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General Methods. Anhydrous conditions were achieved (When indicated) by ﬂame-drying flasks

and equipments. Reactions were monitored by TLC on Macherey-Nagel' Alugram F254 (0.25 mm) .

_plates, which were visualized by dipping into 5% ethanolic H2504 or cerium molibdate and heating. - -
Melting p01nts were obtarned ona Buch1 SMP 20 apparatus and are uncorrected 'H (300 MHZ) and
13C NMR (75 MHZ) spectra were recorded ona Bruker AC 300 Advanced spectrometer at 25°C 1H

, NMR shifts are referenced to the resrdual solvent srgnal s 7 24 for CDCl3, 2.05 for acetone-ds, and
2. 50 for DMSO-dg). 13C NMR shrfts are referenced to the solvent peak (77 0 for CDC13, 29.9 for
acetone- de, 39.5 for DMSO dg). All final compounds gave sat1sfactory elemental analyses (£ 0.4%).
Ger’anic Acid Vanillamide (1e). Colorless oll: IR (liquid film) 3325, 1659, 1632, 1516, 1275,

11215, 1181, 1125 cm’'; CIMS (isobutane) mlz 304 (C13H25N03+H)+ (100); '"H NMR (300 CDCl3) -

d 6.86 (d, 1H, J=38 Hz), 6.82 (s, lH), 6’.79.(d, H, J = 8 Hz), 5.64 (br t, 1H, J = 5.6 Hz), 4.38 (d,
2H, J = 5.6 Hz), 3,86 (s, 3H), 2.17 (lar s, 3H), 1.67 (br s, 3H), 1.61 (br s, 3H); ¥C NMR (75 Mz,
CDCl;) § 167.4, 154.9, 145.5, l_32.7, 130.8, 122.5,, 121.0, 119.2," 1182, 114.9, llO.9,v56_.3, 43.6,
412,33.5,26.0, 18.8, 16.6. -

Farnesic Acid Vanillamide (Farvanyl, 1). Colorless oil; IR (liquid ﬁlm).ssoé 165§ 1-632 1516,
1462, 1377, 1775 1238, 1153 cm™; CIMS (1sobutane) m/z 372 (C23H3 NO;+H)" (lOO) 1H NMR
(300 CDCls) 6 6.86 (d, 1H, J = 8 Hz), 6.79 (s, 1H), 6.75 (d, 1H,J =8 l—_Iz),' 5.60 (br s, 1H), 5.56 (br
s, 1H), 5.09 (br s, QH), 4.39(d, 2H,J =55 .Hz), 3.89 (s, 3H), 2.18 (l)r s, 3H), 1.66 (br s, 3Hj, 1.60

‘(br s, 3H); °C NMR (75 Mz CDCl;) 6.,166.7, 15>4.5>, 146.5, 144.9, 136.0, 1.31.3., 130.2,.123.7,
120.6, 117.6, 114.2', 110.6,- 55'..7, 43.1, 40;8, 39.5,31.8,25.7, 23.2,'18.2, 17.21, 15.8. |
Phytoyl Vanillamide (1g). Colorless oil: IR (liqnid film) 3302, 1661,-1632, 1516, l464, 1275,.'
1155, 1124 1035 cm™; ClMS (isobutane) m/z 446 (Co7HssNO3+H)" (100); 'H'NMR (300 CDCl3) &
6.85(d, 1H, J =8 Hz), 6.80 (s, 1H), 6.75 (d, 1H, J = 8 Hz), 5.67 (br t, lH,AJ = 5.8 Hz), 5.53; (s, 1H), .‘
4.38 (d, 2H, J =5.8 Hz), 3,87 (s, 3H), 2.16 (br s, 3H), 0,87 tm 12H); °C NMR (75 Mz, CDCl3) 5

- 166.8, 155.1, 1466 144.9, 130.3, 120.6, 1174 1142, 110.6, 55.7, 431 40.9, 391 372 37.1,

