SUPPLEMENTARY MATERIAL

Preparation of compound (1)

To a solution of N,N,N’,N’,N”-pentamethyl-1,4,7-triazaheptane (0.01 mol; 2g) in acetonitrile (50 mL)
was addend n-iodooctane (0.02 mol; 5.52g). The reaction mixture was heated under reflux for 32hours.
The solvent was evaporated under reduced pressure and the residue was dried over P«Ow and then
crystallized from acetone. White solid, mp: 156-158 °C, yield 43%.

1H NMR (403 MHz, CDCL3):  3.98-3.84 (m, 4H), 3.71-3.56 (m, 4H), 3.43 (s, 12H), 3.25-3.11 (m, 4H), 2.55
(s, 3H), 1.73-1.67 (m, 4H), 1.48-1.19 (m, 24H), 0.88 (t, 6H).3C NMR (101 MHz, CDCls) d 65.45, 61.18,
51.51, 50.93, 43.05, 31.49, 29.05, 28.90, 26.04, 22.81, 22.42, 22.19, 13.94. ESI-MS (mm/z) 200 [C2sHsNs]>*

Preparation of compound (2)

To a solution of N,N,N’,N’,N”-pentamethyl-1,4,7-triazaheptane (0.02 mol; 3.75 g) in acetonitrile (50
mL) was addend n-iododecane (0,05 mol; 13 g). The reaction mixture was heated under reflux for
23hours. The solvent was evaporated under reduced pressure and the residue was dried over P4+O1o
and then crystallized from acetone. White solid, mp: 202204 °C, yield 48%.

1HNMR (403 MHz, CDCl:3): d 3.98-3.85 (m, 4H), 3.70-3.56 (m, 4H), 3.43 (s, 12H), 3.25-3.12 (m, 4H), 2.55
(s, 3H), 1.84-1.67 (m, 4H), 1.48-1.18 (m, 32 H), 0.88 (t, 6H).*C NMR (101 MHz, CDCl3) 65.52, 61.25,
51.54, 50.95, 43.11, 31.71, 29.33, 29.30, 29.18, 29.13, 26.10, 22.86, 22.52, 14.00. Elemental analysis found
(calc) %C 48.58 (49.08); %H 9.68 (9.23); %N 5.48 (5.92)

Preparation of compound (3)

To a solution of N,N,N’,N’,N”-pentamethyl-1,4,7-triazaheptane (0.02 mol; 3.75 g) in acetonitrile (50
mL) was addend n-iodododecane (0,05 mol; 13 g). The reaction mixture was heated under reflux for
23hours. The solvent was evaporated under reduced pressure and the residue was dried over P4+O1o
and then crystallized from acetone. White solid, mp: 211-212 °C, yield 46%.

1H NMR (403 MHz, CDCl3):  3.99-3.86 (m, 4H), 3.68-3.55 (m, 4H), 3.43 (s, 12H), 3.24-3.12 (m, 4H), 2.55
(s, 3H), 1.83-1.68 (m, 4H), 1.48-1.18 (m, 40 H), 0.88 (t, 6H). 3C NMR (101 MHz, CDCls) 65.54, 61.27,
51.54, 50.95, 43.12, 26.12, 22.87, 14.01 ESI-MS (m/z) 255 [CssH7sNs]?*

Preparation of compound (4)

To a solution of N,N,N’,N’,N”-pentamethyl-1,4,7-triazaheptane (0.01 mol; 2 g) in acetonitrile (50 mL)
was addend n-iodotetradecane (0.03 mol; 9.22 g). The reaction mixture was heated under reflux for
4hours. The solvent was evaporated under reduced pressure and the residue was dried over P4«O1w and
then crystallized from acetone. White solid, mp: 209-210 °C, yield 85%.



1H NMR (403 MHz, CDCls):  3.99-3.86 (m, 4H), 3.68-3.54 (m, 4H), 3.42 (s, 12H), 3.25-3.13 (m, 4H), 2.55
(s, 3H), 1.85-1.66 (m, 4H), 1.49-1.17 (m, 48 H), 0.88 (t, 6H). 3C NMR (101 MHz, CDCls):65.57, 61.31,
51.56, 50.97, 43.13, 26.14, 22.89, 14.00 Elemental analysis found (calc) %C 53.43 (54.01); %H 10.38
(10.04); %N 4.78 (5.11)

Preparation of compound (5)

To a solution of N,N,N’,N’,N”-pentamethyl-1,4,7-triazaheptane (0.01 mol; 2 g) in acetonitrile (50 mL)
was addend n-iodohexadecane (0.02 mol; 7.5 g). The reaction mixture was heated under reflux for
4hours. The solvent was evaporated under reduced pressure and the residue was dried over P4O1w0 and
then crystallized from acetonitrile. White solid, mp: 215-217 °C, yield 42%.

1H NMR (403 MHz, CDCls): d 3.98-3.86 (m, 4H), 3.68-3.55 (m, 4H), 3.42 (s, 12H), 3.24-3.13 (m, 4H), 2.56
(s, 3H), 1.83-1.68 (m, 4H), 1.49-1.17 (m, 56 H), 0.88 (t, 6H). *C NMR (101 MHz, CDCls):65.57, 61.31,
51.55, 50.97, 43.15, 26.14, 22.89, 14.02. Elemental analysis found (calc) %C 55.37 (56.09); %H 10.12
(10.18); %N 4.45 (4.79)

Preparation of compound (6)

To a solution of N,N,N’,N’,N”-pentamethyl-1,4,7-triazaheptane (0.01 mol; 2 g) in acetonitrile (50 mL)
was addend n-iodooctadecane (0.02 mol; 8 g). The reaction mixture was heated under reflux for
2hours. The solvent was evaporated under reduced pressure and the residue was dried over P4O1 and
then crystallized from acetone:acetonitrile (1:1). White solid, mp: 209-211 °C, yield 65%

THNMR (403 MHz, CDCl:):  3.98-3.87 (m, 4H), 3.68-3.56 (m, 4H), 3.42 (s, 12H), 3.26-3.13 (m, 4H), 2.56
(s, 3H), 1.83-1.67 (m, 4H), 1.49-1.17 (m, 64 H), 0.88 (t, 6H). ®C NMR (101 MHz, CDCls) 5 65.58, 61.32,
51.56, 50.97, 43.15, 31.81, 29.62, 29.56, 29.46, 29.37, 29.25, 26.15, 22.89, 22.58, 14.02. Elemental analysis
found (calc) %C 58.09 (57.86); %H 10.99 (10.47); %N 4.24 (4.50)

Preparation of compound (7)

To a solution of N,N,N’,N’,N”-pentamethyl-1,4,7-triazaheptane (0.02 mol; 3.75 g) in acetonitrile (50
mL) was addend n-bromodecane (0.04 mol; 8.3 mL). The reaction mixture was heated under reflux for
60hours. The solvent was evaporated under reduced pressure and the residue was dried over P4O1o
and then crystallized from acetonitrile. White solid, mp 218-220 °C, yield 48%.

