 and 137.5 (Carom,quar)- IR (NaCl,
em™): Ven=2253, V= 3024, 2923, 2828, 1490, 1090, 808. MS (70 eV): m/z (%):391/3/5

(M*+1, 19); 311/3 (100).

(2E)- and (2Z)-4-[N-(4-Bromobenzyl)-N-benzylamino]-2-butenenitrile 9b (E/Z = 48/52)

Yellow oil. Yield 76%. R¢ = 0.13 (Hexane/EtOAc 19/1). 'H NMR (300 MHz, CDCl): & 3.18
(2H, dxd, Jg=5.4, 1.9 Hz, N(HCH)CH=CH); 3.39 (2H, dxd, J=6.7, 1.6 Hz, N(HCH)CH=CH);
3.51, 3.52, 3.56 and 3.57 (8H, 4xs, 4XNCHyCyom); 5.33 (1H, dxt, Jz=11.2, 1.6 Hz,

CH=CHCN); 5.61 (1H, dxt, Jg=16.2, 1.9 Hz, CH=CHCN); 6.51 (1H, dxt, Jz=11.2, 6.7 Hz,
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CH,CH=CH); 6.70 (1H, dxt, Jg=16.2, 5.4 Hz, CH,CH=CH); 7.19-7.47 (18H, m, CHyom). °C
NMR (75 MHz): 6543 and 54.7 (2xNCH,CH=CH); 57.8, 582, 58.5 and 58.9
(4xNCH,Clrom); 101.1 and 101.3 (2xCH=CHCN); 115.6 and 117.3 (2xCN); 121.2 and 121.2
(2xCBr); 127.5, 127.6, 128.6, 128.7, 128.7, 128.7, 130.4, 130.6, 130.6 and 130.7 (CHarom);
137.7, 137.9, 138.2 and 138.5 (4XNCH,Cyrom); 153.1 (2xCH=CHCN). IR (NaCl, cm™):
Ven=2223, Vimax= 3063, 3029, 2924, 2808, 1635, 1487, 910, 736. MS (70 eV): m/z (%): 341/3

(M*+1, 100).

(2E)- and (2Z)-4-N-[4-Methylbenzyl)-N-benzylamino]-2-butenenitrile 9c (E/Z = 67/33)

Yellow oil. Yield 64%. Ry = 0.11 (Hexane/EtOAc 24/1). 'H NMR (300 MHz, CDCl): § 2.33
(6H, s, 2xCH3), 3.17 (2H, dxd, Jg=5.3, 1.9 Hz, N(HCH)CH=CH); 3.38 (2H, dxd, J;=6.8, 1.7
Hz, N(HCH)CH=CH); 3.54, 3.55 and 3.57 (8H, 3xs, 4xNCH,Cyom); 5.32 (1H, dxt, J,=11.1,
1.7 Hz, CH=CHCN); 5.64 (1H, dxt, Jg=16.4, 1.9 Hz, CH=CHCN); 6.53 (1H, dxt, Jz=11.1, 6.8
Hz, CH,CH=CH); 6.71 (1H, dxt, Jg=16.4, 5.3 Hz, CH,CH=CH); 7.12-7.37 (18H, m, CHyom).
BC NMR (75 MHz, ref=CDCls): §21.2 (2xCH3); 54.2 and 54.6 (2xNCH,CH=CH); 58.3,
58.5, 58.7 and 58.9 (4XNCH;,Cyom); 100.7 and 100.9 (2xCH=CHCN); 115.7 and 117.5
(2xCN); 127.3, 127.4, 128.5, 128.6, 128.7, 128.9, 129.2 and 129.3 (HCyom); 135.4, 135.6,
137.0, 137.1, 138.6 and 138.9 (Carom,quar); 153.5 and 153.7 (2xCH=CHCN). IR (NaCl, cm™):
Ven=2224, Vinax= 3028, 2925, 2807, 1635, 1454, 910, 733. MS (70 eV): m/z (%): 277 (M*+1,

100).