326,278 248 24.6; 275 274 19.5, 18_
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-Chrysanthemlc Acid Vamllamxde (1h). Colorless powder mp 110 °C; IR (KBr) 3874 3232
1630, 1597, 1524 1462, 1377, 1238, 1121 1032 em™; CIMS (1sobutane) m/z 303 (C13H23N03 +
H)" (100); "H NMR (300 MHz, CDCl3) 8 6.86 (d, 1H, J =8 Hz), 6.82 (br s, 1H), 6.76_(br d, 1H,J=
8 Hz), 5.80 (d, 1H, J = 5.5 Hz), 4‘88"(brd 1H, J=5.1 Hz), 437 (4, 2H J=4.4 Hz), 2.17 (m 1H), |
170 (br's, 3H), 1.30 (s, 3H), 1. 10(s 3H), 3C NMR (75 Mz, CDCI3)6 1716, 1472, 1455 1355,
131.1,122.0, 121.3, 114.8, 11.2,56.3, 442 37.5, 310 278 262 228 208 18.9.
(S)-Perillic Acxd Vanillamide (1i). Colorless oil: IR (hquld film) 3326, 1624 1516, 1275, 1240
1215, 1157, 1036 om’'; CIMS (isobutane) m/z 302 (C13H23NO3+H) (100); 'H NMR (300 CDCly) 5
687(d 1H, J—8Hz) 6.82 (br s, 1H), 676(brd 1H, J =8 Hz), 6.66 (brd, 1H, J=3Hz), 594(br
s, IH) 4.76 (br s, 1H), 4.71 (br s, lH) 441 (d,2H J =5.6 Hz), 3.87 (s, 3H), 1.76 (br s, 3H)
NMR (75 Mz, CDClg) 3 168.6, 149.2, 147.2, 145.6, 1_36.7, 133.1,130.7, 121.3, 114;9, 111.3, 109.7, |
S6.4,44.1,403, 31.6,27.5,25.3,21.3. | -
Retinoyl Vanlllamlde (Retvaml 1j). Yellow-orange powder mp 135.°C; IR (KBr) 340, 3.100
1640, 1611, 1598, 1583, 1516, 1447, 1283, 1258, 1206, 972 cm; CIMS (isobutane) m/z 436'
(C23H37NO3+H)+(100)~ 'H NMR (300 CDCL;) § 6.98 (dd lH. J=152,11.4 Hz), 6.90 (d, 1H, I=8
Hz), 687(brs lH) 6.82 (brd, 1H,J= 8Hz) 6.35 - 6.14 (m, 4H) 5.81 (brt, 1H, I= 5.7 Hz), 572 ‘
(br s, 1H), 4.45 (d, 2H, I = 5.7 Hz), 392(s 3H), 2.43 (br's, 3H), 2.09 (m, IH) 703 (br s, 3H), 175 '
(br s, 3H), 1.63 (m, 2H), 1.52 (m, 2H) 1.07 (s, 6H); 13C NMR (75 Mz, CDCly) §.166.8, 148 7
146.5, 144.8, 138.6, 137.5, 137.1, 135.2, 130.1, 129.6, 129.3, 128.0, 121, 1:20.6,114.2, 110.5, 55.7,
43.2,39.3,34.0, 328‘28.7215190134126 | |
Sorbyl Vamllamlde (1k). White powder mp 107 °C IR (KBr) 3492, 3292, 1655 1630 1609,
1545, 1516 1453, 1 31, 1271, 1250, 1028 em’™: CIMS (isobutane) m/z 248 (C14H7NO3 + H)
(100);‘ 'H NMR _(300 MHz, CDCl;) 6>7.22 (m, 1H), 6.84 (d, 1H, J =38 Hz), 6.é1 (br s lH)., 6.78 (br
m, 1H), 6.75 (br d, 1H, J = 8 Hz), 6.12 (m, 1H), 5.96 (br t, 1H, J =_'5.8 Hz), ‘5.7_6 d, 1H, =15
Hz), 4.41 (d, 2H, J = 5.8 Hz), 3.85 (s, 3H), 1.83 (brd, 3H,J =5.3 Hz); °C NMR (75 Mz, CDCI})S |

