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N-(2’-Hydroxyethyl)-1-azacycloheptan-2-one (3a): 312 mg of a colorless oil,
97% yield; TH NMR (400 MHz, CDCl3) 6 1.70 (m, 6 H), 2.53 (m, 2H), 3.45 (m, 2H),

3.53 (t, J = 5.5 Hz, 2H), 3.71 (t, J = 5.6 Hz, 2H); 13C NMR (100.6 MHz, CDCl3) §
23.6, 28.6, 30.2, 37.4, 51.4, 51.8, 61.4, 177.6; IR (neat) 3350, 2900, 1610, 1480, 1430

cml; MS (CI) m/e 158 (M++H); HRMS calcd for CgH1gNO2 (M++H):158.1183, found
158.1181.

N-(3’-Hydroxypropyl)-1-azacycloheptan-2-one (3b): 332 mg of a colorless oil,
95% yield; 'H NMR (400 MHz, CDCl3) § 1.63-1.79 (m, 8H), 2.55 (m, 2H), 3.36 (m,

2H), 3.52 (t, J = 6.2 Hz, 2H), 3.53 (t, J = 5.4 Hz, 2H), 3.81 (br s, 1H); 13C NMR
(100.6 MHz, CDCl3) 6 23.8, 28.7, 30.3, 30.5, 37.3, 45.0, 50.3, 58.4, 177.8; IR (neat)

3370, 2900, 2825, 1605, 1475, 1425 cm-1; MS (CI) m/e 172 (M*+H); HRMS calcd for
CoH18NO, (M*+H):172.1313, found 172.1337.

N-(2’-Hydroxyethyl)-1-azacyclononan-2-one (3e): 85 mg of a pale yellow oil,
29% yield; 1H NMR (400 MHz, CDCl3) § 1.56 (m, 6H), 1.67 (m, 2H), 1.80 (m, 2H),
2.54 (t, J = 6.3 Hz, 2H), 3.51 (t, J = 5.3 Hz, 2H), 3.55 (t, J = 5.7 Hz, 2H), 3.78 (t, J =
5.0 Hz, 2H), 4.16 (s, 1H); 13C NMR (75.6 MHz, CDCl3) § 22.2, 24.6, 25.5, 26.9,

28.1, 34.6, 49.7, 50.3, 62.0, 177.3; IR (neat) 3400, 2910, 1600, 1465, 1445, 1420 cm-1;

MS (CI) m/e 186 (M++H), 154; HRMS calcd for C1gHpoNO, (Mt+H): 186.1494, found
186.1503.

N-(2’-Hydroxypropyl)-1-azacyclononan-2-one (3f): 9.0 mg of a pale yellow oil,
3% yield; TH NMR (300 MHz, CDCl3) § 1.45-1.78 (m, 14H), 2.55 (t, /= 6.3 Hz, 2H),

3.45 (m, 4 H), 4.15 (br s, 1H); 13C NMR (100.6 MHz, CDCl3) § 23.3, 24.8, 24.9, 26.7

28.2,29.9, 33.8,41.1, 48.7, 58.2, 176.4; IR (neat) 3380, 2910, 1600, 1465 cm-l. This
compound was not further characterized.
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1-Oxa-5-azacyclotridecan-13-one (4f): 87.3 mg of a crystalline solid, 28% yield;
mp 120-122 °C; TH NMR (400 MHz, CDCl3) 6 1.42-1.45 (m, 4H), 1.60 (m, 3H), 1.79
(m, 2H), 1.88 (pentet, J = 6.7 Hz, 2H), 2.34 (pentet, J =6.4, 2H), 2.46 (m, 2H), 3.14 (t,
J = 6.4 Hz, 2H), 3.20 (t, J = 5.9 Hz, 2H), 4.30 (t, J = 5.2 Hz, 2H); 13C NMR (75.6
MHz, CDCl3) & 24.0; 244, 26.5, 26.8, 27.1, 27.7, 34.1, 47.1, 48.1, 64.1, 173.9; IR

(CH,Clp) 2920, 1720, 1450, 1050 cm-l; MS (CI) m/e 200 (M*++H), 56; HRMS calcd for
C11H2oNOy (M*+H): 200.1651, found 200.1647.

N-(2’-Hydroxyethyl)-1-azacyclodecan-2-one (3g): 250 mg of a white crystalline
solid, 88% yield, mp 73-75 °C; 1H NMR (400 MHz, CDCl3) & 1.42-1.50 (m, 14H), 3.56
(br s 2H), 3.81 (m, 4H), 4.10 (t, J = 4.6 Hz, 1H); 13C NMR (100.6 MHz, CDCl3) §
18.7, 21.5, 25.5, 26.2, 26.5, 27.4, 30.6, 48.0, 49.1, 63.0, 177.1; IR (CH,Cl,) 3350,
2920, 1600, 1460, 1040 cm-1; MS (CI) m/e 200 (M*++H), 168, 44; HRMS calcd for

C11H22NO; (M*+H): 200.1651, found 200.1650. Anal. Caled for C11H1NOj: C, 66.29;
H, 10.62; N, 7.03; found: C, 66.24; H, 10.41; N, 6.64.