1H NMR (403 MHz, CDCl:3): 5 4.00-3.91 (m, 4H), 3.65-3.55 (m, 4H), 3.43 (s, 12H), 3.21-3.13 (m, 4H), 2.53
(s, 3H), 1.79-1.66 (m, 4H), 1.44-1.18 (m, 32 H), 0.88 (t, 6H).

1BC NMR (101 MHz, CDCls) d 65.39, 61.92, 61.22, 51.21, 50.77, 48.52, 45.13, 43.09, 31.76, 29.36, 29.33,
29.23, 29.17, 26.23, 22.86, 22.58, 14.04. Elemental analysis found (calc) %C 56.61 (56.58); %H 10.62
(10.64); %N 6.82 (6.83)



Preparation of compound (8)

To a solution of N,N,N’,N’,N”-pentamethyl-1,4,7-triazaheptane (0.02 mol; 3.75 g) in acetonitrile (50
mL) was addend n-bromododecane (0.04 mol; 9.3 mL). The reaction mixture was heated under reflux
for 12hours. The solvent was evaporated under reduced pressure and the residue was dried over P4Ono
and then crystallized from acetonitrile. White solid, mp 225-227 °C, yield 42%.

1H NMR (403 MHz, TFA-d): & 4.00-3.90 (m, 4H), 3.65-3.53 (m, 4H), 3.41 (s, 12H), 3.23-3.11 (m, 4H), 2.53
(s, 3H), 1.80-1.65 (m, 4H), 1.45-1.19 (m, 40 H), 0.88 (t, 6H). *C NMR (101 MHz, TFA-d) d 66.08, 62.06,
53.62, 52.30, 49.48, 43.57, 34.02, 32.04, 31.94, 31.79, 31.61, 31.32, 28.23, 24.66, 15.82. Elemental analysis
found (calc) %C 58.22 (58.22); %H 11.12 (10.96); %N 6.21 (6.17)

Preparation of compound (9)

To a solution of N,N,N’,N’,N”-pentamethyl-1,4,7-triazaheptane (0.02 mol; 3.75 g) in acetonitrile (50
mL) was addend n-bromotetradecane (0.04 mol; 12 mL). The reaction mixture was heated under reflux
for 10hours. The solvent was evaporated under reduced pressure and the residue was dried over P4O1o
and then crystallized from acetonitrile. White solid, mp 229-231 °C, yield 55%.

1H NMR (403 MHz, CDCL3):  4.03-3.92 (m, 4H), 3.68-3.54 (m, 4H), 3.42 (s, 12H), 3.23-3.12 (m, 4H), 2.54
(s, 3H), 1.81-1.65 (m, 4H), 1.46-1.19 (m, 48 H), 0.88 (t, 6H).

3C NMR (101MHz, CDCl3) b 65.35, 61.54, 61.13, 51.15, 50.74, 48.29, 44.79, 43.05, 31.79, 29.56, 29.53,
29.49, 29.39, 29.31, 29.23, 26.20, 22.83, 22.56, 14.00. Elemental analysis found (calc) %C 59.65 (59.58);
%H 11.14 (11.22); %N 5.71 (5.63)

Preparation of compound (10)

To a solution of N,N,N’,N’,N”-pentamethyl-1,4,7-triazaheptane (0.02 mol; 3.75 g) in acetonitrile (50
mL) was addend n-bromoheksadecane (0.04 mol; 12.4 mL). The reaction mixture was heated under
reflux for 8hours. The solvent was evaporated under reduced pressure and the residue was dried over
P4Ow and then crystallized from acetonitrile. White solid, mp 223-225 °C, yield 49%.

1H NMR (403 MHz, CDCl5): 0 4.02-3.92 (m, 4H), 3.68-3.56 (m, 4H), 3.42 (s, 12H), 3.24-3.11 (m, 4H), 2.54
(s, 3H), 1.81-1.64 (m, 4H), 1.46-1.19 (m, 56 H), 0.88 (t, 6H). 3C NMR (101 MHz, CDCls) 6 65.39, 61.93,
61.23, 51.16, 50.81, 48.51, 45.12, 43.09, 31.82, 29.60, 29.56, 29.53, 29.42, 29.34, 29.26, 29.13, 26.22, 22.85,
22.59, 14.03. Elemental analysis found (calc) %C 62.28 (62.10); %H 10.71 (11.44); %N 5.30 (5.30)



Preparation of compound (11)

To a solution of N,N,N’,N’,N”-pentamethyl-1,4,7-triazaheptane (0.02 mol; 3.75 g) in acetonitrile (50
mL) was addend n-bromooctadecane (0.04 mol; 13.4 mL). The reaction mixture was heated under
reflux for 2hours. The solvent was evaporated under reduced pressure and the residue was dried over
P4O10 and then crystallized from acetone: acetonitrile (1:2). White solid, mp 256-259 °C, yield 59%.

1H NMR (403 MHz, CDCls): d 4.02-3.92 (m, 4H), 3.67-3.55 (m, 4H), 3.42 (s, 12H), 3.22-3.12 (m, 4H), 2.53
(s, 3H), 1.79-1.65 (m, 4H), 1.45-1.19 (m, 64 H), 0.88 (t, 6H).

3C NMR (101 MHz, CDCls) d 65.39, 61.22, 51.17, 50.79, 48.51, 43.10, 31.82, 29.61, 29.58, 29.57, 29.54,
29.43, 29.34, 29.26, 29.25, 26.23, 22.86, 22.59, 14.03. Elemental analysis found (calc) %C 63.71 (63.65);
%H 11.83 (11.63); %N 4.91 (4.95)

Preparation of compound (12)

To a solution of 4-aza-1,7-heptane-bis(N,N-dimethyl-N-otadecylammonium) dibromide(0.005 mol;
4.27 g) in acetonitrile (20 mL) was added n-bromooctane (0.006 mol; 1.16 g) and sodium carbonate
(0.006 mol; 0.64 g). The reaction mixture was heated under reflux for 28hours. The solvent was
evaporated under reduced pressure and the residue was dried over P4O10 and then crystallized from
acetonitrile. White solid, mp 67-68 °C, yield 55%.

1H NMR (403 MHz, CDCls): 5 3.93 (m, 4H), 3.38 (m, 12H), 2.72 (t, 4H), 2.52 (m, 4H), 3.43 (m, 6H), 1.74
(m, 6H), 1.35 (m, 12H), 1.26 (m, 54H), 0.87 (t, 9H).