166.9, 147.2, 145.5, 141.9, 138.4, 130.6, 130.1, 121.8, 121.2,114.9,111.2,56.3,44.0, 19.0.~
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Erucyl Vanillamide (11). Wﬁite pQwaer: rﬁp 55 °C; IR (kBr) 3316, 1649, 1635,' 1520, 1468, 1279,
1124, 1236, 1020 ’cm"" CIMS (isobutane) m/z 474 (C3oHs1NO3 + H)* (100); 'H WNMR (300'MHz,'
CDCl3)6685(d 1H, ] = 8 Hz), 6.81 (brs, lH) 678(brd 1H, J—8Hz),572(brs 1H), 535(m'
2H), 435 (d, 2H y= 5.6 Hz), 3.87 (s, 3H), 220(t 2H, ] = 7.2 Ha), 2.01 (m, 4H), 1.65 (m, 2H),
1.27 (m, 28H), 0.88 (br t, 3H, J = 5.9 Hz); °C NMR (75 Mz, CDCLy) § 173.5, 147.1, 145.5, 130.7,
130.3, 121.1, 114.8, 111.1, 56.3, 43.9, 37.2, 33.0, 32.3, 30.2, 30.1, 30.0, 29.9, 29.8,.29.7, 29.6, 27.6,
26.2,23.1, 14.6. | o | o
st‘earolyi Vanillamide (1m). White powder: fnp 51 °C; IR (KBr) 3295, 1641, 1'6‘3'6, 1520, 1464,
1277, 1122, 1039, 1020 cm™; CIMS (isobutane) m/z' 416 (C26HaiNOs - H)" (100); '"H NMR (300 |
MHz, CDCl3)8 6.85 (d, 1H, J =8 Hz), 6.79 (s, ‘lH), 6.75 (d; IH,J =8 Hz), 5.83 (br's, 1H),-_,4.33 (d,
2H, ] =5.5 Hz), 3.89 (s, 3H), 2.23-2.10 (m, 6H), 1.64 (br s, 2H), 1.43-1.27 (m, 20H), 0.86 (br t, 3H,
1=6.7 Hz); °C NMR (75 Mz, CDCl3) 8 173.4, 148.1, 1472, 130.1, 121.2, 114.8, 1‘1.1.1‘,-80.8, 80.5,
56.3; 442,372, 32.3,31.3,30.1,29.6,29.3,29.1, 262, 23.1, 19.2, 14.6.

| Xymeninyl Vanillamide (1n). White powder: mp 65 °C; IR (KBr) 3489, 3306, 1640, 1645, 1520,
1464, 1279, 954, 725 cm™'; CIMS (isobutane) m/z 414 (CasH3oNO5 + H)” (100) 1H NMR (300
MHz, CDCl;) § 6.85 (d, 1H, J = 8 Hz), 6.79 (s, lH) 6.74 (d, 1H, J =8 Hz), 6.00 (dt, 1H, J = 16, 8
Hz), 5.89 (brs, 1H), 5.43 (br d, 1H, ] = 16 Hz), 4.33 (d, 2H, J =5.2 Hz), 3.66 (s, 3H), 2.36-2.01 (m,
6H), 1.63-1.21 (m, 16H), 0.87 (br t, 3H, J = 6.8 Hz); 13C NMR (75 Mz, CDC13)»6 173.4‘,‘ '147.2,
145.6, 143.9, 130.7, 121.1, 114.9, 111.1, 1120.1, 89.0, 79.7, 56.3, 48.8, 43.9, 37. 1, 4-,232.1’,' 29.6,
29.3,29.2, 292,291291281261730197145 |
Ricinoleyl Vanillamide (10). Colorless oil: IR (liquid film) 3324; 1635, 1540, 1461, 1436, 1277,
1124, 1035 cm'l; CIMS (isobutane) m/z 434 (C26H43NO4 + H)+ (100); 'H NMR (300 MHz, CDCI;)
5 6.85 (d, 1H, J = 8 Hz), 6.78 (s, IH), 6.73 (d, 1H, J = 8 Hz), 6.25 (br s, 1H), 5.46 (m, 2H), 429 (&,
2H, J =5.6 Hz), 3.81 (s, 3H), 3.53 (br 7, 1H, J = 6.9 Hz), 2.17 (m, 4H), 1.99 (m, 2H), 1.62 (nﬁ, 2H

1.34 (brs, 16H), 0.83 (brt, 3H, J = 6.7 Hz); "CNMR (75 Mz, CDCl3) 8 173.6, 147.2, 145.5,133.6, = -




© 2002 American Chemical Society, J. Med. Chern., Appendino jm0208440 Supporting Info Page 4
130.6, 129.4, 125.7, 121.1, 114.9, 1.‘11'2’ 71.9-56.3,- 43.8, 37.2, 37.1, 35.7, 3‘2.2, 29.9, 29.7, 29.5,
277,261,230, 145, | | ' - |
Undecilenyl Vanillamide (1p). White powder: mp- 56V°C; IR (KBr) 3292, '16__37, 1520, 1_551, 1279, -
1234, 1032, 906 810, cm’! chs (isobutane) m/z 320 (C19H79N03 + H) (100); ‘H NMR (300
MHz CDCl3) & 6.85 (d 1H,J=28 Hz) 6.79 (s, 1H), 6 73 (d 1H J= 8 Hz) 5 83 (m, 2H), 4.98 (d,
1H, J = 16 Hz), 492(d 1H, J—IOHZ) 434(d 2H J 56Hz) 386(5 JH) 219(t 2H, J‘73"
Hz), 2.04-1.97 (m, 2H) 1.65 (m 2H) 137 1 28 (rn 1OH) 13’C NMR (75 Mz, CDCl3) & 173. 5