1-Oxa-4-azacyclotridecan-13-one (4g): 70 mg of a pale yellow oil, 64%; lH NMR
(400 MHz, CDCl3) 6 1.37-1.49 (m, 9H), 1.66-1.69 (m, 4H), 2.4 (m, 2H), 2.69 (t, J =
5.4 Hz, 2H), 2.93 (t, J = 4.6 Hz, 2H), 4.25 (t, J = 4.7 Hz, 2H); 13C NMR (75.6 MHz,
CDCl3) 6 23.5, 24.3, 24.9, 26.2, 26.6, 26.8, 34.8, 47.4, 47.9, 63.9, 173.8; IR (neat)
3300, 2890, 1705 cm1; MS (CI) m/e 200 (M++H), 184, 56; HRMS calcd for C11H2NO,
(M*+H): 200.1651, found 200.1654. |

N-(3’-Hydroxypropyl)-1-azacyclodecan-2-one (3h): 32 mg of an oil, 23% yield;
1H NMR (400 MHz, CDCl3) 6 1.38-1.73 (m, 16H), 2.59 (m, 2H), 3.52 (m, 4H), 4.15 (t

b

J=7.0 Hz, 1H); 13C NMR (75.6 MHz, CDCl3) § 18.4, 21.3, 25.2, 25.7, 25.8, 27.1,

30.0, 30.1, 39.5, 45.4, 58.4, 175.5; IR (neat) 3395, 2920, 1600, 1460, 1415, 1060 cm-1;

MS (CI) m/e 214 (M*+H), 86, 65, 47, HRMS calcd for C12H24NO» (M*++H): 214.1807,
found 214.1788.
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1-Oxa-5-azacyclotetradecan-14-one (4h): 55 mg of a colorless oil, 40%; 'H NMR
(400 MHz, CDCl3) & 1.35-1.52 (m, 10H), 1.65-1.72 (m, 3H), 1.88 (pentet, J = 5.6 Hz,

2H), 2.40 (m 2H), 2.75 (m, 4H), 4.22 (t, J = 5.4 Hz, 2H); 13C NMR (100.6 MHz,
CDCl3) 8 22.5, 24.5, 25.9, 26.1, 26.2, 26.2, 28.6, 34.9, 44.2, 47.4, 62.7, 174.2; IR

(neat) 3400, 2920, 2955, 1725, 1450 cor1; MS (CI) m/e 214 (M*+H), 57; HRMS calcd
for C12H24NO, (M*+H): 214.1807, found 214.1779.

N-(2°-Hydroxyethyl)-1-azacycloundecan-2-one (3i): 140 mg of a crystalline
solid, 51% yield; mp 89.5-91.0 °C; 1H NMR (400 MHz, CDCl3) & 1.28-1.79 (m, 16H),
2.53 (m, 2H), 3.57 (m, 2H), 3.82 (m, 2H), 4.08 (m, 1H); 13C NMR (100.6 MHz,
CDCl3) 6 23.0, 24.2, 24.8, 25.3, 25.4, 26.3, 27.6, 29.8, 49.5, 50.0, 63.0, 176.8; IR
(CH,Clp) 3360, 2910, 1605, 1450, 1060 cm1; MS (CI) m/e 214 (M++H), 182, 74, 44;
HRMS calcd for C1pHp4NO2 (M*+H): 214.1807, found 214.1809.

1-Oxa-4-azacyclotetradecan-14-one (4i): 53 mg of an oil, 19% yield; lH NMR
(400 MHz, CDCl3) 6 1.34-1.43 (m, 9H), 1.57-1.68 (m, 6H), 2.43 (m, 2H), 2.69 (t, J =

5.7 Hz, 2H), 2.91 (t, J = 4.8 Hz, 2H), 4.29 (t, J = 4.8 Hz, 2H); 13C NMR (100.6 MHz,
CDCl3) 6 23.2, 24.0, 25.1, 25.9, 26.1, 26.7, 27.3, 34.5, 46.2, 48.3, 63.3, 174.1; IR

(neat) 3320, 2920, 2845, 1725, 1440, 1230, 1140 cm-1; MS (CI) m/e 214 (M*+H), 56;
HRMS calcd for C12H24NO2 (M++H): 214.1807, found 214.1810.