13C NMR (101 MHz, CDCls) o 65.64, 64.73, 62.72, 61.87, 54.17, 51.08, 50.81, 49.73, 44.51, 31.87, 31.77,
31.60, 30.43, 29.67, 29.6, 29.59, , 29.48, 29.41, 29.32, , 29.10, 27.36, 26.30, 25.38, 22.84, 22.64, 20.14, 14.08.
ESI-MS (m/z) 403 [CssH115N3]%*, 347 [CasHosN3]2*

Preparation of compound (13)

To a solution of 4-aza-1,7-heptane-bis(N,N-dimethyl-N-otadecylammonium) dibromide (0.005 mol;
4.27 g) in acetonitrile (20 mL) was added n-bromodecane (0.006 mol; 1.33 g) and sodium carbonate
(0.006 mol; 0.64 g). The reaction mixture was heated under reflux for 24hours. The solvent was
evaporated under reduced pressure and the residue was dried over P4O10 and then crystallized from
acetonitrile. White solid, mp 65-66 °C, yield 60%.

1H NMR (403 MHz, CDCl3): 0 3.92 (m, 4H), 3.38 (m, 12H), 2.71 (t, 4H), 2.30(m, 4H), 3.42(m, 6H), 1.74
(m, 6H), 1.35 (m, 12H), 1.26 (m, 58H), 0.88 (t, 9H).3C NMR (101 MHz, CDCls) d 64.78, 62.60, 54.23,
51.13, 50.82, 49.70, 31.87, 29.67, 29.48, 29.14, 29.31, 29.24, 27.32, 26.30, 25.36, 22.84, 22.64, 20.05, 14.07.
ESI-MS (m/z) 417 [CseH119N3]?*, 347 [CasHosN3]2*



Preparation of compound (14)

To a solution of 4-aza-1,7-heptane-bis(N,N-dimethyl-N-otadecylammonium) dibromide (0.005 mol;
4.27 g) in acetonitrile (20 mL) was added n-bromododecane (0.006 mol; 1.49 g) and sodium carbonate
(0.006 mol; 0.64 g). The reaction mixture was heated under reflux for 22hours. The solvent was
evaporated under reduced pressure and the residue was dried over P«Ow and then crystallized from
acetonitrile. White solid, mp 62-63 °C, yield 72 %.

1H NMR (403 MHz, CDCls): d 3.93 (m, 4H), 3.39 (s, 12H), 2.77 (t, 4H), 2.22 (m, 4H), 3.45 (m, 6H), 1.74
(m, 6H), 1.35 (m, 12H), 1.26 (m, 62H), 0.88 (t, 9H).13C NMR (101 MHz, CDCls) d 64.85, 62.48, 54.28,
51.09, 50.79, 49.54, 31.87, 29.67, 29.61, 29.48, 29.41, 29.31, 29.24, 27.27, 26.28, 25.30, 22.83, 22.63, 19.89,
14.08.

Preparation of compound (15)

To a solution of 4-aza-1,7-heptane-bis(N,N-dimethyl-N-otadecylammonium) dibromide (0.005 mol;
427 g) in acetonitrile (20 mL) was added n-bromotetradecane (0.005 mol; 1.67 g) and sodium
carbonate (0.006 mol; 0.64 g). The reaction mixture was heated under reflux for 20hours. The solvent
was evaporated under reduced pressure and the residue was dried over P4O1w and then crystallized
from acetonitrile. White solid, mp 60-61 °C, yield 75%.

1H NMR (403 MHz, CDCls): 0 3.91 (m, 4H), 3.42 (s, 12H), 2.81 (t, 4H), 2.07 (m, 4H), 3.47 (m, 6H), 1.74
(m, 6H), 1.34 (m, 12H), 1.26 (m, 64H), 0.88 (t, 9H)*C NMR (101 MHz, CDCls) o 64.47, 63.00, 53.96,
51.06, 50.03, 31.87, 29.67, 29.61, 29.48, 29.40, 29.31, 29.24, 27.48, 26.30, 25.56, 22.84, 22.64, 20.54, 14.08.
ESI-MS (m/z) 445 [CeoH127N3]%*, 347 [CasHosN3]2*

Preparation of compound (16)

To a solution of 4-aza-1,7-heptane-bis(N,N-dimethyl-N-otadecylammonium) dibromide (0.006 mol;
5.12 g) in acetonitrile (20 mL) was added n-bromoheksadecane (0.005 mol; 2.19 g) and sodium
carbonate (0.006 mol; 0.64 g). The reaction mixture was heated under reflux for 16hours. The solvent
was evaporated under reduced pressure and the residue was dried over PsOw and then crystallized
from acetonitrile. White solid, mp 57-59 °C, yield 78%.

1H NMR (403 MHz, CDCl3): 3.91 (m, 4H), 3.41 (s, 12H), 2.78 (t, 4H), 2.04 (m, 4H), 3.41 (m, 6H), 1.73 (m,
6H), 1.34 (m, 12H), 1.25 (m, 66H), 0.88 (t, 9H) o 3C NMR (101 MHz, CDCls) 0 64.39, 63.07, 53.92, 51.03,
50.08, 31.87, 29.66, 29.61, 29.46, 29.39, 29.31, 29.24, 27.49, 26.30, 25.58, 22.83, 22.63, 20.60, 14.07. ESI-MS
(m/z) 459 [Ce2H13sNs]?+, 347 [CacHosNs]2



Preparation of compound (17)

To a solution of 4-aza-1,7-heptane-bis(N,N-dimethyl-N-dodecylammonium) diiodide(0.005 mol; 4 g) in
acetonitrile (20 mL) was added n-iodododecane (0.015 mol; 4.45 g) and sodium carbonate (0.006 mol;
0.64 g). The reaction mixture was heated under reflux for 20hours. The solvent was evaporated under
reduced pressure and the residue was dried over P4O1w and then crystallized from acetonitrile. White
solid, mp 110-111 °C, yield 60%.

1H NMR (403 MHz, CDCLs): 5 4.031-3.902 (m, 4H), 3.57-3.47 (m, 4H), 3.87 (s, 12H), 2.67-2.64 (t, 4H),
2.47-2.44 (t, 2H), 1.40 (s, 6H), 1.26 (s, 50 H), 0.87 (t, 9H). 3C NMR (101 MHz, CDCls) d 64.38, 63.55,
53.29, 51.12, 50.21, 31.76, 29.48, 27,60, 26.17, 25.49, 22.86, 22.55, 21.12, 13.99.

Preparation of compound (18)

To a solution of 4-aza-1,7-heptane-bis(N,N-dimethyl-N-hexadecylammonium) dibromide (0.005 mol; 4
g) in acetonitrile (20 mL) was added n-iodohexadecane (0.015 mol; 5.30 g) and sodium carbonate
(0.006 mol; 0.64 g). The reaction mixture was heated under reflux for 22hours. The solvent was
evaporated under reduced pressure and the residue was dried over P4O10 and then crystallized from
acetonitrile. White solid, mp 65-67 °C, yield 65%.