1472, 145.5, 139.5, 130.6, 128.8, 1211 1148 114.6, 1111 56.3, 439 372 342 297 294,

- 29.3,26.2. ‘
Rxcmoleyl Vanillamide 12- Acetate '(19). Colorless o11 IR (11qu1d ﬁlm) 303 1736 1645: 1516
1373 1242, 1153, 1124 1034 cm’ CIMS (1sobutane) m/z 476 (C28H45NO6+ H) (100) 1H NMR U
(300 MHz, CDC1)5686 (d 1H J—SHZ) 678 (s, 1H), 674 (d 1H J—SHZ) 575 (br's, 1H)
©5.44-5.35 (m, 2H),485(q, 1H, J—64Hz) 435 (d 2H, J 56) 388(5 3H), 203 (s 3H), 088 (s. |
H) 13C NMR (75 Mz CDCI;) d 173.1, 170 7 146.6, 144 9, 137 3 130 0, 172 4, 119 0, 111 7
110.5, 73.8 55.5, 43;0, 36.3, 332,316, 31.4, 29.3, 29.2, 29.1, 2_9:_0, 28.9, 28.9,' 28.8,27.0,25.5, 25.
0222 20.9, 205 20.3, 137 ) |
Dlhvdrorlcmolevl Vamllamxde (1r). White powder mp 95 °C; IR (KBr) 3431, 1638 1518 1466
1275, 1244, 1123, 1032 cm™; CIMS (1sobutane) m/z 436 (C26H4DNO4 + H) (100) 1H NMR (300
MHz CDC13)669(d 1H, J— 8.0 Hz), 684(brs lH J= 80Hz) 679(brs 1H) 377(brt 1H J
=56Hz),439(d,2H,J= 56Hz) 392 (s, 3H), 3.61 (br t, 1H J= 68HZ) 224(t 2H J—74Hz)
1.69 (m 2H) 140 (br s, H), 0.93 (t 2H J = 6.9 Hz); Be NMR (75 Mz, acetione- D6) 3 1722, -

‘147.5, 145.5, 130.6, 119.8, 115.3, 111.7, 69.7, 55.6, 42.0, 374 35 5, 31 6, 294 293 292 28. 9

25.6, 22.3,14.1.

12-Dehydrodlhydrorlcmoleyl Vamllamxde (1s). Whlte powder mp 65 °C' IR (KBr) 3453, 3318,

1705, 1647 1636, 1522, 1466 1279; 1153, 1174 1040 cm’ CI\/IS (1sobutane) m/z 434 (C76H43NO4
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+H)" (100); 'H NMR (300 MHZ, CDCl;) 3 6.88 (d, 1H, J=8.0 Hé), 6.81 (brs, 1H); 6.77 (d, 1H,J

= 8.0 Hz), 5.70 (br t, IH, J=5.6 Hz),4.36 (brd, 2H,J = 5.6.Hz), 3.88 (s, 3H),2.38 (f, 4H,J=6.7
Hz),2.20 (t,2H,J = 66Hz), 1.64 (br s, 2H), 1.55 (br s, 4H), 1.25 (brs, 18H), 0.88 (brt, J = 68

Hz); 13CNMR(75 Mz, CDCl3) & 211.9, 173.1, 146.6,. 1450 130.1, 120.6, 1142, 110.6, 55.7,
43.3,42.7,42.6, 36.6, 31.4,29.5,29.2,29.1, 29.0, 28.8, 28.7, 26.9, 25.6, 23.7, 22.3,13.9.