(2E)- and (2Z)-4-[N-(4-Bromobenzyl)-N-(4-methylbenzyl)amino]-2-butenenitrile 9d (E/Z
= 53/47)
Yellow oil. Yield 52%. Ry = 0.17 (Hexane/EtOAc 24/1). "H NMR (300 MHz, CDCl5): & 2.33

(6H, s, 2xCH3); 3.16 (2H, dxd, Jg=5.3, 1.8 Hz, N(HCH)CH=CH); 3.37 (2H, dxd, Jz=6.8, 1.7
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Hz, N(HCH)CH=CH); 3.52, 3.53, and 3.54 (8H, 3xs, 4xNCHCyom); 5.34 (1H, dxt, J,=11.0,
1.7 Hz, CH=CHCN); 5,62 (1H, dxt, Jg=16.5, 1.8 Hz, CH=CHCN); 6.52 (1H, dxt, J,=11.0, 6.8
Hz, CH,CH=CH); 6.71 (1H, dxt, Jg=16.5, 5.3 Hz, CH,CH=CH); 7.12-7.25 and 7.41-7.47
(16H, m, CHuom). "C NMR (75 MHz, ref=CDCl3): &21.2 (2xCHj); 54.2 and 54.6
(2xNCH,CH=CH); 57.7, 58.1, 582 and 58.6 (4XNCH;Cyom); 1001.0 and 101.2
(2xCH=CHCN); 115.6 and 117.3 (2xCN); 121.1 and 121.2 (2xCBr); 128.7, 128.9, 129.2,
129.3, 130.3, 130.6, 131.6 and 131.7 (HCqom); 135.1 and 135. 3 (2xCH;C); 137.1, 137.2,
137.7 and 138.0 (4xNCHCyu.); 153.1 and 153.2 (2xCH=CHCN). IR (NaCl, cm™):
Ven=2222, Vinax= 3048, 3023, 2977, 2922, 2821, 1635, 1487, 1367, 1123, 1012, 806. MS (70

eV): m/z (%): 355/7 (M*+1, 100).

(2E)- and (2Z)-4-[N-(4-Chlorobenzyl)-N-(4-methylbenzyl)amino]-2-butenenitrile 9f (E/Z
= 56/44)

Yellow oil. Yield 54%. R¢ = 0.10 (Hexane/EtOAc 19/1). 'H NMR (300 MHz, CDCl5): § 2.32
(6H, s, 2xCH3); 3.13 (2H, dxd, Jg=5.4, 1.9 Hz, N(HCH)CH=CH); 3.35 (2H, dxd, Jz=6.8, 1.7
Hz, N(HCH)CH=CH); 3.50 and 3.51 (8H, 2xs, 4xNCHCyom); 5.31 (1H, dxt, Jz=11.1, 1.7
Hz, CH=CHCN); 5.60 (1H, dxt, Jg=16.4, 1.9 Hz, CH=CHCN); 6.50 (1H, dxt, Jz=11.1, 6.8
Hz, CH,CH=CH); 6.67 (1H, dxt, Jg=16.4, 5.4 Hz, CH,CH=CH); 7.11-7.29 (18H, m, CHarom)-
BC NMR (75 MHz, ref=CDCl3): §21.3 (2xCH3); 54.2 and 54.7 (2xNCH,CH=CH); 57.7,
58.0, 58.2 and 58.6 (4XNCH,Cyom); 101.0 and 101.2 (2xCH=CHCN); 115.7 and 117.4
(2xCN); 128.7, 128.8, 129.0, 129.3, 129.4, 130.1 and 130.3 (HCyom); 133.0, 133.1, 135.2,
135.4, 137.1, 137.2, 137.3 and 137.5 (Caomgqua); 153.2 (2xCH=CHCN). IR (NaCl, cm™):
Ven=2223, Vimax= 3049, 3025, 2923, 2822,1635, 1490, 1090, 910, 808, 733. MS (70 eV): m/z

(%): 311/3 (M™+1, 100).
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4-[N-Benzyl-N-(4-bromobenzyl)amino]-3-(pyrrolidin-1-yl)butanenitrile 10b

Yellow oil. Yield 79%. R; = 0.17 (Hexane/EtOAc 2/1). '"H NMR (300 MHz, CDCl3): § 1.70-
1.84 (4H, m, 2xCH,CH,N), 2.47-2.75 (9H, m, 2xCH,CH,N, NCH,CH, CH,CN and CHN);
3.42, 3.43, 3.68 and 3.70 (4H, 2x2xd, J=13.6 and 13.4 Hz, 2xN(HCH)Cyom); 7.19-7.47 (9H,
m, CHyom). °C NMR (75 MHz, ref=CDCl3): § 19.4 (CH,CN); 23.4 (2xCH,CH,N); 51.0
(2xCH,CH;,N); 55.9 (NCH,CH); 58.6 (CHN); 59.0 and 59.5 (2xNCH,C); 118.9 (CN); 121.3
(CBr); 127.6 (NCH2HCpar); 128.6, 129.2, 130.8 and 131.7 (4XNCHoHCorinoHCrera); 137.7
and 138.3 (Cyrom,quar). IR (NaCl, em™): ven=2250, Vima=3029, 2927, 2853, 1488, 910, 734.