1H NMR (403 MHz, CDCls): 0 4.04-3.98 (m, 4H), 3.50-3.45 (m, 4H), 3.38 (s, 12H), 2.67 (s, 4H), 2.47-2.44
(t, 2H), 2.02 (s, 4H), 1.75 (s, 6H), 1.36 (s, 6 H), 1.25 (s, 36H), 0.88 (s, 9H) 3C NMR (101 MHz, CDCls) o
64.42, 63.68, 53.21, 51.09, 50.31, 31.85, 29.63, 29.59, 29.55, 27.65, 26.22, 25.38, 22.89, 22.61, 21.17. ESI-MS
(m/z) 347 [CasHooN3]?, 440 [C2sHe2N3s]*

Preparation of compound (19)

To a solution of 3,3"-Iminobis(NN,N-dimethylpropylamine) (0.021 mol; 4 g) in acetonitrile (10 mL) was
added n-iodododecane (0.042 mol; 18.7 g) and sodium carbonate (0.021 mol; 2.23 g). The reaction
mixture was heated under reflux for 28 hours. The solvent was evaporated under reduced pressure
and the residue was dried over PsO1w and then crystallized from acetonitrile. White solid, mp 174-176
°C, yield 85%.

1H NMR (403 MHz, CDCls): d 3.59-3.44 (m, 4H), 3.42-3.36 (m, 8H), 3.19 (s, 12H), 2.52 (m, 4H), 1.87 (m,
4H), 1.46 (m, 8H), 1.35 (s, 12 H), 0.91 (t, 6H),3C NMR (101 MHz, CDCls) d 66.10, 60.89, 50.36, 45.52,
31.50-29.91, 22.50, 19.96. 12.43



Preparation of compound (20)

To a solution of 3,3'-Iminobis(N,N-dimethylpropylamine) (0.021 mol; 4 g) in acetonitrile (10 mL) was
added n-iodohexadecane (0.042 mol; 14.9 g) and sodium carbonate (0.021 mol; 2.23 g). The reaction
mixture was heated under reflux for 12 hours. The solvent was evaporated under reduced pressure
and the residue was dried over PsOw and then crystallized from acetonitrile. White solid, mp 149-150
°C, yield 82%.

1H NMR (403 MHz, CDCl3): d 3.57-3.49 (m, 4H), 3.46-3.35 (m, 8H), 3.19 (s, 12H), 2.54 (m, 4H), 1.87 (m,
4H), 1.46 (m, 8H), 1.35 (s, 28 H), 0.92 (t, 6H). 13C NMR (101 MHz, CDCl3)  66.11, 60.89, 50.37, 45.52,
31.57-29.01, 22.51, 19.98. 12.14 ESI-MS (1m/z) 323 [Ci2HooN3]2*

Preparation of compound (21)

To a solution of 3,3"-Iminobis(NN,N-dimethylpropylamine) (0.021 mol; 4 g) in acetonitrile (10 mL) was
added n-iodooctadecane (0.042 mol; 15,96 g) and sodium carbonate (0.021 mol; 2.23 g). The reaction
mixture was heated under reflux for 7 hours. The solvent was evaporated under reduced pressure and
the residue was dried over PsOw and then crystallized from acetonitrile. White solid, mp 127-128 °C,
yield 80%.

1H-NMR (403 MHz, TFA-d): d 3.57-3.55 (m, 4H), 3.46-3.42 (m, 8H), 3.19 (s, 12H), 2.54 (m, 4H), 1.87 (m,
4H), 1.46 (m, 8H), 1.35 (s, 28 H), 0.92 (t, 6H). 13C NMR (101 MHz, TFA-d) d 66.08, 60.89, 50.89, 45.53,
31.59-25.71, 22.13, 19.94. 12.46 ESI-MS (m/z) 347 [CasHooN:]?*, 440 [C2sHe2Nis]
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Compound 2 *C NMR
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ACQUISITION dof q

ry 75.461 dm yyy
tn Ci3  dmm
at 1.500  dmf 12000 2 C ~ A
np 69002 PROCESSING ~ 3 P
sw 23000.0 1b 1.00 \)
b 12600 wtfile 7
bs 1 proc ft B ‘ N
tpwr 55 fn 131072 o p
pw 6.0
dl 0 werr
tof 0 wexp ¥
nt 1e+07  whs |
ct 1120 wnt |
alock n
gain 28

FLAGS
il n
in n
dp
DISPLAY
sp 182.3 N\
wp 5965.6 /
vs 125 | A
sc 0 | (3.9
we 250 2z
hzmm 35.86
is 1e+09 .
rfl 10167.2 e
rfp 5809.9
th 5
ins 100.000
nm no  ph |
|

| & &

Ll A ¥ | ) N | Aalsdeak
AN A R Sl A eyl ymt!'ﬂ""ﬂ‘vﬁfj WP AT Al Byt
e PO - .
110 100 90 80 70 60 50




Compound 3 'H NMR

M.Popiela PMTA 12-2

75 70 65 6.0 55

5.0 45 0.5 ppm

00

03
12.26
4.03
.03
67

03

44

12
5.99

Current Data Parameters
NAME

Brycki
EXPNO i
PROCNO 1
F2 - Acquisition Parameters
Date_ 20080410
Time 9.20
INSTRUM spect
PROBHD 5 mm TBI 1H/31
PULPROG 2g30
TD 21364
SOLVENT cDc13
NS 16
DS 2
4770.992 Hz
FIDRES 0.223319 Hz
AQ 2.239101% sec
RG 35:9
oW 104.800 usec
DE 6.00 usec
TE 288.1 K
D1 1.00000000 sec
TDO 1

usec
dB
MHz

600.0762729

Processing parameters
32768

600.0740002 MHz
EM
0

0.00 Hz
0

1.00




Compound 3 *C NMR

PHTA 12
exp2 stdi3c

SAMPLE DEC. & VT
date Mar 6 2008 dfrg 300.069
solvent cdcl3 H1

file exp dpwr a0
ACQUISITION dof

sfrq 75.458  dm vy
tn C13  dmm W
at 1.500 dmf 12000
np 67720 PROCESSING
sw 22573.4 1b 1
fb 12400 wifile
bs 4 proc ft
tpwr 61 fn not used
pw 9.3
d1 0 werr
tof 27.7 wexp
nt 1e+07 wbs
ct 1888 wnt
alock n
gain not used

S S
il n a)
in n Hz)
dp St

DISPLAY
240.8

wp 93586
vs 122
sc
WG 250
hzmm 37.43
is 2642.27
rfl 9925.83
rfp 5809.8
th 7 N\
ins 100.000 /"/?1
nm no ph $ \\ 2

| i
“!WMWWWWMWW‘ Mm_ijwmww WW meu .