(9S, 10S)* Methylen Oleyl Vanillamide (1t). CoiOrless oil: IR (iiquid film) 3296, 1645, 1516,
1456, 1275, 1155, 1124, 1035 cm’'; CIMS (isobutane) rn/i 432 (C27ﬁ45NO3 + H)" (100); '"H NMR
(300 MHz, CDClé) 5 6.87 (d, IH,J=28.0 Hz), 6.80 (l:)r s, 1H), 6.75 (d, 1H, J = 8.0 Hz), 5.68 (br s,
1H), 4.36 (d, 2H, J = 5.6 Hz), 3.88 (s, 3H), 2.21 (t, 2H, J = 7.3»Hz),‘ 1.67 (m, 4H), 1.29 (m, 22H),
0.88 (br t, 3H,J = 6.7 Hz), 0.58 (m, 3H), -0.33 (m, 1H). "C NMR (75 Mz, CDCL) § 172.9, 146.6,
145.0, 130.2,-120.6, 114.2, 110.5, 55.8, 50.1, 43.4, 36.7,-3.1.8_, 30.1, 30.0, 29.5, 29.4, 29.3, 29.-2,‘
29.1,28.6,28.5, 2‘5'.7, 22.6,15.6, 1‘5.5, 14.0. | -
(95, 105)* Methylen Ricinoleyl Vanillamide (1u). Coloriess‘_, oil: IR_ (liquid film) 3302, 1645, -
1516, 1464, 1433, 1277, 1035, 1124 cm’'; CIMS (1sobutane) m/z 448 (C37H4sNO4 + H) (100)
NMR (300 MHz, CDCl;) 8 6.87 (d, 1H, ] = 8.0 Hz), 6.81 (br s, lH) 675 (d, 1H, J—SOHZ) 571
(brs, 1H), 4.36 (d,2H,J = 5.6 Hz), 3.88 (s, 3H), 3.70 (br t, 1H, J'é 5.9 Hz), 220 (t,2H,J=7.2 Hz),
1.63 (m,12H), 1.31 (brs, 24H), 0.87 v(br t,3H,J = 6.6 Hz), 0.69 (br m, 3H), -0.18 (m, IH).

(95, 103)* Methylen Erucyl Vanillamide (1v). Cvolorless"oilz IR (liquid film) 3806, 1649, 1637,
1520, 1464,,1279, 1236, 1122, 1‘022 cm’'; CIMS (isobutane) m/z 488 (C3,Hs3NO; + H)" (100); 'H
NMR (300 MHz, CDCl;) 8 6.86 (d, 1H, J = 8.0 Hz), 6.79 (br ‘s,‘lH)_, 6.74 (d, 1H, ] = 8.0 sz, 5.89
(br s; TH), 434 (d, 2H, 7= 5.6 Hz), 3.85 (s, 3H), 2.15 (t, 2H, T = 7.3 Hz); 1.63 (br t, 2H), 1.20 (brs,
32H) 0.88 (brt, 3H, J = 6.8 Hz), 0.56 (m, 3H), -0.33 (m, iH); B3¢ NMR (75 Mz, CDCl;) & 172.9,
146.5, 144.9, 130.1, 128.2, 120.5, 114.2, 110.5, 55.7, 48.7, 43.3, 36.6, 31.7, 30.0, 29.5, 29.5, 294,
29.3,29.2,29.1,28.5, 18.6, 15.6, 13.9, 10.7.
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(10R)* Mefhylen Undecilenyl Va‘nillamide (IW). Colorless foam; IR (KBr) 3380; 1645, 151’6','
1464, 1431, 1275, 1125, 1036 cm™; CIMS (isobutane) m/z 432 (CxoHyNO; + H)* (100); 'H NMR

(300 MHz, CDCl3) 3 6.87 (d, 1H, J=8.0 Ha), 6.79 (s, 1H), 6.74 (d, 1H,J=8.0 Hz) 5.97 (brs, 1H),
5.90 (brt, 1H, J':=,5.7 Hz), 4.33 (brd, 2H, J = 5.7 Hz), 3.83 (s, 3H), 2.19 (t, 2H, J = 7.6 Hz), 1.64
(m, 2HD), 122 (m, 12H), 1.14 (m, 1HD), 0.37 (m, 2H), : O._os' (m, 2H); °C NMR (75 Mz, CDCL) §
174.5, 158.1, 147.2, 145.6, 130.7, 121.2, 114.8,'111;1,'56.5‘, 43.9, 3753', 35.2,30.1,30.0, 30.0, 299,
29.8,263, 11.3, 4.8. | | | | o |
(2R, 3R)* Methylen Phytoyl Vz%hiil’amide (Ix). Colo‘rless 'fbam; IR (KBr) 3325, 1648, 1516, 1464,
1456, 1275, 1215, 1038 cm™; CIMS (isob_ﬁtane) -m/_z 460 (C2sHigNO5s+H)™ (100); 'H NMR (300
MHz, CDCl3) § 6.87 (d,'lH, J =8.0 Hz), 6.79 (s, 1H), 6.74 (d, 1H, J é’s.o Hz), 5.95 (br t, IH,J %
5.7 Hz), 4.37 (br d, 2H, J = 5.7 Hz), 3.88 (5, 3H), 117 Gs, 3H), 0.86 (br d, 12H, 1=68 Hz)g B¢

" NMR (75 Mz, CDCly) § 171.2, 146.6; 144.9, 130.5, 120.6, 1142, 110.0, 55.7, 43.5, 41.1, 39.2,

1372,32.6,32.5,27.8,25.4, 25.7, 24.6,24.3,22.6,22.4,19.6, 15.9.