MS (70 eV): m/z (%): 412/4 (M*+1, 100).

4-[N-Benzyl-N-(4-methylbenzyl)amino]-3-(pyrrolidin-1-yl)butanenitrile 10c

Yellow oil. Yield 81%. R; = 0.28 (Hexane/EtOAc 3/2). '"H NMR (300 MHz, CDCls): § 1.66-
1.78 (4H, m, 2xCH,CH,N); 2.33 (3H, s, CH3); 2.41-2.70 (9H, m, 2xCH,CH,N, NCH,CH,
CH,CN and CHN); 3.39, 3.40, 3.70, and 3.72 (4H, 2x2xd, J=13.4 and 13.2 Hz,
2XN(HCH)Cyrom);  7.11-7.35 (9H, m, CHyom). “C NMR (75 MHz, ref=CDCly):
0 19.6 (CH,CN); 21.2 (CHj3); 23.4 (2xCH,CH,N); 51.0 (2xCH,CH,N); 55.9 (NCH,CH); 58.7
(CHN); 59.3 and 59.5 (2xNCH,C); 119.3 (CN); 127.4 (NCH,HC,.ra), 128.5, 129.2 and 129.2
(AXNCHoHC orinoHC rmera);  135.6, 1369 and 1389 (Cuom, qua). IR (NaCl, cm™):
Ven=2249, Vinax=3079, 2965, 2803, 1453, 911, 734, 700. MS (70 eV): m/z (%): 348 (M'+1,

100).

4-[N-(4-Bromobenzyl)-N-(4-methylbenzyl)amino]-3-(pyrrolidin-1-yl)butanenitrile 10d
Yellow-orange oil. Yield 64%. Ry = 0.38 (Hexane/EtOAc 1/1). "H NMR (300 MHz, CDCl;):
0 1.69-1.79 (4H, m, 2xCH,CHLN); 2.34 (3H, s, CH3); 2.41-2.75 (9H, m, 2xCH,CH)LN,

NCH,CH, CH,CN and CHN); 3.38 and 3.67 (4H, 2xd, J=13.3 Hz, 2xN(HCH)C); 7.11-7.28
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and 7.43-7.47 (8H, 2xm, CHyom). °C NMR (75 MHz, ref=CDCl3): § 19.5 (CH,CN); 21.2
(CH3); 23.4 (2xCH,CH,N); 50.9 (2xCH,CH,N); 56.0 (NCH,CH); 58.5 (CHN); 58.8 and 59.1
(2xNCH,C); 119.2 (CN); 121.1 (CBr); 129.1, 129.2, 130.8 and 131.6 (HCyrom); 135.2, 137.2
and 138.1 (Carom, quar)- IR (NaCl, em™): Ven=2245, V= 3046, 3022, 2965, 2804, 1486, 1241,

1011, 807. MS (70 eV): m/z (%): 426/8 (M*+1, 100).

4-[N,N-Di(4-methylbenzyl)amino]-3-(pyrrolidin-1-yl)butanenitrile 10e

Yellow-orange oil. Yield 97%. R = 0.19 (Hexane/EtOAc 2/1). "H NMR (300 MHz, CDCl5):
0 1.71-1.78 (4H, m, 2xCH,CH,N), 2.33 (6H, 2xs, 2xCH3); 2.39-2.71 (9H, m, 2xCH,CH,N,
NCH,CH, CH,CN and CHN); 3.37 and 3.70 (4H, 2xd, J=13.3 Hz, 2xN(HCH)Cjom); 7.11-
7.43 (8H, m, CHyom). "C NMR (75 MHz, ref=CDCl3): § 19.6 (CH,CN); 21.2 (2xCH3); 23.4
(2xCH,CH;,N); 51.0 (2xCHCHN); 55.8 (NCH,CH); 58.7 (CHN); 59.1 (2xNCH,C); 119.5
(CN); 129.2 (HCarom); 135.7 and 136.9 (Carom,qua)- IR (NaCl, em™): Ven=2247, V= 2965,

2925, 2804, 1514, 1455, 1368, 1124, 808. MS (70 €V): m/z (%): 362 (M*+1, 100).