WMWWMMWMWWMWMMW ' il . okl

I
120 110 100 90 80 70 60 50 40 30 20 10 ppm




Compound 4 'H NMR

PHTE-14

& VT 7

s
aave 300,068 J &
solvent C H1
file 30
ACOUISITICK o
57rq 300 i
c
} PROCESSING
sw wifile
b proc ft
s fi 131072
tpwr 6
pw 8.8 werr
1 0.500  wexp z
1of 137.1 whbs g
nt 64 wil
L 64 |
alock n hY i
gain not used i
FLAGS
n
in n i
d il
DISPLAY |l
sp -36 |
wp 15626
vs 55 |
sC 0
we 250
hzmm 18.82
is 1353.04 |
el 714.1
rip 0
th
ins 100.009 ‘
ai  cdc
P
/
|
i |-




Compound 4 *C NMR

PMTH-1
exp?  stdizs
SAMPLE
dale Mar Zoln
0lvant cdci2
3 e exp
ACQUISITION
strq 75
tn
at 1
np 67720
Sw 22573.4
fly 12400
bs a |
tpwr 51
W 8.3
d1 ]
tof 207 ‘
nt 1e+06
ct 1000 |
alock n
gain noL used \
FLAGS = )
i y
in n ‘
dp ¥
DISPLAY |
313.1
wp 5852.2 ’
vs 151
sC ] '
we 250
hzmm 0.28
is 264227 Il
rfl1 8927.7
rfp 5809.8
th
ins 100.000
nm  no ph |
| |
l [
‘ |
| | |
| i ‘
l |
I ! ]
I‘| “ | l | ’ |
|
'[0‘ ‘ | | | l
1l ] ! i I |
1 J ’ I | | |
il | 1 { | | ” |
I 1|
Hx | “J ! [ | w
L i o Lﬂ I It
iy ! et ’ R i Lok f '
ARSI vt bt Tyt L%VA‘IWFWAMM"‘,.\W.WF\’\” Wty kﬁ‘MWﬂN’ﬂWNAM{MWMﬂM\) i g/ st VM e iy

T ! I i " I T ¥
80 70 60 50 40 30 20 10 ppm




Compound 5 'H NMR

—
PMTA 16
exp9  stdih
SAMPLE DEC. & VT
date Feb 25 2008 dfrq 300.069
solvent cpciz  dn H1
file exp dpwr 30
ACQUISITION dof 0
sfrg 300.069 dm nnn
tn H1  dmm [3
at 3.503 ) g 200
np 63006 PROCESSING
Sw 8992.8 wtfile
b not used proc ft
bs 4 fn not used
tpwr 56
pw 8.8 werr
a1 0.500 wexp
tof 0 wbs
nt 64 wnt
ct 64
alock n
gain not used
Fl
i1 n
in n
dp y
DISPLAY
sp -45.6
wp 8279.9
vs 110
sC 0
WC 250
hzmm 13.12
is 964.60
rfl 3001.4
rfp
th
ins 100.000
ai cdc p
T (s e o e e b S
10 9 8




Compound 53C NMR

PMTA 16
exp3 stdl3c

SAMPLE DEC. & VT
date Feb 28 2008 dfrg 300.076
solvent cdcl1d  dn H1
file sexport/home/~ dpwr a1
data/rozne/CPMTA16~ dof 0
Sfid dm yyy
ACQUISITION dmm w
5.461 dnf 12000
tn c13 PROCESSING
at 1.500 b 1.00
np 69002 wtfile
sw 23000.0 proc ft
b 12600 fn 131072
bs 4
tpwr 55 werr
pw 6.0 wexp
d1 0 whs
tof 0 wnt
nt 1e+07
ct 2768
alock

n
gain not used
FLAGS

1 n
in n
dp ¥

DISPLAY
sp -189.4
wp 14271.3 |
vs 118
sC
we 0
hzmm 57.09
is 11102.27
rfl 10164.4
rfp 5809.9
th

6
ins 100.000
ph




Compound 6 'H NMR

PMTH-18

oxpl  stdih

SAMPLE DEC. & VT
date Jan & 2010 dfrg i00.0
colvent c0C13  dn
file exp  dpwr
ACQUISITION dof
sfrg 300.063 dm
tn 1 dmm
at dmf
np PROCESSING
sw 3968.3 witfile
fiy not used proc L
1 fn not used
werr
WEXD
whs
wnt

0
ins 100.000
ai cdc ph




Compound 6 *C NMR

PMTH-18 -
expZ  stdldc 3
SAMPLL <
date Jan 9 2010 dfr | !
solvent cde dan
file P dpur
COUISTTION dof |
sfrq 75.459  dn
tn c13  dum W |
at 00
np ‘ |
sw o
i b
bs =
Lpur | |2
Y L]
di L
tof 27.7 wexp |
nt 100000 whbs | ||
ct 1008 wnt ¥, ” (i
alock . \ P |
gain not used = N | "
FLAGS P
i n | o
in n B 2
dp y < - ! o
DISPLAY SEAG [
sp 594.4 | i = 8 |
wp 4581.5 | [ LT
vs 174 i -
sc 0 $ 1 3
we 250 [ |
hzmm 0.66 e
is 2642.27 ‘ )
rfl 9927.0 | ]
rfp 5809.8 | | b
th 6 < i I\
ins 100.000 \ [ 3 1
nm no ph p | ‘ |
|
|
| i
' | [
/ I
| i
I‘!‘
\ A& RN A ARE ks LR PSRN
r‘ 29.8 29.6 29.4 29.2 ppm
< i
i |
‘”' |
b | |
il |
2 | ) i
- | |
‘ l
‘ | ( ‘I\ 1 l
i |
i 1 [ | _}g ﬁ 'd ,
o’ o " PTSRL ' egmstsirsings St bt gt Wity grr
— ———1 —— T — —— " ——r — Tt Feit 7 = " o e o

65 60 55 50 45 40 35 30 25 20 135




Compound 7 'H NMR

PMIH-10

sLdlin

SAMPLE

C

QUISITION
300.0

3508.8
not used

Lpwr 56
o 8.8
a1 0
tof -226.4
nt 54
ct 64
alock n
gain not used

rLAGS
il n
in n
dp Y
DISPLAY

sy -32.3
wp 1500.7
vs 380
sc 0
we 250
hzmm 14.04
is 1291.15
i1 178.9
rfp q
th i
ins 100.000

ai cdc ph

dmm <
dinf 200
PROCESSTNG

wtfile
proc t
fn 65536

werr
wexp
wbs
wint




Compound 7 3C NMR

PMTH-10

exp2 stdl3c

SAMPLE
date Jan 22 2010
solvent cd
file
ACOUISITION
sfrg 75.459
tn
at
np
W 22573.
b 12400
bs 4
tpur 61
pu 9.3
di 0
tof 257
nt 1e+06
t 1096
alock n
gain not used
S
il v
in n
p y
DISPLAY
sp 120.9
wp 7173.8
vs 124
sc 0
we 250
hzmm 28.70
is 2642.27
rfl 9928.7
rfp 5809.8
th S
ins 100.000

| ... .
it il b o ot

90

DEC. & VI

dtrg 200,069

dn H1

dpwr 40

dof 0

dm Y¥Y

dmm w :

dnf 12000 7
PROCESSTNG S

] 1.00 )

wtfile Lik

proc fl

fn 131072

werr -

wexp Iald

whs

wnt

I

80 70 60 50 40

|
|

30

0)