Abietyl vanillamide (2a); ~White_p§wder:'mp 78 °C; IR (KBr) ,‘3389, 1632, 1516, 1275, 1238, ‘ll 155,
1034 cm’'; CIMS (isobutane) /2 43 8 (CasHzsNOs + H)' (100); 'HNMR (300 MHz, CDCl;) 8 6.85
(d, 1H,J = 8 Hz), 6.77 (s, 1H), 6.72(&,’ 1H, J = 8 Hz), 6.06 (br t, 1H, J = 5.1 Hz), *5.'74»(5: s, 1H),'
5.30 (brd, 1H, J¥4Hz) 433 (or d, 2HiJ='5.1~Hz)'3;85 (s, 3H), 1.22 (s, 3H), 0.99 (d, 3,7 =67
Hz), 0.96 (d, 3H, J = 6.7 Hz), 0.83 (s, 3H); 15C NMR (75 Mz, CDCL) § 178.6, 145.7, 145.5, 136.2

1310 1245 121.0, 114.9, 1111 562 514 46.8, 442 389 387 353 5.1,27.8,_27.5, 24.4,

21.8,21.3, 18.7, 17.5, 14.6. |

Ursolyl vanillamide (2b). Colorless foam; IR (KBr) 3384, 1626, 1535, 1516, 1285, 1235, 1145,
1034, 997 crn”'; CIMS (1sobutane) m/z 592 (C33H57NO4+H) (100); 'HNMR (Joo MHz, CDC13)6
6.86 (d, 1H, J = 8 Hz), 6.7 (s, 1H), 6.75 (q, 1H, 1= 8 Hz), 6.10 (br s, 1H), 5.21 (br 3 1H), 4.38 (dd,
iH,J= 14.9,5.2 Hz), 4.07 (dd, 1 Il—I.z',J= 14.§, 3.2 Hz, 3.96 (s, 3H), 1.09 (s, 3H),0.99 (s, 3H),‘O.94

(s, 3H), 0.89 (s, 3H), 0.84 (d, 3H, ] = 6.7 Hz), 0.79 (s, 3H), 0.71 (s, 3H); *C NMR (75 Mz, CDCl;)
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) 177.8,.146.5, 145.0, 139.7, 130.2, 125._6, 120.7, 114.3, 110.8, 78.8, 55.8, 55.0, 53.9, 47.6, 47 .4,
43.6,42.3, 39.6, 39,‘0, 38.6, 38.5,'36.8, 32.7,28.0,27.1,23.2,23.1, 18.1,17.1, 16.9, 15.5., 15.3. |
18B-Glycyrrhetyl vanillamidé 2¢). White powder: mp 152 °C; IR (KBr) 3440, 1647, 1516, 1466, .
1387, 1277, 1207, 1038 em™'; CIMS (isobutane) m/z 607 (CagHssNOs + H)" (100); g NMR (300
MHz, CDC13)8685 (d, 1H, J =8 Hz), 6.80 (s, lH) 676(d 1H J =8 Hz), 598(brt 1H, 1‘52
Hz), 5.61 (s, 1H), 4.36 (t, 2H, J = 5.2 Hz), 3.88 (s 3H), 3 18(m 1H), 2.73 (d, 1H, J— 126Hz)v
141 (s, 3H), 1.19 (s, 3H), 1. 13 (s, 3H), 1.09 (s 3H), 0. 80 (s, 3H); 13C NMR (75 Mz, CDCI;) a‘.
200.0, 175.5, 169.1, 1466 1449 130.4, 128.2, 120.5, 114.4, 1104, 78.6, 61.6, 55.7, 547 480 ,
45.2, 43.4, 43.0, 39.0, 38.9, 36.8, 32.6, 31.7, 29.3, 28.3, 27.9, 27.0, 26.2, 23.1, 18.5, 17.3, 16.2,
154, o | |