4-[N-(4-Chlorobenzyl)-N-(4-methylbenzyl)amino]-3-(pyrrolidin-1-yl)butanenitrile 10f

Yellow oil. Yield 84%. R; = 0.26 (Hexane/EtOAc 3/2). '"H NMR (300 MHz, CDCls): § 1.68-
1.79 (4H, m, 2xCH,CH,N); 2.33 (3H, s, CH3); 2.42-2.72 (9H, m, 2xCH,CH,N, NCH,CH,
CH,CN and CHN); 3.37, 3.38, 3.68 and 3.67 (4H, 2x2xd, J=13.6 and 13.2 Hz, 2xN(HCH)C);
7.11-7.30 (8H, m, CHyom). °C NMR (75 MHz, ref=CDCl3): § 19.5 (CH,CN); 21.3 (CHs);
23.4 (2xCH,CH,N); 501.0 (2xCH,CH,N); 56.0 (NCH,CH); 58.6 (CHN); 58.7 and 59.1
(2xNCH,C); 119.2 (CN); 128.6, 129.2, 129.2 and 130.5 (4xNCH,HCthoHCneta); 133.0,
135.3, 137.1 and 137.5 (Caromquar)- IR (NaCl, cm™): Ven=2249, Via=3023, 2967, 2876, 2806,

1491, 1091, 910, 808, 733. MS (70 eV): m/z (%): 382/4 (M"+1, 100).
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&7 Creation tima = 1B-AUG-2005 14:45:44
Revision time = 18-AUG-2005 15:02:13
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1 Content = flash fractie 16-20
Data_format = 1D COMPLEX
= Dim_size = 16384
by = Dim title = 1n
hul ﬁ Dim_units = [ppm]
1 - Dimensions = X
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4 Spectrometer = DELTA_NMR
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2 132 X_aoq duration = 3.6339712[s]
X_domain = 1H
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X_offset = 5[ppm]
X points = 16384
X_prescans =0
X _resolution = 0.27518105 [Hz]
b= X_sweep = 4.50856628 [knz]
= Clipped = FALSE
Mod_return = 1
8Scans = 16
i Total_scans = 16
o
= X_90_width = 12.4[us]
w\ X_acqg time = 3.6339712([s]
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3C NMR 8¢
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Author = delta2
4 Experiment = dept dec.exp
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Solvent = CHLOROFORM-D _
Creation time = 10-APR-2006 23:41:36 |
Revision time = 10-APR-2006 23:50:16 _
Current time = 10-APR-2006 23:50:16 7
Data format = 1D COMPLEX
Dim size = 16384 _
Dim title & 1a3e |
= Dim units = [ppm]
2 Dimensions =X
Site = Eclipse+ 300
Spectrometexr = DELTA_NMR
| Field_strength = 7.0586013[T] (300 [MHz
1 ¥_acqg duration = 0.8667136([s] |
| X _domain = 13C
| X_freq = 75.56823426 [MHz]
| X_offset = 100 [ppm]
X_points = 16384
1 X_prescans = 4
i | X _resoluticn = 1.15378367 [Hz]
| X_sweep = 18.90359168 [kHz] |
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I | | Scans = 1024
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7 Recvr_gain = 30
Relaxation delay = 2[s]
Selecticon_angle = 135[deg] |
| selection pulse = 78[us]
Temp_gst = 20.1[4C]
7 Unblank_time = 2[us)
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'"H NMR 8e
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L Filename = 113c_PROTON-8.3jdf
ﬁﬁ\ huthor = delta2
s | A m.vn Experiment = gsingle pulse.exp
m_ Sample_id = AVN/113c
= Solvent = CHLOROFORM-D
= in Creation time = 17-DEC-2005 07:58:20
Revision_time = 17-DEC-2005 07:09:59
Current_time = 17-DEC-2005 07:09:59
P Data_format = 1D COMPLEX
ok Dim_gize = 16384
= Dim title = 1H
EacarCr Dim units = [ppm]
= Dimensions =X
3 site = Eclipse+ 300
MI Spectromater = DELTA_NMR
Field strength = 7.0586013[T] (300 (MHz
X acq duration = 3.6339712([s]
X_domain = 1H
- X_freq = 300.52965592 [MHz]
w X_offaet = 5{ppm]
X points = 16384
X_prescans =0
X_resolution = 0.27518105[Hz]
7 X_sweep = 4.50856628 [kHz]
Ww Clipped = FALSE
Mod_return = 1
Scans = 16
Total_scans = 16
< X_90_width = 12.4[us]
" X_acqg_time = 3.6339712[s)
X_angle = 45[deg]
X _pulss = 6.2[us]
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'"H NMR 8f