-
i it vl

|

20
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Compound 8 'H NMR

PMTH-12

File: xp

Pulse Sequence: s2pul

Solvent: cdcl3
Ambient temperature
Operator: vnmrl

VNMRS-400 "wormhole"

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 3.500 sec

width 6868.1 Hz

64 repetitions

OBSERVE  H1, 402.6403907 Mz
DATA PROCESSING

Resol. enhancement -0.0 Hz
FT size 131072

Total time 4 min, 48 sec

ppm




Compound 8 *C NMR

File: xp N

Pulse Sequence: s2pul

Solvent: cdcl3

Ambient temperature

Operator: vamrl

VIMRS-400 "wormhole" /

Relax. delay 1.000 sec

Pulse 22.1 degrees

Acq. time 1.300 sec ¢ )
width 22321.4 Exz

2996 repetitions

OBSERVE C13, 101.2440171 MHz L
DECOUPLE H1, 402.6424224 MHz

Power 38 4B

continucusly on

WALTZ-16 mocdulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 6390 hr, 39 min, 30 sec

o A \ | el Koo

i T T T T e B | 1
70 60 50 40 30




Compound 9 'H NMR

90°0-
10°0-
00°0
1007
mo.o\

98°0

0.0

0.5

1.0

1.5

2.0

2.5

3.0

4.5

5.0

55

6.0

6.5

7.0

7.5

8.0




Compound 9 *C NMR

P1°0-—

AAX0000013-C13
PMTH-14Br

95 20 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10
f1 (ppm)

100




Compound 10 'H NMR

MTH-LE
expl stdlh
SAMPLF

date Jan 2¢ 2
solvent cD

QUISITION
300.069

i n
in n
d Y
DISPLAY | !
sp -29.4 | |
wp 15389 |
vs s34
sc
we 250
hznm 6.16
is 840.02
rf1 481.1
rfp
th 0
ins 100.000
ai cdc ph




Compound 10 *C NMR

PHTH-16

expz  stdlic

SAMPLE DEC. & VT

date  Jan

tof 27,7 wex
nt 10406 wbs
ct 1584 wnt K
alock n |
gain not used
FLAGS

3
ins 100.000
nm no  ph

| |
! | i | ’ J | i ||

{ I il
i . i, o Nk R i ' \ Yot Moo WAkt P

70 60 50 40 30




Compound 11 'H NMR

166 —

AAX000000D-H
PMTH18Br

Fore

Fivy
Feoa
Foev

F oo+

2.5 2.0 1.5 1.0 0.5 0.0

3.0

7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5
f1 (ppm)

8.0




Compound 11 *C NMR

€0PT —

1698 ~
64705~
LT'1S—

19—

6€°G9 —

AAX000000D-C1
PMTH18Br

|

|

I

80 75 70 65 60 55 50 45 40 35 30 25 20 15 10
f1 (ppm)

85




Compound 12 'H NMR

TMTN-18-8-18-Br AN
File: xp

Pulse Sequence: s2pul

Solvent: cdcl3
Anbient temperature
Operator: vamrl
VNMRS-400 "woxmhole"

Relax. delay 0.500 sec
Pulse 45.0 degrees

Acq. time 3.500 sec

width 6068.0 Hz

64 repetitions

OBSERVE H1, 402.6403949 MHz
DATA PROCESSING

Resol. enhancement -0.0 Hz
FT size 65536

Total time 4 min, 16 sec

bpm



Compound 12 3C NMR

men-18-8-18-Br  ZOLERNG
File: xp

Pulse Sequence: sZpul

Solvent: cdcl3
Ambient temperature
Operator: vamrl
VNMRS-400 "wormhole"

Relax. delay 1.000 sec
Pulse 22.1 degrees

Acg. time 1.300 sec

Width 19531.2 Hz

28020 repetitions

OBSERVE C13, 101.2440144 MEz
DECOUPLE HI1, 402.6424224 MHz
Power 38 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 131072

Total time 639 hr, 3 min, 38 sec




Compound 13 'H NMR

Zekey De:

TMTH-18-10-18-Br
expl stdlh
SAMPLE
date May 7 2011
solvent SIS
file exp
ACOUISITION
sfrq 300.077
tn 1
at 3.500
np 30648
sw 4378.3
b 2400
bs
tpwr 56
W 7.
dl 0.500
tof 91.8
nt 64
ct 64
alock n
gain 22
FLAGS
i n
in n
dp ¥
DISPLAY
sp -66
wp 1590.6
vs 345
sc 0
c 250
hzmm 6.36
is 337.26
£l 589.3
rfp
th
ins 43.502
ai ph
— Tt
5.0 4.5

wtfile
proc
fn

werr
wexp
whs
wnt

i 200
PROCESSING

ft
32768

I €
a

M OAE

’

4.
(BX

roy




Compound 13 3C NMR

Zoranenviha.

TMTN-18-10-18-Br
exp2  s2pul

SAMPLE DEC. & VT
date Hay 7 2011 dfrg 300.077
solvent cDci13  dn H1
file exp  dpwr 10

ACQUISITION dof 0
sfrg 75.462  dm vy
tn C13  dmm W
at 1.280 dmf 12000
np 48806 PROCESSING
sw 19455.3 1.00
b 10800 wifile
bs 4 proc ft
tpwr 61 fn 131072
[ 10.0
d1 0.500 werr
tof 1311.3  wexp
nt 1e+06 wbs
t 5672 wnt
alock n
gain not used
il n
in n
dp
DISPLAY

sp 650.4
wp 5530.4
Vs 136
sc 0
we 250
hzmm 22.12
is 4964.38
rfl 7077.9
rfp 5810.0
th 3
ins 100.000
nm ph

i

Il

|
34
i / i
A o 4 s ‘,"‘n‘l‘\Mw Koo vt

T T T —r
80 70 60

\

| | |
L \Ww“dw
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Compound 14 'H NMR

TMTN-18-12-18-Br  C00¢ ¢ he

File: xp

Pulse Sequence: s2pul

Solvent: cdcl3
Ambient temperature |
Operator: vamrl |
VNMRS-400 "wormhole"

