proton mult THF-dz CD.Cl. CDCl; toluene-dy CgzDy CsDsCl (CD;)pCO (CD;3R80 CD;CN TFE-43 CD;OD DO
solvent resid ual 1.72 532 7.26 208 T.16 6.96 2.05 2.50 1.94 5.02 331 4,79
signals .58 6.97 699 1BE
7.01 7.14
7.09
water OH 1 246 1.52 1.56 043 0.40 1.03 2.84% 3.33° 2.13 1.66 4.87
acetic acid CH; 5 1.89 2.06 2.10 1.57 1.52 1.76 1.96 1.91 1.96 2.06 1.99 208
acetone CH; 5 2.05 212 217 1.57 1.55 1.77 2.09 209 2.08 2.19 215 222
acetonitrile CH; 5 195 1.97 2.10 0.69 0.58 1.21 205 207 1.96 1.95 203 206
benzene CH s 7.31 7135 7.36 71.12 1.15 120 7.36 71.37 7.37 1.36 7.33
tert -butyl alcohol CH; 5 1.15 1.24 1.28 1.03 1.05 1.12 1.18 1.11 1.16 1.28 1.40 1.24
OH 5" 3.16 0.58 0.63 1.30 4.19 2.18 2.20
chloroform CH 5 7.89 732 7.26 6.10 6.15 6.74 2.02 g.32 7.58 7.33 7.90
| B-crown-6 CH- s 3.57 .59 167 3.36 339 j4l i.59 151 3.51 .64 164 3.80
cyclohexane CH- 5 1.44 1.44 1.43 1.40 1.40 1.37 1.43 1.40 1.44 1.47 1.45
1 .2-dichloroethane CH- 5 337 3.76 373 291 200 126 387 190 381 i 378
dichloromethane CH; 5 5.51 533 5.30 432 427 477 5.63 5.76 544 5.24 5.49
diethyl ether CH; t, 7 1.12 1.15 1.21 1.10 1.11 1.10 1.11 1.09 1.12 1.20 1.18 1.17
CH- q,7 338 343 148 323 126 i3l 341 338 342 3.58 3.49 3.56
diglyme CH; m 343 3.57 3.65 343 id6 349 3.56 351 3.53 3.67 i.6l 3.67
CH- m 153 3.50 3.57 i3l i34 337 147 138 345 1.62 3.58 1.6l
OCHj; s 328 333 139 il2 ill il6 328 i 3.9 141 3.35 3.37
dimethylformamide CH 5 791 796 8.02 7.57 763 1.73 796 795 7.92 T.86 7.97 7.92
CH; 5 2.88 291 296 237 2.36 2.51 294 2.89 2.89 2.98 2.99 3.01
CH; 5 2.76 282 288 1.96 1.86 230 278 273 2.1 2.88 2.8 285
1 4-dioxane CH- s i.56 365 il 333 3.35 345 .59 3.57 31.60 1.76 3.66 3.75
DME CH; 5 328 i34 340 3.12 312 317 328 3124 328 31.40 3.35 3.37
CH- 5 143 149 3.55 331 333 3.37 346 343 145 i.61 3.52 3.60
ethane CH; 5 0.85 0.85 087 081 0.80 0.79 0.83 0.82 0.85 0.85 0.85 0.82
ethanol CH; t, 7 1.10 1.19 1.25 097 096 1.06 1.12 1.06 1.12 1,22 1.19 1.17
CH- q, 7 351 1.66 372 136 334 351 3.57 44 354 L | 3.60 3.65
OH ol 330 1.33 1.32 0.83 0.50 1.39 339 4.63 247
ethyl acetate CH;CO 5 1.94 2.00 2.05 1.69 1.65 1.78 197 1.99 1.97 2.03 2.01 2.07
CH,CH, q,7 4.04 4.08 4.12 387 189 196 4.05 4,03 4.06 4,14 400 414
CH,CH, t, 7 1.19 1.23 1.26 0.94 092 1.04 1.20 1.17 1.20 1.26 1.24 1.24
ethylene CH, 5 5.36 5.40 5.40 525 325 5.29 5.38 541 541 5.40 5.39 5.44
ethylene wﬁ]}'ﬂﬂl CH, g 148 .66 176 3.36 34l 358 328 3134 3.51 1.72 1.59 3.65
H grea CH; m 0.85—0.91 0.84—090 0.84—087 0.89—0.96 0.90—098 0.86—092 090 082—-08R% 0.88—0.94 0.86—0.93
CH, brs 1.29 1.27 1.25 1.33 1.32 1.30 1.29 1.24 1.33 1.29
hexamethylbenzene  CH; 5 2.18 220 224 2.10 213 2.10 217 2.14 2.19 2.24 2.19
n-hexane CH; t, 7 0.89 0.89 0.88 0.88 0.89 085 0.88 0.86 0.89 0.91 0.90
CH; m 1.29 1.27 1.26 1.22 1.24 1.19 1.28 1.25 1.28 1.31 1.29
HMDSO CH; 5 0.07 0.07 0.07 0.10 0.12 0.10 0.07 0.06 0.07 0.08 007 028
HMPFPA CH; d 9.5 2.58 2.60 2.65 242 240 247 2.59 2.53 2.57 2.63 264 261
hydrogen Ha 5 4.55 4.59 4.62 4.50 447 449 4.54 4.61 4.57 4.53 4.56
imidazole CH(2) 5 748 7.63 7.67 7.30 733 1.53 7.62 T.63 1.57 T.61 1.67 T.78
