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Figure S1. 'H NMR spectra of ortho mono-ureabenzamide in DMSO-dj.
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Figure S2. '"H NMR spectra of 4a in DMSO-dg.
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Figure S4. 'H NMR spectra of 4¢ in DMSO-d.
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Figure S6. 'H NMR spectra of 4e in DMSO-d.
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Figure S7. 'H NMR spectra of meta mono-ureabenzamide in DMSO-dj.
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Figure S8. 'H NMR spectra of 8b in DMSO-dj.
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Figure S9. 'H NMR spectra of 8¢ in DMSO-d.
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Figure S10. '"H NMR spectra of 8d in DMSO-dj.
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Figure S11. '"H NMR spectra of 8e in DMSO-d.
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Figure S12. UV-vis spectra and absorbance profiles obtained by the titration of the ortho
mono-ureabenzamide with TBAA (a and b), TBAB (c and d), TBAF (e and f), TBAHP (g

and h) and TBAHPP (i and j).
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Figure S13. UV-vis spectra and absorbance profiles obtained by the titration of 4a with
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Figure S14. UV-vis spectra and absorbance profiles obtained by the titration of 4b with
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TBAA (a and b), TBAB (c and d), TBAF (e and f), TBAHP (g and h) and TBAHPP (i, j, k
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Figure S17. UV-vis spectra and absorbance profiles obtained by the titration of 4e with
TBAA (a and b), TBAB (c and d), TBAF (e and f), TBAHP (g and h) and TBAHPP (i, j, k

and 1).
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Figure S18. UV-vis spectra and absorbance profiles obtained by the titration of the meta
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Figure S21. UV-vis spectra and absorbance profiles obtained by the titration of 8¢ with
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Figure S22. UV-vis spectra and absorbance profiles obtained by the titration of 8d with
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Figure S23. UV-vis spectra and absorbance profiles obtained by the titration of 8e with
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Figure S25. '"H NMR spectra obtained by titration of ortho mono-ureabenzamide with TBAB
in DMSO-dg.
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in DMSO-dg.
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TBAHP in DMSO-dj.
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Figure S32. '"H NMR spectra obtained by titration of 4b with TBAHP in DMSO-d.
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Figure S33. 'H NMR spectra obtained by titration of 4b with TBAHPP in DMSO-d.
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Figure S34. '"H NMR spectra obtained by titration of 4¢ with TBAA in DMSO-d.

Figure S35. 'H NMR spectra obtained by titration of 4¢ with TBAB in DMSO-d.



—
—

—
—
-
=
=

o

=
=

=

=

|| A | “ A

T T T T
0 9.8 9.6 9.4

g‘.zn (;?;?n) ss 86 84 82 80 7. 7»5\74 72 |70 68 66
Figure S36. '"H NMR spectra obtained by titration of 4¢ with TBAF in DMSO-d.

=
=

= =
=0

—
"=
= = = |=
\ \
3 L

[
. A
Wﬁ( I i

’\ | N}i [

i e
1

:?

[
| ) W A
] A )

T T T T T T T T T T T T T T T T T T T
12.0 11.8 |11.6 114 1112 11.0 h}S\lO.S 10.4 10.2 100 938/ 96| 94 92 9.0 88 86 84
f1|(ppm)

T T T T T
8 8.0 7.8 ||7.6 14 72 7.0

Figure S37. '"H NMR spectra obtained by titration of 4¢ with TBAHP in DMSO-d;.