Relax. delay 0.500 sec
Pulse 45.0 degrees
Acqg. time 3.500 sec ‘
Width 6868.1 Hz

64 repatitions ‘
OBSERVE H1l, 402.6403934 MHz |
DATA PROCESSING |

Resol. enhancement -0.0 Hz ‘
FT size 65536

Total time 4 min, 16 sec




Compound 14 3C NMR

TMTN-18-12-18-Br SR 1w
File: xp

Pulse Sequence: s2pul

Solvent: ¢dcl3

Ambient temperature
Operator: vomrl
VNMRS-400 “"wormhole"

Relax. delay 1.000 sec

Pulse 22.1 degrees

Acq. time 1.300 sec

width 19531.2 Hz

26200 repetitiomns

OBSERVE C13, 101.2440156 MHz ‘

DECOUPLE HL, 402.6424224 Mz

Power 38 4B

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz I
FT size 131072 '
Total time 639 hxr, 3 min, 38 sec

RY ISR M

U T T 1 T | T T 1 —T T o S | T

80 70 60 50 40 30 20 Ppm




Compound 15 'H NMR

TMTN-18-14-18-Br

expl stdlh

SAMPLE DEC. & VT
date May 6 2011 dfrg 300.077
solvent CDC13 dn H1
file exp dpwr 30

ACQUISITION dof 0
sfrg 300.077 dm nnn
tn H1  dmm /3
at 3.500 dmf 200
np 30648 PROCESSING
sW 4378.3 wtfile
fb 2 proc b 1
bs fn 32768
tpwr 56
pw werr
d1 0.500 wexp
tof 91.8 whs
nt 64 wnt
ct 64
alock
gain not used

S

il n
in n
dp y

DISPLAY
sp -60.7
wp 2320.2
vs 498
sC
we 250
hzmm 9.28
is 512.55
rfl 588.5
rfp
th
ins 43.592
ai ph
B

=TS S o - -




Compound 15 3C NMR

NPT
TMTN-18-14-18-Br
exp2  s2pul
SAMPLE DEC. & VT
date May 6 2011 dfrg 300.077
solvent CDC13  dn H1
file exp  dpwr 40
ACQUISITION dof 0
rq 75.460 dm yyy
tn C13  dmm W
at 1.280 dmf 12000
np 37482 PROCESSING
sw 14641.3 1b 1.0
fb 8000 wtfile
bs 4 proc ft
tpwr 61 fn 131072
pw 10.0
a1l 0.500 werr
tof -960.2 wexp
nt 1e+06 whs
ct 1624 wnt
alock
gai not used
i1 n
in n
dp Y.
DISPLAY
575.4
wp 6020.7
vs 188
SC 0
we 250
hzmm 1.70
is 1964.38
rfi1 6942.3
rfp 5810.0
th a
ins 100.000
nm ph
1
| | ! ‘

— T[T

i iy ‘ L WMJ | ul th |
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Compound 16 'H NMR

TMTN-18-16-18-Br
expl stdih
SAMPLE DEC. & VT

date May 6 20 dfrg 300.077
solvent cOC13 dn H1
file exp dpwr 30

ACQUISTTION dof 0
sfrq 300.077 dm nnn
tn H1  dmm c
at 2.000 dinf 200
np 17514 PROCESSING
sw 4378.3 wtfile
fh 2400 proc ft
bs 4 fn 32768
tpwr 56 {
W 7.0 werr |
a1 0.500 wexp
tof 91.8 whs
nt 64 wnt
ct 64 = / /
alock n ' J’
gain not used 1
il n \
in n il
dp y ( v

DISPLAY ‘~1iil\?k 3
sp -61.5 e
wp 2509.4
vs 538
scC 0
we 250
hzmm 10.04
is 404.34
rfl 588.2
rfp 0
th 2
ins 43.592
ai ph
= = ' ———— — = — — : T T




Compound 16 *C NMR

e wre
TMTN-18-16-18-Br

exp2 sZpul

SAMPLE DEC. & VT

date May 6 2011 dfrqg 300.077
solvent COC13  dn H1
file exp dpwr 40

ACQUISITION dof 0
sfryg 75.463 dm vyy
tn C13  dmm w
at 1.280 dmf 12000
np 52246 PROCESSING
sW 20408.2 b 1.00
fb 11200 wtfile
bs 4 proc ft
tpwr 61 fn 131072
pw 10.0
d1 0.500 werr
tof 1899.6 wexp
nt 1le+06 wbs
ct 1892 wnt
alock
gain nol used

S

il n
in n
dp

DISPLAY
sp 781.6
wp 5662.3
vs 157
sc
we 5
hzmm 22.65
is 4964.38
rfl 6966.5
rfp 5810.0
th
ins 100.000
nm ph

I o ! |

i 1 | AN R |
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Compound 17 'H NMR

THTN-3-12 , { )
expd stdlh
SAMPLE DEC. & VT
date  Apr 25 2010 dfrq 300.077
solvent €DC13  dn H1
file sexport/home/~ dpwr 30 4
data/brycki/TMTN31~ dof 0
fid  dm nnn S

ACQUISITION dmm €

rq 077 dmf 200
tn H1 PROCESSING
at 3.000 wtfile
np 27076 proc ft 2 |
sw 4512.6 fn 131072 : / ,
fb not used > I
bs a4 werr (1
tpwr 56 wexp 1
pw 8.8 whs ‘
a1 0.500 wnt
tof 540.2 |
nt 61 |
ct a4
alock n
gai not used |
o |
in n
dp

DISPLAY
sp -55.7
wp 1562.5
vs 385
sC Q !
we 250
hzmm 4.46 {
is 813.39
rf1 204.9
rfp 0
th 1
ins 100.000
ai cdc ph
— —




Compound 17 *C NMR

TMTN-3-12

exp2 std13c

SAMPLE

date Apr 26 2010
solvent cdc13

ile exp

ACQUISITION

sfrq 75.461
tn c13
at 1.500
np 67720
sw 22573.4
fb 12400
bs

tpwr 61
pw 4.3
a1 0
tof 27.7
nt 1e+07
t 179
alock n
gain not used
il n
in n
dp y

DISPLAY

sp 676.0
wp 5987.2
vs 78
sC
we 250
hzmm 23.85

s 2642.27
rfl 9923.2
rfp 5810.0
th

ins 100.000
o ne  p

M ) | |
B WMMWWWmewmmuw*Mwmwwwwmww

DEC. & VT
afrq 200.077
dn H1

dpwr a0
dof [
dm wy
dmm
dmf 12000
PROCESSING
1.00

wtfile
proc ft
n 131072

werr
wexp
whbs
wnt

80

70

VLR

|
f |
e Wi g ot

50

T

30 20 ppm




Compound 18 'H NMR

TMTN-3-16

expl stdih

SAMPLE
date Apr 9 2010
solvent ©Dc13
file exp
ACQUISITION
sfrg 300.069
tn H1
at 3.000
np 23328
sw 38880
i not used
bs a
tpwr 56
pw 8.8
a1
tof 195.3
nt 6
ct 64
aloc n
qain not used
s
i1 n
in n
dp y
DISPLAY
sp -48.5
wp 22910
vs 573
sc
we 250
hzmn 9.16
is 599.36
£l 250.7
rfp 0
th
ins 100.000

