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Figure 31. 6Li NMR spectra showing R*OLi (10b), 3:1 RLi/ R*OLi (15) mixed tetramers.
Spectra were recorded on mixtures of [6Li]JLiCPA and [6Li,15N]10b (prepared in situ

~ from the alcohol and 1.3 equiv. of [6Li]JLIHMDS(*)) in diethyl ether at -95 °C. The total
‘titer of 6 and 10b is 0.1 M. Spectra B and D were recorded with 15N broad-band
decoupling.

S41




—>—'
. © 2001 American Chemical Society, J. Am. Chem. Soc., Parsons ja0105616 Supporting Info Pége 42

1:1 RL/R*OL 1:1 RL/R*OLi
(6/10b . (6/10b; decoupled) 1
16

R N

00 D5 pom g 20 15 10 05 00 05 ppr

1:3 RLI/R*OLi ' " 1:3 RLi/R*OLi
(6/10b) : _ (6/10b; decoupled)
‘ : S et :

20 15 10 05 00 45 pm 20 15 10 05 00 05 pm

- Figure 32. 6Li NMR spectra showing 2:2 RLi/R*OLi (16), 1:3 RLi/R*OLi (21) mixed

. tetramers. Spectra were recorded on mixtures of [6Li]JLiCPA and [6Li,15N]10b :
(prepared in situ from the alcohol and 1.3 equiv. of [(LiJLiHMDS(*)) in diethyl ether at
295 °C. The total titer of 6 and 10b is 0.1 M. Spectra B and D were recorded with 15N

broad-band decoupling.
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Figure 33. 15N NMR spectra showing 3:1 RLi/R*OLi (15), 2:2 RLi /R*OLi (16) and 1:3
RLi/R*OLi (21) mixed tetramers. Spectra were recorded on mixtures of [6Li]LiCPAand
[6Li,15N]10b (prepared in situ from the alcohol and 1.3 equiv. of [6Li]JLIHMDS(*)) in

~ diethyl ether at -95 °C. The total titer of 6 and 10b is 0.1 M. Spectra B, D, and F were
recorded with éLi broad-band decoupling. _
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Figure 34. Spectrum of 3:1 RLi/R*OLi showing mixed tetramers 15 and 16. Spectra
were recorded on mixtures of [6Li,13C]LiCPA and [6Li]10b (prepared in situ from the
alcohol and 1.3 equiv. of [6Li]LIHMDS(*)) in diethyl ether at -95 °C. The total titer of 6

and 10b is 0.1 M. (A) 6Li,13C-HMQC of 3:1 [6Li,13C]6/[6Li]10b.
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Figure 35. Spectrum of 2:2 RLi /R*OLi showing mixed tetramers 16 and 21. Spectra
were recorded on mixtures of [6Li,13C]JLiCPA and [6Li]10b (prepared in situ from the

alcohol and 1.3 equiv. of [6Li]JLIHMDS(*)) in diethyl ether at -95 °C. The total titer of 6
and 10b is 0.1 M. (A) J-resolved spectrum of 2:2 [6Li,23C]6/[6Li]10b.
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Figure 36. Spectra of 3:1 RLi /R*OLi showing mixed tetramers 15, 16, and 21. Spectra
were recorded on mixtures of [6Li]LiCPA and [6Li,15N]10b (prepared in situ from the
alcohol and 1.3 equiv. of [6Li]JLiHMDS(*)) in diethyl ether at -95 °C. The total titer of 6 =
and 10b is 0.1 M. (A) 6Li,15N -HMQC of 1:1 [6Li,15N]6/[6Li]10b; (B) 6Li J-resolved
spectrum of 1:1 [6Li,15N]6 /[6Li]10b. - ] »
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Figure 37. 6Li NMR spectra showing a 1:2 mix of 6 and [6LiJLIHMDS(*)). (A)
[6Li,13CJLiCPA and [6Li]LiHMDS(*)) with 13C broad band decoupling; (B)
[6Li13C]LiCPA and [6Li]LiHMDS(*)); (C) [Li]LiCPA and [6Li,1SNJLiHMDS(*)). All
spectra were recorded in DMEA at -100 °C. ' ‘
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Figure 38. 13C NMR spectra showing a 1:1 mix of 6 and [6Li]JLiIHMDS(*)). (A) :

[6Li,13C]LiCPA and [6Li]JLiHMDS(*)) with 6Li decoupling; (B) [6Li,13C]LiCPA and
[6Li]LIHMDS(*)). All spectra were in DMEA at-100°C. - '
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Figure 39. 15N NMR spectra showing a 1:2 mix of 6 ar_ld' [6Li,15N.]Li‘HMDS(*)). (A) |
'[6Lgi]LiCPA and [6Li,!SN]JLIHMDS(*)) with 6Li decouplmg' (B) [6Li]LiCPA and |
[6Li,15SN]LiHMDS(*)). All spectra were recorded in DMEA at -100 °C.
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Figure 40. Spectra of a 1:2 mix of 6 and [6Li]JLIHMDS(*)). Spectra vxc:ere reéorc'ied on |
Irlug:tures of I[36Li,13C]LiCPA and [6Li]JLiHMDS(¥)) in DME_A at-100 °C. (A) 6Li J-resolved
spectrum of 1:2 [6Li,13C]LiCPA /[6Li]LiHMDS(*)). '(B) 61.i,13C-HMQC of 1:2
[6Li,13C]LiCPA /[6Li]JLiIHMDS(*)).
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Figure 41. Spectra of a 1:2 mix of 6 and [6Li,1SNJLiHMDS(*)). Spectra were recorded on
mictures of [6Li]LiCPA and [6Li, SNJLIHMDS(*)) in DMEA at -100°C. (A) J-resolved
spectrum of 1:2 [6Li]LiCPA/ [6L1,15N]JLiHMDS(*)). (B) 6Li,15N-HMQC of 1:2
[6LiJLiCPA /[6Li,15N]LiHMDS(*).
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