; A

N AN Ji M e

Jl . M Jf\/ °

o [T
m\\\//\\\ r’
N p

JJ\\ i A -

I Ao >§ B

‘/" Mr f - / \ r3
U\’L\ | ), M A N
J ;k A AU\M\ M ) Ji \

T T T T T T T T T T T T T
11.0 0.8 106 104 10.2 10.0 9.8 9.6 9.4 9.2 9.0 8.8 8.6

ppm

T T T
8.4 8.2 8.0

7/ 76

T T T T T
7.4 7.2 7.0 6.8 6.6
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Figure S39. '"H NMR spectra obtained by titration of 4d with TBAA in DMSO-ds.
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Figure S40. "H NMR spectra obtained by titration of 4d with TBAB in DMSO-d.
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Figure S41. "H NMR spectra obtained by titration of 4d with TBAF in DMSO-d.
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Figure S42. "H NMR spectra obtained by titration of 4d with TBAHP in DMSO-d.
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Figure S43. '"H NMR spectra obtained by titration of 4d with TBAHPP in DMSO-d.
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Figure S44. '"H NMR spectra obtained by titration of meta mono-ureylbenzamide with
TBAA in DMSO-dj.
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Figure S45. 'TH NMR spectra obtained by titration of meta mono-ureabenzamide with TBAB
in DMSO-dg.
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Figure S46. 'H NMR spectra obtained by titration of meta mono-ureabenzamide with TBAF
in DMSO-dg.
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Figure S47. '"H NMR spectra obtained by titration of meta mono-ureabenzamide with

TBAHP in DMSO-dj.
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Figure S48. 'H NMR spectra obtained by titration of meta mono-ureabenzamide with

TBAHPP in DMSO-dj.
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Figure S49. 'H NMR spectra obtained by titration of 8b with TBAA in DMSO-d.
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Figure S51. '"H NMR spectra obtained by titration of 8b with TBAF in DMSO-d.
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Figure S52. "H NMR spectra obtained by titration of 8b with TBAHP in DMSO-d.
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Figure S53. '"H NMR spectra obtained by titration of 8b with TBAHPP in DMSO-d;.
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Figure S54. "H NMR spectra obtained by titration of 8¢ with TBAA in DMSO-d.
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Figure S55. "H NMR spectra obtained by titration of 8¢ with TBAB in DMSO-d.
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Figure S56. '"H NMR spectra obtained by titration of 8¢ with TBAF in DMSO-d.
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Figure S57. '"H NMR spectra obtained by titration of 8¢ with TBAHP in DMSO-d.
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Figure S58. '"H NMR spectra obtained by titration of 8¢ with TBAHPP in DMSO-dj.
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Figure S59. '"H NMR spectra obtained by titration of 8d with TBAA in DMSO-d.
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Figure S60. '"H NMR spectra obtained by titration of 8d with TBAB in DMSO-d.
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Figure S61. '"H NMR spectra obtained by titration of 8d with TBAF in DMSO-d.
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Figure S62. '"H NMR spectra obtained by titration of 8d with TBAHP in DMSO-d.
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Figure S63. '"H NMR spectra obtained by titration of 8d with TBAHPP in DMSO-d.



Figure S64. Optimized geometries for the complexes 4d-BnO- (a and b), 4d-H,PO,4 (¢ and
d) and 4d-HP,0-* (¢ and f) by DFT.



Figure S65. Optimized geometries for the complexes 8a-AcO- (a), 8¢- AcO(b), 8d-AcO- (c)
and 8e- AcO- (d) by DFT.
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Figure S66. Optimized geometries for the complexes 8b-H,PO, (a and b), and 8d-H,PO,
(c and d).
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Figure S67. Optimized geometries for the complexes 8b-HP,0-*- (a and b), 8d-HP,0,* (¢
and d) and 8e-HP,0;*.
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HypSpec. Refinement concluded at 7/12/2018 1:55:33 PM
Project title: 4a-HP.HQD
Converged in 2 iterations with sigma = 3.0051E-03

Log beta value standard deviation
RA2 11.9467 0.1105
RA 6.3086 0.1417

. Data at 375 : Point 6 titre .015
0.26 = 100 R 40000
< 90
>
)y leo o  0.30]
0.22 70 ﬁ |
. o o £, 30000
g Lo © % 0.20] g
< 018 Lo 3= % 5
® E 0.10 Qg 2000
oo /\ 3
s
0.147 Fo
0 n 100001
ignored
Obs-Calc intensity (unweighted)
0.010 0.004
goowesd g, 20,002 T e
g 000l 20,003 Tl ,
0:0104 004+ . . . . ; ; A )
13 5 7 9 11 000900 30 30 340 320 300 400 380 36°Wave,engm34° 320
point number wavelength
HypSpec. Refinement concluded at 7/12/2018 2:16:17 PM
Project title: 4a-HPP.HQD
Converged in 1 iterations with sigma = 1.3920E-03
Log beta value standard deviation
R2A 10.7467 0.0725
RA 5.5468 0.0372
. Data at 375 : Point 4 titre .009
S 100 S
0.301 © o 0.30
< 80 o
0264 L0 § 60000
> 80 F | °
T w tF 0.20 g
= 2c 5
s 2 40000
0181 [® & o010y 5
0 * 2
0.141 0 ) 200004
ignored
Obs-Calc intensity (unweighted)
0.0021 00027
% o] | | [ %Zzz(}‘ s “‘”‘”‘“”‘HHHH”HH‘\H‘\H”H””””W sl
00027 ' : -0.002 o %00 380 360 340 320
1 3 5 7 400 380 360 340 320 300 Wavelength