ai cdc ph

DEC. & VT

dfrg 300.069
dn H1
dpwr 30
dof 0
dm nnn
dmm c

dmf 200
PROCESSTNG
wifile
proc ft
n 131072
werr
wexp
whs
wnt




Compound 18 C NMR

THTN-3-16
exp2 stdl3c
SAMPLE DEC. & VT

date Apr 3 2010 dfrg 300.069
solvent cdc13  dn H1

le exp  dpwr a0

ACQUISITION dof 0
sfrg 75.459 dm yyy
tn C12  dmm w {
at 1.500 dmf 12000
np 67720 PROCESSING
sw 22573.4 1b 1.00 O
fh 12400 wtfile N
bs 4 proc ft A
tpwr 61 fn 131072 t
pw 9.3
a1 0 werr
tof 27.7 wexp
nt le+06 wbs
ct 1180 wnt
alock
gain not used
i1 Y
in n
dp ¥ ¥ <

DISPLAY

sp 467.4 -
wp 6841.8
vs 180
sc -
we 250 o
hzmm 3.99
s 2642.27
rfl1 9924.9
rfp 5809.8
th
ins 100.000
nm no ph

| |
|
o |l B

4
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Compound 19 'H NMR

TMTN-12
temp.295K

3.5 3.0

s

.05

1.05

2.5 2.0 1.5 1.0 0.5 ppm

o) o [} (o 0
el e « @ KD )
ol v - oI~ =

Current Data Parameters

NAME TMIN-12
EXPNO 2
PROCNO 1

( F2 - Acquisition Parameters
Date_ 20100330
Time 14.47
INSTRUM spect
PROBHD 5 mm TBI 1H/31
PULPROG 2930
™D 65536
SOLVENT cpel3
NS 1
DS 0
SWH 5000.000 Hz
FIDRES 0.076294 Hz
AQ 6.5537500 sec
RG 35.9
D 100.000 usec
DE 6.00 usec
TE 295.0 K
D1 2.00000000 sec
TDO 1
P1 11.80 usec
PLL 2.00 dB
SFOL 599.9352013 MHz
F2 - Processing parameters
sI 32768
SF 599.9329044 MHz
WD EM
SSB o
LB 0.30 Hz
GB [
BC 1.40




Compound 19 3C NMR

TMTN-12
~“temp.295K

Current Data Parameters
NAME THTN-

EXPKO 3

PROCNO 1

F2 - Acquisition Parameters

Date_ 2010033

ime

INSTRUM spect

PROBED 5 mm 1BI 1H/31

BULEROG. 2apg
65536

SOLVENT orC13

NS 2048

DS

st 15873.016 Hz

FIDRES 0.242203 Hz

A 2.0644655 sec

RG 5792.6

o 31,500 usec

DE 6.00 usec

b 295.0 X

D1 2.00000000 sec

a1t 0.03000000 sec

DELTA 1.83999998 sec

D0 1

= CHANNEL f1 =:

-

C
15.00 usec
.00 dB
150.8604385 MEz

CHANNEL £2 ==s=====
waltzlé

1k
90.00 usec
2.00 dB
22.00 ds

22.00 dB
595.9353187 MHz

F2 - Processing parameters
ST

SF 150.8532756 iz
WDW BN
SSB 0
LB 1.00 Hz
<] 0
BC 1.40

85 80 75 70 65

T T
15 ppm




Compound 20 'H NMR

TMTN-16
expl stdth
SAMPLE DEC. & VT
date Mar 20 2010 dfrg 300.069
solvent cOC13  dn H1
file exp 30
ACQUISITION 0
sfrq 300.069 non
tn H1 ©
at 2.000 im f 200
np 32786 PROCESSING
swW 5464.5 wtfile
b not used proc ft
bs 4 fn 131072
tpwr 56
pw 8.8 werr
dl 0.500 wexp
tof 594.2  whs
nt 64 wnt
ct 64
alock n
gain not used
FLAGS
il n
in n
dp
DISPLAY
sp -33.4
wp 1541.3
vs 422
sC 0
we 250
hzmm 6.17
is 879.81
rfl 637.1
rfp 0
th 0
ins 100.000
ai  cdc ph




Compound 20 3C NMR

THMTN-16

exp2  stdi3c

SAMPLE DEC. & VT
date Mar 20 2010 dfrq 300.069
solvent cdcl3  dn H1
file exp  dpwr 10
ACQUISITION dof 0
sfryq 75.459  dm yyy
tn €13 dmm W
at 1.500 F 12000
np 67720 PROCESSING
sW 22573.4 1.00
fb 12400 wtfile
bs 4 proc 1
tpwr 61 fn 131072
pw 9.3
di 0 werr
tof 27.7  wexp
nt 1le+06 wbs
ct 9 wnt
alock n
gain not used
S
n
in n
Y
DISPLAY
-73.4
wp 6544.5
vs 135
sC 0
we 250
hzmm 2.30
s 330.28
rfl 9927.0
rfp 5800.8
th 2
ins 100.000
nm no
! |
‘ \
| | ||
il U |
TR SRR, 1) O . ; . v e’
s STRP. W i) i
T T —— | ! —
70 60 50 40 30

‘ |
W'ijlwkwwww

20

AN A
————

ppm



Compound 21 'H NMR

2xJC18 C

File: xp - ‘

quence: szpul i

cdcl13

Lemperature . '

\
"wormho e

Relax. delay 0.500 sec i
Pulse 45.0 degrees
Acq. time 4.000 sec
width 4032.3 Hz
64 repetitions
Hi, 402.6403918 MHz
FSSING |

Reso1. enhancement =0.0 Hz
FT size 1231072
Total time 4 min, 48 sec H
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v
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w
w
w
=
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w
~
=
v
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=
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Compound 21 *C NMR

THTA 18 ’

- R
expz stdl3c j
SAMPLE DEC. & VT |
date  Apr 14 2008 dfrqg 300.068 H
solvent TFA dn H1
i exp  dpwr a0
ACQUTSITION dof 0
sfrg 75.459  dm yyy
tn €13 dnm w
at 1.500
np 67720 PROCLSSING
sw 22573.4 | .
b 12300 wifile £ <u
bs 4 proc f 3
tpwr 61 fn 131072 4' <
pw 9.3 < -
d1 o werr . <k
tof 27.7 wexp L o
nt 1e+07  wbs o, ¥
ct 1880 wnt o2
alock n . < {
gain nol used Q ™\
s A P
n
in n "IN
LaaY
DISPLAY
sp 337.1
wp 179561 -
vs 408 4.
scC
we 250
hzmm 71.87
is 2642.27
rfl 12869.6
rfp 8767.5
th
ins 100.000
nm no  ph




