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Materials and methods. All reagents were used as supplied commercially unless otherwise
noted. Compound 5g was synthesized according to literature procedure’. All melting points were
determined on MEL-TEMP and are uncorrected. IR and '"H NMR spectra were recorded on
Mattson Infinity 60AR and Varian XI.-400 instruments respectively. Mass spectra were due by

University of California, San Francisco Mass Spectrometry Facility.
Synthesis and characterization

Methyl 1-(2-methoxyphenyl)-2-imidazolecarboxylate (5h) : It was synthesized according to
literature procedure'” from imidazole sodium salt and 2-iodoanisole. Yield 40%; m. p 104-106 °
C; IR (KBr): 1718 cm™; "H NMR (CDCly): § 7.42 (td, I= 1.6, 7.9 Hz), 7.27 (s, 1H), 7.23 (dd, J=
1.8, 5.5Hz, 1H), 7.09 (s, 1H), 6.99-7.04 (m, 2H), 3.81 (s, 3H), 3.73 (s, 3H) ppm; EIMS (m/e):
232, 201, 173(100), 144, 92, 77, 68, 59; HRMS : calcd. for Cj,H;,N,05 232.0847, found,
232.0850.

Methyl 1-(2-nitrophenyl)-4-imidazolecarboxylate (5i) : It was synthesized according to
literature procedure’ from 2-fluoronitrobenzene and methyl 4-imidazolecarboxylate. Yield 85%:;
m. p 172-174 °C; IR (KBr): 1699 cm™; 'H NMR (CDCl5): § 8.09 (d, J= 8.0 Hz, 1H), 7.78 (t, J=
8.0 Hz, 1H), 7.76 (s, 1H), 7.74 (s, 1H), 7.69 (t, I= 8.0 Hz, 1H), 7.52 (d, J= 8.0 Hz, 1H), 3.89 (s,
3H) ppm; EIMS (m/e): 248, 230, 216, 160, 134, 105(100), 78; HRMS : calcd. for C;;HgN;0,
247.0593, found, 247.0594.

General Procedure for Addition Reaction: To a 0.25 M solution of 1-trityl-4-iodoimidazole in

dry CH,Cl, was added a 3.0 M solution of EtMgBr (1.0 eq.) in diethyl ether at rt‘under N, . After

stirring at rt for 2 hrs, the ester (0.45 eq. for 7a-d, 7f-i , 0.30 eq. for 7e and 0.22 eq. for 8) was




© 1999 American Chemical Society, Org. Lett., Collman 01990201b Supporting Info Page 2

added to the reaction system and the resulting mixture was stirred at rt for 24-48 hrs. The
reaction was quenched by addition of several drops of methanol, and then the mixture was
concentrated and the residue was subject to chromatography on silica gel using CH,Cl,/hexanes
(saturated with ammonia gas ) as the eluent.
Bis(1-trityl-4-imidazolyl)phenylcarbinol (7a) : yield 73%; m. p 104-106 °C; IR (KBr): 3446
cm’; "H NMR (CDCL): 8 7.39 (d, J= 7.1 Hz, 2H), 7.32 (s, 2H), 7.24-7.28 (m, 19H), 7.23 (d,
J=1.6 Hz, 2H), 7.07 (dd, J= 1.6, 7.9 Hz, 12H), 6.74 (d, J=1.4 Hz, 2H) ppm; ESIMS : m/e =725.4
M-+H* for Cs;HgoN,O.
Bis(1-trityl-4-imidazolyl)-4-methoxyphenylcarbinol (7b) : yield 56%; m. p 118-120 °C; IR
(KBr): 3429 cm™; "H NMR (CDCl,): & 7.18-7.30 (m, 20H), 7.06 (dd, J= 1.4, 7.9 Hz, 12H), 6.75
~ (d, J= 8.8 Hz, 2H), 6.72 (d, J=1.4 Hz, 2H), 3.73 (s, 3H) ppm; ESIMS : m/e = 755.4 M+H" for
Cs5oHapNLO,.
Bis(1-trityl-4-imidazolyl)-4-nitrophenylcarbinol (7c) : yield 79%; m. p 172-174 °C; IR
(KBr): 3429 cm™'; '"H NMR (CDCl,): & 8.09 (dd, J= 1.9, 8.9 Hz, 2H), 7.62 (dd, J= 2.0, 9.0 Hz,
2H), 7.39 (d, J= 7.1 Hz, 2H), 7.24-7.33 (m, 20H), 7.04-7.06 (m, 12H), 6.81 (d, J=1.4 Hz, 2H)
ppm; ESIMS : m/e = 770.4 M+H" for Cs;H3oNsOs. .
Di(1-trityl-4-imidazolyl)methanol (7d) : yield 67%; m. p 178-180 °C; IR (KBr): 3429 cm’;
'"H NMR (CDCL): 8 7.34 (d, J=1.4 Hz, 2H), 7.23-7.30 (m, 18H), 7.06 (dd, J= 1.4, 8.0 Hz, 12H),
6.71 (d, J=1.4 Hz, 2H), 5.76 (s, 1H) ppm; ESIMS : m/e = 649.4 M+H" for C4sH3sN,4O.
Tris(1-trityl-4-imidazolyl)carbinol (7e): yield 40%; m. p 128-130 °C; IR (KBr): 3438 em™;
~'H NMR (CDCl): § 7.20-7.26 (m, 27H), 7.06 (d, J= 7.3 Hz, 18H), 6.80 (s, 3H) ppm; ESIMS :
m/e = 957.4 M+H" for Ce;Hs,N¢O.
Bis(1-trityl-4-imidazolyl)-2-pyridylcarbinol (7f) : yield 54%; m. p 208-210 °C (dec.); IR
(KBr): 3345 cm™; 'H NMR (CDCls): & 8.48 (dd, J= 0.9, 8.5 Hz, 1H), 7.65-7.72 (m, 2H), 7.20-
7.30 (m, 20H), 7.15-7.19 (m, 1H), 7.05 (d, J= 7.0 Hz, 12H), 6.91 (s, 2H) ppm; ESIMS : m/e =
726.4 M+H" for CsoH3oN5O.
Bis(1-trityl-4-imidazolyl)-2-(1-methylimidazol)ylcarbinol (7g) : yield 52%; m. p 116-118 °C
: IR (KBr): 3406 cm™; '"H NMR (CDCls): 8 7.30 (d, J= 1.4 Hz, 2H), 7.21-7.29 (m, 18H), 7.07
(dd, J= 1.3, 8.2 Hz, 12H), 6.92 (s, 1H), 6.80 (d, J= 1.4 Hz, 2H), 6.76 (s, 1H), 3.41 (s, 3H) ppm;
ESIMS : m/e = 729.4 M+H" for C4H4oN¢O.
Bis(1-trityl-4-imidazolyl)-2-(1-(2-methoxyphenyl)imidazol)ylcarbinol (7h) : yield 65%; m.p