point number wavelength
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HypSpec. Refinement concluded at 7/13/2018 1:31:01 AM
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HypSpec. Refinement concluded at 7/13/2018 5:23:13 PM
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Project title: 4e-AcO.HQD
Converged in 1 iterations with sigma = 5.4968E-04
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HypSpec. Refinement concluded at 7/14/2018 11:05:25 AM
Project title: 4e-BzO.HQD
Converged in 1 iterations with sigma = 4.5496E-04

Log beta value standard deviation
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HypSpec. Refinement concluded at 7/15/2018 1:03:30 AM
Project title: 4e-F.HQD
Converged in 1 iterations with sigma = 7.4362E-04
Log beta value standard deviation
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. Data at 375 : Point 4 titre .009
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HypSpec. Refinement concluded at 7/27/2018 12:35:43 PM
Project title:4e-HP.HQD
Converged in 1 iterations with sigma = 9.4836E-04

Log beta value
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HypSpec. Refinement concluded at 7/27/2018 1:17:20 PM
Project title: 4e-HPP.HQD
Converged in 1 iterations with sigma = 6.0791E-04

Log beta value
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HypSpec. Refinement concluded at 7/16/2018 9:03:08 PM
Project title: meta monourea-AcO.HQD
Converged in 10 iterations with sigma = 3.3610E-04

Log beta value
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HypSpec. Refinement concluded at 7/16/2018 9:10:51 PM
Project title: meta monourea-BzO.HQD
Converged in 1 iterations with sigma = 1.0129E-03

Log beta value
RA 5.9308
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HypSpec. Refinement concluded at 7/16/2018 10:13:07 PM
Project title: meta monourea-F.HQD
Converged in 1 iterations with sigma = 1.1001E-03

standard deviation
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Log beta value
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. Data at 375 : Point 6 titre .015
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HypSpec. Refinement concluded at 7/16/2018 4:03:04 PM
Project title: meta monourea-HP.HQD
Converged in 1 iterations with sigma = 3.2188E-03
Log beta value standard deviation
RA 6.2976  0.1743
RA2 12.1015 0.1277
. Data at 375 : Point 6 titre .015
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HypSpec. Refinement concluded at 7/16/2018 3:59:06 PM
Project title: meta monourea-HPP.HQD
Converged in 1 iterations with sigma = 1.5852E-03

Log beta value standard deviation
RA 6.3148 0.012

. Data at 375 : Point 4 titre .009
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HypSpec. Refinement concluded at 6/20/2018 12:00:35 AM
Project title: 8a-AcO.HQD
Converged in 1 iterations with sigma = 3.0414E-03
Log beta value  standard deviation
RA 6.8399 0.0229
. Data at 375 : Point 5 titre .012
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HypSpec. Refinement concluded at 6/20/2018 12:02:02 AM

Project title: 8a-BzO.HQD
Converged in 1 iterations with sigma = 1.4155E-03

Log beta value standard deviation
RA 6.007 0.0062
. Data at 375 : Point 4 titre .009
P 100
o30] o Lo 0.40
) 5 ré0 < 40000
70 £ 030
2
> 0.25+ r60  F By
i 50 gé 0.201 g 200007
£ tao & £ 5
0.20 £ 2
g r4 2
0 ®010F g 20000+
0.154 10 ’/\ 2
L — ignored 10000
Obs-Calc intensity (unweighted)
g 0007 | Eaa T T ——
S 0021 ‘ §-0.002 g o
T T T T k T T T T
0.0020.0060.0100.0140.018 400 380 360 340 320 300 400
titre volume/ml wavelength