| Ch‘olyl vanillamide (2d). White powder: mp 178 °C: IR'(KBr) 3560, 1725, 1.649., 1605, 1516,
1375, 1277, 1155, 1078, 1038 cm™'; CIMS (isobutane) ﬁn/z 544 (C3,HuNOg + H) (100); H NMR
(300 MHz, CDCl;) 8 6.84 (d, 1H,J = 8.Hz), 6.80 (é, 1H), 6.76 (d, 1H, ] = 8 Hz), 6.12 (br's, 1H),
4.33 (br s, 2H), 4.03 (m, 2H), 3.96 (br ), 3.87 (s, 3H), 1.01 (br d, 3H.T=6.1 -Hz)‘, 0.89 (s, 3H), 0.67 |
‘(s,,BH); 13C NMR (75 Mz, acétone-dé):ﬁ 1726, 147.5, 145.4,130.6, ;19.7, 115.2; 111.7,471.1, 70.6,
66.4, 5.6, 46.3, 45.8, 41.:9‘, 41.6, 415,387, 3'5.3, 35.0, 3413, 3'2.7‘,:3230, 263 22.7,' 17.2,124.
Betullinyl vanillamide (2-é)..'.Am0rphous; IR (KBf) .3453, .1655, 1637, 1508, -1420,'1263, 1209;
1155, 1034 cm™; CIMS (isobutane) m/z 593 (_C3gH57.NO4 + H)‘+ (100)";' IH. NMR (300 MHz, -CDC_13)
§7.21 (d, IH, J =8 Hz), 6.87 (s, lH),. 6.79 (d, 1H, J =8 Hz), 5.91 (brt IH,J= 52 Hz), 474 (brs,
1H), 4.59 (br s, 1H), 4.38 (d, 2H J = 5.2 Hz), 3.84 (s, 3H), 3.20 (brm IH) 2.50 (brt 1H, J—84
Hz), 1.68 ( br s, 3H), 0,96 (s, 6H), 0.91 (s, 3H), 0.81 (s, 3H), 0.76 (s, 3H) ; °C NMR (75 Mz,
CDCl3) § 175.6, 150.4, 146.3, 1454, 128.3, 121.8, 114.2, 111.1, 109.5, 78.8, 69.9, 65.6, 56.3, 5.7,
50.3, 49.2, 46.8, 42.2, 40.4, 38.6, 38.0, 37.0, 34.1, 32.0, 27.8, 25.3, 21.8, 20.7, 19.1, 18.1, 15.9, -

15.6, 14.5.
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Ilicyl Vanillaxﬁidé (21). White powder: mp 155 °C; IR (KBr) 3887, 1655, 1611, 1541, 1518, 1431,
1252, 1034 em’’; CIMS (isobﬁtane) m/z 388 (Co3H3NOs + H)” (25); 'H NMR (390 MHz, CDClL) 8
6.76 (d, 1H, J = 8 Hz), 6.74 (s, 1H), 6.70 (d, [H, J = 8 Hz), 6.4 (br t, 1H J =54 Hz), 5.41 (brs),
5,16 (brs), 431 (br d, 2H, J = 5.4), 3.87 (s, 3H), 2.02 (¢, 4H, ] = 8.0 Hz), 1.45 (btr m; 4 H), 1.11 (br
s, 12H); 13C NMR (75 Mz, acetone-dg) 8 172.9, 148.3, 146.3, 131.3, 120.7, 116.0,_ 112.7, 56.4, 42.9,
136.2,29.6,29.5,26.2,17.1. |
Azelayl vanillamide (3a). Amori)hous foam. IR (KBr) 3450,‘1605, 1518, 1466, .1-277, 1248, 1153,
1128 cm’! CIMS (isobutane) rn/z 459 (C23H34N206 +H)" (25) 'H NMR (300 MHz, CDCl3) 8 6.83
(d, 2H, J = 8 Hz), 680(5 2H) 675 (d, 2H, J—8Hz) 620(brs 1H), 5.41 (brs) 434 (br s, 4H),
3.88 (br s, 3H), 2.3 3 (brt, 4 H), 1. 68 (br m, 6 H), 1.03 (br s, 4H) BC NMR (75 Mz, CDCl3) 8
169.6, 146.6, 1145.0, 129.7, 1206 1143 110.7, 67.8, 557 435, 350 28.7,25.5, 15.1.
Sebacyl vamllamlde (3b). White powder mp 110 °C; IR (KBr) 3312, 1642 1636 1520 1464
1277, 1145 1124, 1040 cm’™'; CIMS (isobutane) m/z 473 (C26H36N206 + H)" (25); 'H NMR (300
MHZ, CDCls) 6 6.75 (br t, 2H, JA= 5.2 Hz), 6.73 (d, 2H, ] = 8 Hz), 6.63 (s, 2H), 6.56 (d, 2H? J=38
Hz), 5.41 (br s), 413 (br d, 4H J = 5.4, 3.70 (br s, 3H), 1.01 (s, 3H), 0.80 (s, 3H); °C NMR (75
Mz, acetone-ds) 8 169.6, 151.7, 1482, 146.1, 1315, 1203, 1160, 1148, 112.1, 708, 64.0, 56.3,
54.9,45.1,44.0,42.8, 34.9, 27.6, 26.4,23.3, 20.6,19.4,17.1. |
Eicosandionyl vanillamide (3c). Amorphous foam; IR (KBr)‘ em’!; CIMS (isobutane) m/z 613
(C16Hs6N206 + H)* (100); 'H NMR (300 Mz, CDCL;) & 6.86 (d, 2H,J - 8 Hz), 6.80 (s, 2H), 6.75
(d,2H,J =8 Hz), 5.88 (brt, 2H, J = 5.4 Hz), 4.34 (br d, 4H J=5.4),3.86 (s, 6H), 2.20 (t, 4H, ] =
7.9 Hz), 1.62 (m 8H), 1. 25 (brs, 24H);
(E,Z)- IO-EICOSCHleIlyl vanlllamlde (3d). Amorphous foam; IR (KBr) 3291, 1641, 1547, 1518
1271, 1244, 1213, 1123, 1024 cm’!; CIMS (isobutane) m/z 611 (C36H54N206+H) (100); 'HNMR
(300 MHz, CDCl3) § 6.85 (d, 2H, J = 8 Hz), 6.80 (s, 2H), 6.75 (d, 2H, J = 8 Hz), 5.77 (brt, 2H,J =