(Millions)

~52¢_PROTON-8.jdf
flash £5-8, extra hv

110
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o
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30
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e

N

10.0

9.9623

9.0 8.0

X : parts per Million : 1H
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i
[
in i
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3.079

=

5.6478
5.5928

53612
5.2925

B5.94Im
6.08m

th
=

4.4830
3.6416
36003
3.5280
29173
2.8990
2.8916

4.357

1.5539

1.5420
1.2563

Filenams
Author
Experiment
Sample_id

| Solvent
Creation_time
Revisiocn_time
Current_time

Content
Data_format
| Dim_size
| Dim_title
Dim_units
Dimensions
Site
Spectrometer

Field strength

X_prescans

X _resolution
X_sweep
Clipped
Mod_return
8Scans
Total_scans

X_90_width
X_acg_time
X_angle

X_pulse

Initial wait
Phase preset
Recvr_gain
Relaxation delay
Temp_get
Unblank time

L VA TR TR T

Wowowonon
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52c_PROTON-8.jdf

delta2

single_pulse.exp

AVN/52¢

CHLOROFORM-D

9-SEP-2005
5-SEP-2005
5~-5EP~2005

flash £5-8,

15:26:18
15:41:46
15:41:46

extra hv

x
Eclipse+ 300
DELTA NMR

7.0586013[T] (300 [MHz
3.6339712[s]

in

300.52965592 [MHz]
5 [ppm]

16384

0

0.27518105 [Hz]
4.50856628 [kHz]
FALSE

1

186

16

12.4[us]
3.8339712[s]
45[deg]
6.2[us]

1ls]

3 [us]

16

1[s]
22.2(4c)
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3C NMR 8f
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i 7
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w
-
-
e I
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I Filenams = 52d_CARBON-2.jdf
2l | Author = delta2
| Experiment = single_ pulse_ dec
Sample_id = AVN/S2d
=4 I Solvent = CHLOROFORM-D
E i Creation_time = 13-SEP-2005 01:09:08
| | Revision_ time = 13-SEP-2005 01:24:25
i o Current_time = 13-SEP-2005 01:24:27
Data_format = 1D COMPLEX
~ Dim_size = 16384
i Dim title = 13¢
| Dim units = [ppm]
- Dimensions =X
L | Site = Eclipse+ 300
- | Spectrometer = DELTA NMR
= Field strength = 7.0586013[T] (300[MHz |
X _acg duration = 0.B667136([s]
bt} | X _domain = 13C
= X_freq = 75.56823426 [MHz]
X_offset = 100 [ppm]
= X _points = 16384
e | X_prescana =0
| x_resolution = 1.15378367 [Hz]
-.M 1 X_sweep = 18.903539168[kHz]
S Irr_domain = 1H
Irr_freg = 300.52965592 [MHz]
= Irr_offset = 5[ppm]
= Clipped = FALSE
Mod_return = 4
w Scans = 1024
< Total_scans = 1024
s X_90_width = 8.5[us]
=4 | X_acqg_time = 0.8667135(s]
1 7 X_angle = 30[deg]
ot | X_pulse = 2.83333333[us]
=:4 Initial wait = 1[s]
1 Phase_presst = 3[us]
e Recvr_gain = 30
= Relaxation delay = 1[s]
| Temp_get = 24.41dc]
- = 2[us]