T T
380 360 340
Wavelength

HypSpec. Refinement concluded at 6/20/2018 12:03:17 AM

Project title: 8a-F.HQD
Converged in 1 iterations with sigma = 2.6858E-03
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Log beta value standard deviation
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. Data at 375 : Point 6 titre .015
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HypSpec. Refinement concluded at 6/20/2018 12:04:19 AM
Project title: 8a-HP.HQD
Converged in 1 iterations with sigma = 1.7125E-03

Log beta value  standard deviation
RA 5.7596 0.0522
RA2 11.1726 0.0384

. Data at 375 : Point 4 titre .009
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HypSpec. Refinement concluded at 6/20/2018 12:06:12 AM
Project title: 8a-HPP.HQD
Converged in 1 iterations with sigma = 4.8826E-03
Log beta value standard deviation
R2A 10.9266 0.0215
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HypSpec. Refinement concluded at 7/27/2018 6:03:40 PM
Project title: 8b-AcO.HQD
Converged in 18 iterations with sigma = 2.1723E-03

Log beta value
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HypSpec. Refinement concluded at 7/27/2018 6:11:44 PM
Project title: 8b-AcO.HQD
Converged in 1 iterations with sigma = 1.0627E-03

Log beta value
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HypSpec. Refinement concluded at 7/27/2018 6:21:17 PM
Project title: 8b-F.HQD
Converged in 1 iterations with sigma = 2.8643E-03

Log beta value standard deviation
RA 8.3741 1.3363
RA2 13.9112 1.3345
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HypSpec. Refinement concluded at 7/27/2018 6:23:45 PM
Project title: 8b-HP.HQD
Converged in 1 iterations with sigma = 1.6268E-03
Log beta value standard deviation
RA 5.9323 0.0086
RA2 11.2953 0.0139
. Data at 375 : Point 4 titre .009
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HypSpec. Refinement concluded at 7/27/2018 6:26:11 PM
Project title: 8b-HPP.HQD
Converged in 1 iterations with sigma = 3.5916E-03
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HypSpec. Refinement concluded at 7/27/2018 4:10:56 PM
Project title: 8¢-AcO.HQD
Converged in 1 iterations with sigma = 2.8907E-03
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HypSpec. Refinement concluded at 7/27/2018 6:31:32 PM
Project title: 8¢-BzO.HQD
Converged in 1 iterations with sigma = 1.9667E-03

Log beta value standard deviation

RA 5.1599 0.0053
. Data at 375 : Point 4 titre .009
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HypSpec. Refinement concluded at 7/27/2018 6:33:50 PM
Project title: 8c-F.HQD
Converged in 1 iterations with sigma = 2.0366E-03
Log beta value standard deviation
RA 8.5803 0.3322
RA2 14.7355 0.3469
. Data at 375 : Point 4 titre .009
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HypSpec. Refinement concluded at 7/27/2018 6:36:03 PM
Project title: 8c-HP.HQD

Converged in 1 iterations with sigma = 1.1649E-03
Log beta value standard deviation

RA 5.1227 0.0357
RA2 10.5076 0.0272
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HypSpec. Refinement concluded at 7/27/2018 6:39:00 PM
Project title: 8c-HPP.HQD
Converged in 1 iterations with sigma = 5.5535E-04

Log beta value standard deviation
R2A 14.2928 0.1251
RA 7.0242 0.0666



. Data at 375 : Point 4 titre .009
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HypSpec. Refinement concluded at 7/27/2018 4:59:23 PM
Project title: 8d-AcO.HQD
Converged in 1 iterations with sigma = 2.3691E-03
Logbeta value standard deviation
RA 6.0131 0.053
RA2 10.0431 0.251
. Data at 375 : Point 6 titre .015
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HypSpec. Refinement concluded at 7/27/2018 5:02:04 PM
Project title: 8d-BzO.HQD
Converged in 1 iterations with sigma = 7.2912E-04