CH(4,5) 5 6.94 7.07 7.10 6.86 6.90 7.01 7.04 T7.01 7.01 7.03 7.05 T.14
methane CH, 5 0.19 0.21 022 0.17 0.16 0.15 0.17 0.20 0.20 0.18 0.20 0.18
methanol CH; 5¥ 327 342 149 303 3.07 325 331 ilé 328 144 i i
OH il 3.02 1.09 1.09 1.30 3.12 4.01 2.16
nitromethane CH; 5 431 431 433 3.01 294 59 443 4.42 4.31 4,28 434 440
n-pentane CH; t, 7 0.89 0.89 0.88 087 087 0.84 0.28 0.86 0.89 0.90 0.90
CH- m 1.31 1.30 1.27 1.25 1.23 1.23 1.27 1.27 1.29 1.33 1.29
propane CH; t, 7.3 0.90 0.90 0.90 0.89 0.86 0.84 0.88 0.87 0.90 0.90 0.91 0.88
CH- sept, 7.3 1.33 1.32 1.32 1.32 1.26 1.26 1.31 1.29 1.33 1.33 1.34 1.30
2-propanol CH; d,6 1.08 1.17 1.22 095 095 1.04 1.10 1.04 1.09 1.20 1.50 1.17
CH sept, 6 382 397 4.04 .65 367 382 3190 iR 387 4,05 392 4.02
propylene CH; dt, 64, 1.5 1.69 1.71 1.73 1.55 1.55 1.58 1.68 1 .68 1.70 1.70 1.70 1.70
CHz(l) dm,10 489 493 494 492 495 491 490 494 493 4,93 4.91 4,95
CHx2) dm,17 499 5.03 503 498 5.01 498 5.00 503 5.04 5.03 5.01 5.06
CH m 5.79 5.84 583 5.70 5.72 5.72 5.81 5.80 5.85 5.87 5.82 5.90
pyridine CH(2,6) m 8.54 2.59 8.62 247 253 g.51 8.58 &.58 8.57 8.45 g.53 8.52
CH(3,5) m 71.25 7.28 7.29 6.67 6.66 690 135 7.39 7.33 T.40 7.44 7.45
CH(4) m 71.65 T.68 T.68 6.99 698 125 1.76 1.79 7.73 7.82 1.85 T.87
pyrrole NH brt 996 B.69 &.40 71.71 T.80 Rol 10,02 10,75 927
CH(2,5) m 666 6.79 6.83 6.43 648 6.62 6.77 6.73 6.75 6.84 6.72 693
CH(3,4) m 6.02 6.19 6.26 627 6.37 627 6.07 6.01 6.10 6.24 608 6.26
p;l.frrﬂ]idine" CH3(2,5) m 2.75 2.82 2.87 2.54 2.54 2.64 2.67 2.75 il 2.80 3.07
CH,(3.4) m 1.59 1.67 1.68 1.36 1.33 1.43 1.55 1.61 1.93 1.72 1.87
silicone grease CH; 5 0.11 0.09 0.07 026 0.29 0.14 0.13 —0.06 0.08 0.16 0.10
tetra hydrofuran CH,(2.,5) m 362 1.69 3.76 3.54 3.57 .59 363 .60 364 378 L | 3.74
CH,(3.4) m 1.79 1.82 1.85 1.43 1.40 1.55 1.79 1.76 1.80 1.91 1.87 1.88
toluene CH; 5 231 2.34 2.36 2.11 211 216 232 230 233 2.33 2.32
CHi2.4,6) m 7.10 7.15 717 6.96—7.01 702 701-7.08 7.10-720 718 T7.10-730 T.10-730 .16
CH(3,5) m 7.19 7.24 725 7.09 713 7.10-7.17 7.10-720 725 7.10-730 7.10-730 .16
tricthylamine CH; t, 7 097 0.99 1.03 095 096 093 0.96 0.93 0.96 1.31 1.05  0.99
CH- q.7 246 248 2.53 2.39 240 239 245 243 245 3.12 258 257

“ Except for the compounds in solutions 8—10, as well as the gas samples, hexamethylbenzene, and the corrected values mentioned in the Supporting
Information, all data for the solvents CDCl,, C Dy, (CD4),CO, (CD3),S0, CD,CN, CD;OD, and D;O were prﬂ\’iﬂuﬂ}f I'E:[}Dl'tﬁd in ref 2. % A signal for

HDO 15 als-::r observed in (CD1).S0 (3.30 ppm) and (CD1),CO (2.81 ppm), often seen as a 1:1:1 trlpl-ﬂt{ Jup = 1 Hz}
“In some solvents, the coupling interaction between the CH; and the OH protons may be observed (J = 5 Hz).

observable.

“ Not all OH signals were
“In CD3;CN, the OH proton

was seen as a multiplet at 2.69 ppm, as well as extra coupling to the «CH%I resonance.” Apiezon brand H grease. # In some solvents, a coupling interaction

between the CH3z and the OH protons may be observed (J =

5.5 Hz).

Pyrrolidine was observed to react with (CDs)xCO.