0
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'"H NMR 9a
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‘na flash Rf=0.19, 1724 en hv f 2
| L
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5] _
=7 g |
| = 3 \ 7
| |
s Ll
7 f
< | Filename = 6c_PROTON-2.Jjdf
] Author = delta2
Experiment = gingle_pulse.exp
— Sample_id = AVN/6c
=8 % Lo ._NN\N\ Solvent = CHLOROFORM-D
—_ Creation_time = 4-AUG-2005 13:16:15
1 - Revision time = 4-RUG-2005 13:30:32
= U H_ Current_time = 4-AUG-2005 13:30:32
= { 2
= m\r s = content = na flash RE=0.19, 1/2
Data_format = 1D COMPLEX
< 7 / Dim_size = 16384
= Dim_title = 1H
_ e Dim units = [ppm]
1 /\ A Dimensions =
= | = Site = Bclipse+ 300
= | o Spectrometer = DELTA_NMR
=1 Field strength = 7.0586013[T] (300[bmHz
& ] X_acq duration = 3.6339712[s]
| ¥ domain = 1H
X_freg = 300.52965592 [MHz]
= X _cffset = 5[ppm]
= X_points = 16384
_7__ X_prescans =0
| X_resolution = 0.27518105[Hz]
M ! X sweep = 4.50856628 [kHz]
1 Clipped = FALSE
Mod_return =1
& - Scans = 16
NN Total_scans = 16
()]
1 X_90_width = 12.4[us]
= X _acqg time = 3.6339712[=s]
=k ¥_angle = 45([deg]
X pulse = 6.2[us]
= Initial wait = 1[s]
=1 Phase presat = 3[us]
f Recvr_gain = 18
[ Relaxation_delay = 1[a]
=] ,_ Tamp_get = 21.5[d4cC]
= i | Unblank_time = 2[us]
5 =
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1 | Filename = 57d_PROTON-2.jdf
_ Author = dslta2
| Experiment = single_pulse.exp
7 Sample_id = RVN/57d
1 Solvent = CHLOROFORM-D
1 | _ Creation time = 23-SEP-2005 10:50:32
| | | Revision_time = 23-SEP-2005 11:05:21
- | ] Current_time = 23-SEP-2005 11:05:22
wy
_ | L _ Content = £lash £11-13 90 mg me
i Data_format = 1D COMPLEX
| | Dim_size = 16384
Dim title = 1H
1 _ Dim units = [ppm]
Dimsnsions =X
Site = Eclipse+ 300
=il Spectrometer = DELTA_NMR
i _ Field strength = 7.0586013[T] (300[MHz
1 X_acq duration = 3.6339712[s]
: | X_domain = 1H
7 X freq = 300.52965592 [MHz]
1 X_offset = 5(ppm]
. X_points = 16384
X_prescans =0
X_resolution = 0.27518105[Hz]
X_sweep = 4.50856628 (kHz]
M! Clipped = FALSE
| Mod_return =1
Scans = 16
Total scans = 16
X 90 width = 12.4[us]
| X_acq_time = 3.6339712([s]
/ X _angle = 45[deg]
e | X pulse = §.2[us]
| 1 Initial wait = 1[s]
=4 " FPhase preset = 3[us]
- | | Recvr_gain = 11
I Relaxation delay = 1[s]
Temp_get = 20.1[4c)
M Unblank_time = 2[us]
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13C NMR 9b

2 N
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G g\:n\,\
| =
| Filename = 57e_CARBON-2.3jdf
| Author = deltaz
7 Experiment = single_pulse_dec
iy Sample_id = AVN/57e
7 Solvent = CHELOROFORM-D 7
mlg Creation time = 26-SEP-2005 23:35:44
F Revision time = 26-SEP-2005 2 |
; Current_time = 26-SEP-2005 23: |
7 Content = £11-13
.i Data format = 1D COMPLEX
| Dim size = 16384
Dim title = 13c
Dim units = [ppml
| Dimensions =X
| 8ite = Eclipse+ 300
| Spectrometer = DELTA_ NMR
| Field_strength = 7.0586013[T] (300(MHz
m | X_acq duration = 0.8667136(s]
X_domain = 13C
X _freg = 75.56823426 [MHz]
i X_offset = 100 [ppm]
| X points = 16384
| X prescans =0
| X resoclution = 1.15378367 [Hz]
4 X_sweep = 18.90359168 [kHz]
Irr domain = 1H
| Irr freq = 300.52865592 [MHz]
Irr offset = 5[ppm]
Clipped = FALSE
Mod_return =4
Scans = 1024
< i Total_scans = 1024
| X_90_width = 8.5[us)
X_acqg_time = 0.8667136([s]
X_angle = 30([deg]
X_pulse = 2.83333333[us]
Initial wait = 1[s] |
Phase preset = 3[us]
Recvr_gain = 30
Relaxation delay = 1[s]
i Temp_get = 20.6[4C]
Unblank tims = 2[us]
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