Log beta value standard deviation
RA 5.8043 0.0265
RA2 10.2551 0.0469
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HypSpec. Refinement concluded at 7/27/2018 5:46:17 PM
Project title: 8d-F.HQD
Converged in 1 iterations with sigma = 6.2726E-03
Log beta value standard deviation
RA 5.2025 0.0241
. Data at 375 : Point 4 titre .009
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HypSpec. Refinement concluded at 7/27/2018 5:48:19 PM
Project title: 8d-HP.HQD
Converged in 1 iterations with sigma = 7.9146E-04

Log beta value standard deviation
RA 7.7392 0.0651
RA2 13.427 0.069




. Data at 375 : Point 4 titre .009
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HypSpec. Refinement concluded at 7/27/2018 5:50:29 PM
Project title: 8d-HPP.HQD
Converged in 1 iterations with sigma = 5.7763E-04
Log beta value standard deviation
R2A 14.5334 0.1374
RA 6.8037 0.0864
. Data at 375 : Point 4 titre .009
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HypSpec. Refinement concluded at 7/27/2018 6:43:09 PM
Project title: 8e-AcO.HQD
Converged in 9 iterations with sigma = 2.2555E-03

standard




Log beta value standard deviation
RA 5.8949 0.0612
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. Data at 375 : Point 4 titre .009
P 100 S 40000
< Foo
0.30 s leo o 0307
°
8 2 30000
5 0251 leo £ -
2 < 5 0.201 3
£ | = £ 2
020 » E 2 200001
0 2 910 S
B3
0.154 72 §
10
0 o 10000
igno
Obs-Calc intensity (unweighted)
o 0.0057 ©0.002
! I L 800021 ot
S ooos] | %o.002 ™I 0 : : , :
13 5 7 9 400 380 360 340 320 300 400 380 360Wavelength340 320
point number wavelength
HypSpec. Refinement concluded at 7/27/2018 6:46:41 PM
Project title: 8d-BzO.HQD
Converged in 2 iterations with sigma = 9.4409E-04
Log beta value standard deviation
RA 5.5558 0.0469
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. Data at 375 : Point 4 titre .009
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HypSpec. Refinement concluded at 7/27/2018 7:15:25 PM
Project title: 8d-F.HQD
Converged in 1 iterations with sigma = 2.6001E-03




Log beta value standard deviation
R2A3  24.3516 0.0773

. Data at 375 : Point 4 titre .009
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HypSpec. Refinement concluded at 7/27/2018 7:18:24 PM
Project title: 8d-HP.HQD
Converged in 1 iterations with sigma = 2.6383E-03
Log beta value standard deviation
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HypSpec. Refinement concluded at 7/27/2018 8:15:36 PM
Project title: 8d-HPP.HQD
Converged in 1 iterations with sigma = 4.8244E-03



Log beta value standard deviation
R2A 11.8986 0.0297

. Data at 375 : Point 4 titre .009
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'TH NMR data fitting with HypNMR
Project title: ortho monourea-AcO
Converged in 3 iterations with sigma = 8.078370

standard

value deviation  Comments
1 log beta(AR) 1.9021 0.0087 1.902(9)

ortho monourea-AcO chemical shifts

nucleus R AR

Hl1 10.6313 11.8729
H2 10.4578 13.0781
H3 8.7744 8.1858
H4 8.2335 7.3264
H5 8.1934 8.0881
H6 7.7588 7.8002
H7 7.6814 7.4667
H8 7.4694 7.3317

H9 7.0946 7.1064
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Project title: ortho monourea-BzO

Converged in 4 iterations with sigma = 3.664169
standard
value  deviation Comments

1 logbeta(AR) 1.7011  0.0065  1.701(7)

ortho monourea-BzO chemical shifts

nucleus R AR
H1 10.6256 11.5357
H2 10.4464 12.6541
H3 8.7612 8.4169
H4 8.2238 7.6342
H5 8.1908 8.1628
H6 7.7592 7.9605
H7 7.6814 7.5492
H8 7.4681 7.4027