5.4 Hz), 5.37 (br's, 2H), 4.35 (br d, 4H, T = 5.4), 3.87 (s, 6H), 2.19 (t, 4H, T = 7.9 Hz), 1.97 (m, 4H),
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1.65 (br m, 8H), 1.28 (br s, 20H); C NMR (75 Mz, CDCly) 6 173.6,- 146;6, 144.9, 130.2,»1'3(').1,
129.7, 120;5, 114.2, 110.6, 55.7, 43.3,36.6, 32 3,29.5,29.3, 29 1, 29 1,29.0,28.8,26.9, 25 6.

Cis- endonorbornenedicarboxylic acid bls-vamllamlde (4a) Amorphous foam, IR (XBr) 3410,5
1655, 1508, 1275, 1134, 1125, 1032 970 cm’; CIMS (1sobutane) m/z 453 (C25H28N205 + H) \

(100); 'H NMR (300 MHz, CDCl3) 8 7.02 (br s, 2H), 6.77 (d. oM, J =8 Hz), 665 (s, 2H), 6.61 d,

2H, J—8Hz) 6.31 (d, 2H, J—lSHz) 411 (brd 4H, J = 5.4), 3.87 (s, 6H),.>.36 (br s, 2H), 3.10

(brs 2 H), 2.04 (br d,J = 1.8 Hz, 2H), ca130 (m 2H), ‘3c NMR (75 Mz CDC13)6 172.8, 145.6,
144.7, 1354, 129.6, 1202, 114.3, 110.5, 55.6, 51.6, 47.0, 432

(x)-Trans- norbornenedlcarboxyhc acid bls-vamllamlde (4b) Whne powder: mp 70 °C; IR (KBr)

3346, 1714, 1651, 1614, 1540, 1433, 1275, 1240, 1211, 1034 cm; CIMS (1sobutane) miz 453

(CasHasN>0g + H)' (100); 'H NMR (300 MHz, CDClg) 56. 80 6.50 (overlappedm 6H), 627 (br
s. 1H), 6.13 (br s, 1H), ca. 424 (br m, 4H), 3.79 (s 6H), 378 (s, 31,3 14 (m 2H), 254 (dd, 1H, J
= 5.4, 1.8 Hz), 1.81 (d, 1H, J—59Hz) 152(brd 1H, J—59Hz) 122(m 1H); 13CNMR(75'_-’.
Mz, CDCLy) 8 174.4, 173.3, 146.6, 1465 144.8, 1379 1342, 130.1, 1299, 120.3, 1202, 1146

110.4, 110.3, 55.7, 50.3, 48.3, 46.2, 44.9, 433, 26.9. _