120-122 °C ; IR (KBr): 3433 cm’™; - 'H NMR (CDCls): & 7.17-7.28 (m, 21H), 7.11 (d, J= 7.6 Hz,
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1H), 7.06 (s, 1H), 6.99 (d, J= 7.1 Hz, 12 H), 6.80 (s, 1H), 6.67 (d, J= 7.6Hz, 1H), 6.63 (s, 2H),
. 3.60 (s, 3H) ppm; ESIMS : m/e = 821.4 M+H" for CssHyN4O,.

Bis(1-trityl-4-imidazolyl)-2-(1-(2-nitrophenyl)imidazol)ylcarbinol (7i) : yield 44%; m. p
136-138 °C ; R (KBr): 3419 cm™; '"H NMR (CDCly): & 7.91 (dd, J= 1.3, 8.1 Hz, 1H), 7.63 (td,
J=1.4,7.8 Hz, 1H), 7.51 (dd, J= 1.4, 8.0 Hz, 1H), 7.49 (d, J= 1.4 Hz, 1H), 7.42 (dd, J=1.2,7.9
Hz, 1H), 7.30 (d, J= 1.5 Hz, 1H), 7.20-7.24 (m, 18H), 7.06-7.08 (m, 12H), 7.00 (d, J= 1.5 Hz,
1H), 6.86 (d, J= 1.4 Hz, 2H) ppm; ESIMS : m/e = 836.2 M+H" for Cs;H4;N;O3.
a,0,0’,0°-Tetrakis(1-trityl-4-imidazolyl)-2,6-pyridinedimethanol (8) : yield 48%; m. p 148-
150 °C ; IR (KBr): 3383 cm’; 'H NMR (CDCly): 8 7.65 (dd, J= 6.7, 8.5 Hz, 1H), 7.56-7.58 (m,
2H), 7.19-7.26 (m, 40H), 7.04-7.06 (m, 24H), 6.90 (s, 4H) ppm; ESIMS :A m/e = 1372.6 M+H" for
CosH7;3NgO,.

Tris(4(5)-imidazolyl)carbinol trifluoroacetic acid salt (10) : A solution of tris(1-trityl-4-
imidazolyl)carbinol in 85% aq. TFA was refluxed for 4hrs, and the resulting mixture v;/as
concentrated and the residue was added into distilled water. Subsequently, the suspension was
filtered and the filtrate was concentrated and dried in vacuo over P,Os. yield 65%; IR (KBr):
3413, 1676 cm™; 'H NMR (D,0): & 8.64 (é, 3H), 7.33 (s, 3H) ppm; ESIMS : m/e = 231.0 M+H"
for C;gH;¢NO.
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