H9 7.0934 7.1355

% formation relative to A

% formation relative to A
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Project title: ortho monourea-HP
Converged in 5 iterations with sigma = 0.658406

standard
value deviation Comments
1 log beta(LR) 2.2252 0.0108 2.23(1)

ortho monourea-HP chemical shifts

nucleus R LR
H2 10.4460 11.4133
H3 8.7614 8.9287
H4 8.2346 7.9080
H5 8.1915 8.1486
H6 7.7597 7.8058
H7 7.6823 7.6042
H8 7.4686 7.4185

H9 7.0933 7.1119

% formation relative to A
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Project title: 4b-AcO
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Converged in 1 iterations with sigma = 9.299599

standard

value

1 log beta(AcOR)

4b-AcO chemical shifts
nucleus R

H1 10.5900
H2 10.4400
H3 8.8200

deviation Comments
2.0857 0.0155

AcOR
11.3917
12.0646
8.6472

2.09(2)

Ad
0.8
1.62
-0.17

% formation relative to R

% formation relative to R
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Project title: 4b-BzO
Converged in 1 iterations with sigma = 17.769959

standard

value deviation Comments
1 log beta(BzOR)  1.99 0.036 1.99(4)

4b-BzO chemical shifts

nucleus R BzOR
H1 10.5900 11.3456
H2 10.4400 11.8792
H3 no change

% formation relative to AcO
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Project title: 4b-HP
Converged in 1 iterations with sigma = 25.206265
standard
value deviation Comments
1 log beta(AR) 3.0616 excessive  relative error on beta = 163%
2 log beta(A2R) 5.5893 excessive relative error on beta = 122%
4b-HP chemical shifts
nucleus R AR A2R A801 A812 A802
H1 10.59 10.74 10.62 0.15 -0.12 0.03

H2 10.44 11.31 11.68 0.87 037 1.24

% formation relative to BzO



H3 8.80 9.19 9.80
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Project title: 4¢c-AcO
Converged in 1 iterations with sigma = 14.407662

standard
value deviation Comments
log beta(AcOR) 2.0187 0.0241  2.02(2)
log beta(AcO2R) was ignored

4c-AcO chemical shifts
nucleus R AcOR Ado
Hl1 10.6100 11.2983 0.6883
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Residuals scaled to measurement precision
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H2 10.4200 11.8966 1.4766

% formation relative to AcO
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Project title: 4c-BzO
Converged in 1 iterations with sigma = 0.515915

standard
value deviation Comments
log beta(BzOR)  2.1131 0.0122 2.11(1)
log beta(BzO2R) was ignored

4c¢-BzO chemical shifts
nucleus R BzOR Ady;
H1 10.6100 11.0405 0.43



H2 10.4200 11.4351

1.0151
H3 8.7500 8.6401 -0.11
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Project title: 4d-AcO
Converged in 1 iterations with sigma = 20.371878

standard
value deviation Comments
log beta(acoR) 1.922  0.0405 1.92(4)

4d-AcO chemical shifts

nucleus R AcOR Ad
H1 10.61 11.30 0.69

% formation relative to BzO
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Project title: 4d-BzO
Converged in 1 iterations with sigma = 13.574154

standard
value deviation Comments
log beta(bzoR) 1.8487 0.0218 1.85(2)

4d-BzO chemical shifts
nucleus R bzoR Adg
H1 10.61 11.37 0.76



H2 10.45 12.17 1.72
H3 8.75 8.48 -0.27
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value  deviation Comments
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Project title: meta monourea-AcO
Converged in 1 iterations with sigma = 63.217288
standard
value deviation = Comments

1 log beta(AR) 3.611 0.0629 3.61(6)

meta monourea-AcO chemical shifts



nucleus
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chemical shifts for nucleus H1

chemical shifts for nucleus H4
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Project title: meta monourea-BzO
Converged in 1 iterations with sigma = 61.501691

value
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deviation Comments

4.1(1)
7.6(2)

% formation relative to R

% formation relative to R



8b-AcO chemical shifts

Nucleus
H1
H2
H4
H5

chemical shifts for nucleus H1

chemical shifts for nucleus H4

Project title:
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Converged in 5 iterations with sigma = 2.057031

1 log beta(BzOR)

standard
value
5.3415 0.37

2 log beta(BzO2R) 8.8922 0.65

deviation Comments

5.3(4)
8.9(7)