N-(2’-Hydroxypropyl)-1-azacycloundecan-2-one (3j): 74 mg of a white
crystalline solid, 25% yield; mp 65-66.5 °C; 'H NMR (400 MHz, CDCl3) 6 1.28-1.41 (m,
8H), 1.56-1.79 (m, 10 H), 2.53 (br s, 2H), 3.50 (m, 4H), 4.13 (t, J = 4.7 Hz, 1H); 13C
NMR (100.6 MHz, CDCl3) 6 22.9, 24.2, 24.7, 25.4, 25.5, 25.9, 27.6, 29.4, 30.2, 40.1,

47.7, 58.6, 175.5; IR (CHClp) 3390, 2920, 1605, 1460 cm-1; MS (CI) m/e 228 (M++H),
88, 44; HRMS calcd for C13H26NO (M*+H): 228.1963, found 228.1973.
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1-Oxa-5-azapentadecan-15-one (4j): 161 mg of an oil, 54% yield; 1H NMR (400
MHz, CDCl3) 8 1.35-1.53 (m, 12H), 1.64 (br s, 1H), 1.71 (m, 2H), 1.88 (pentet, J =

5.5 Hz, 2H), 2.38 (m, 2H), 2.73 (t, J = 6.0 Hz, 4H), 4.22 (t, J = 5.3 Hz, 2H); 13C NMR
(100.6 MHz, CDCl3) 8 24.3, 25.2, 26.6, 26.7, 27.2, 27.8, 28.0, 29.4, 34.3, 46.2, 48.4,

63.4, 174.7; IR (neat) 3320, 2910, 2840, 1725, 1450, 1150 cm-1; MS (CI) m/e 228
(M*+H), 70, 57, HRMS calcd for C13H26NO, (M++H): 228.1963, found 228.1937.

N-(2’-Hydroxyethyl)-N-methylacetamide (5a): Mixture of amide bond rotamers
(ca. 4:1), 351 mg of a colorless oil, 87% yield: 'H NMR (400 MHz, CDCl3, major
isomer) 0 2.14 (s, 3H), 3.10 (s, 3H), 3.6 (t, J = 5.1 Hz, 2H), 3.80 (m, 2H); 1H NMR

(400 MHz, CDCl3, minor isomer, diagnostic peaks only) & 2.18 (s, 3H), 2.98 (s, 3H),
3.49 (t, J = 5.2 Hz, 2H); 13C NMR (125.7 MHz, CDCl3, major isomer) & 21.8, 37.6,
51.3, 61.8, 172.8; 13C NMR (125.7 MHz, CDCl3, minor isomer) & 21.6, 33.4, 52.7,

59.8, 171.4; IR (neat) 3350, 2910, 2880, 1615, 1490, 1395, 1050, 1070 cm-1; MS CI m/e
118 (M*+H), 100, 86, 74; HRMS calcd for CgH12NO;: 118.0868, found 118.0869.

N-(3’-Hydroxypropyl)-N-methylacetamide (5b): Mixture of amide bond rotamers
(ca. 8:1), 159 mg of a colorless oil, 40% yield. 'H NMR (400 MHz, CDCl3, major
isomer) 6 1.73 (m, 2H), 2.14 (s, 3H), 3.01 (s, 3H), 3.52 (t, J = 5.4 Hz, 2H), 3.55 (t, J =

6.0 Hz, 2H), 3.90 (t, J = 7.0 Hz, 1H); 1H NMR (400 MHz, CDCl3, minor isomer,
diagnostic peaks only) 8 2.15 (s, 3H), 2.94 (s, 3H); 13C NMR (125.7 MHz, CDCl3,

major isomer) & 21.5, 29.4, 36.1, 43.7, 57.9, 172.0; 13C NMR (125.7 MHz, CDCl3,

minor isomer) & 21.2, 30.8, 33.1, 47.3, 59.2, 170.7; IR (neat) 3390, 2925, 1620, 1400,

1050 cm-1; MS CI m/e 132 (M*+H), 55, 44; HRMS calcd for CgH 4NO: 132.1024,
found 132.1024.
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3-Methylaminopropylacetate (6b): 77 mg of a colorless oil, 19%; !H NMR (400
MHz, CDCl3) 8 2.14 (s, 3H), 2.15 (m, 2H), 2.87 (s, 3H), 3.15 (t, J = 7.0 Hz, 2H), 4.25

(t, J = 5.7 Hz, 2H); 13C NMR (100.6 MHz, CDCl3) 8 21.3, 25.9, 33.5, 47.1, 61.5,

171.4; IR (neat) 3350, 2930, 1725, 1250 cm1; MS CI m/e 132 (M++H), 44; HRMS calcd
for CgH14NO»: 132.1024, found 132.1038.
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