% formation relative to AcO

% formation relative to AcO



C3-meta-BzO C3-meta-BzO
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Residuals scaled to measurement precision Residuals scaled to measurement precision
- L . ~ T :
chemical shifts
nucleus R BzOR BzO2R
HI 9.4900 11.5700 13.1289
H2 9.1000 11.1000 12.5883

Project title: 8b-HP
Converged in 1 iterations with sigma = 1.226338

standard
value deviation Comments
1 log beta(PhosR)  5.0811 excessive relative error on beta = 90%
2 log beta(Phos2R) 9.4263 excessive relative error on beta = 183%
3 log beta(Phos3R) 12.6259 excessive relative error on beta = 182%

% formation relative to BzO



8b-HP chemical shifts

nucleus R PhosR Phos2R Phos3R Ady;  Ad1p;  Adyz  Adp;
H1 9.49 11.02 11.66 12.71 1.53 0.64 1.05 3.22
H2 9.11 10.53 10.62 10.54 1.42 0.09 -0.08 1.43
H3 8.52 8.51 9.04 9.26 -0.01 0.53 0.22 0.74
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Project title: 8c-AcO
Converged in 1 iterations with sigma = 91.232749

standard
value deviation Comments

1 log beta(AcO2R)  5.4566 0.0779  5.46(8)

8c-AcO chemical shifts



nucleus R AcO,R AS

Hl1 948 13.07 3.59
H2 9.09 12.51 3.42
H3 8.50 no change
Cd-meta-AcO
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Project title: 8¢-BzO
Converged in 6 iterations with sigma = 7.950490

standard

value  deviation Comments

1 log beta(BzO2R) 5.3276 0.0975  5.33(1)
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% formation relative to AcO



8¢-BzO chemical shifts

nucleus R BzO2R
HI 9.7434 13.2275
H2 9.3456 12.6454
C4-meta-BzO C4-meta-BzO
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Project title: 8c-HP
Converged in 1 iterations with sigma = 18.153318

value standard deviation Comments
log beta(phosR) 4.93 excessive relative error on beta = 141%
log beta(phos2R) 8.96 excessive relative error on beta =269%



log beta(phos3R) 11.27 excessive relative error on beta =261%

8c-HP chemical shifts

nucleus R phosR phos2R phos3R Ady;  Ad;p  Adyz Adys
H1 9.49 11.16 11.58 12.88 1.67 0.42 1.30 3.39
H2 9.10 10.57 10.92 10.58 1.47 035 -0.34 1.48
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Project title: 8d-AcO
Converged in 1 iterations with sigma = 12.212353

standard
value deviation Comments



1 log beta(AcO2R) 5.2886 0.0971

C6-meta-AcO chemical shifts

5.29(1)

nucleus R AcO2R Ad
H1 947 13.21 3.74
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H3 8.47 no change
C6-meta-AcO C6-meta-AcO
I PI0 o o
5 [0 2%
@ 80 o 3
§ r70 2 S
5 e
2 o 5 £
@ 30 = 2
8 20 § 3
E Fo = §
c T T T 0 S T T T
0.005 0015 0025 0.005 0015 0025
concentration of AcO

Residuals scaled to measurement precision

_f%glll T

Project title: 8d-BzO

concentration of AcO

Residuals scaled to measurement precision

-@3”' o

Converged in 1 iterations with sigma = 8.367374

standard

value deviation Comments

1 log beta(BzO2R) 5.9089 0.0885
2 log beta(BzOR) ~ 3.0023  0.0604

5.91(9)
3.0(6)

% formation relative to AcO



8d-BzO chemical shifts

nucleus R BzOR BzO2R Adg;  Ad1;  Adg
H1 9.48 12.20 13.12 272 092 3.64
H2 9.08 11.70 12.55 2.62 085 347
H3 no change
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Project title: 8d-HP
Converged in 1 iterations with sigma = 4.577521

standard
value deviation Comments
log beta(fosR) 2.50 fixed
log beta(fos2R) 4.4724 excessive relative error on beta = 133%

% formation relative to R



log beta(fos3R) was ignored
8d-HP chemical shifts

nucleus R fosR fos2R
H1 9.4800 12.8756 11.9990
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