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A. General Information

All reactions were carried out using flame-dried glassware. Toluene was dried by passage
through activated alumina using a GlassContour solvent purification system. Allyl acetate was purified
by distillation and stored under N, over solid sodium sulfate. Acetophenone was distilled prior to use.
All other ketones were used without distillation, but had been stored under a dry inert atmosphere for
several months prior to use. [Rh(cod)Cl],, bis(pinacolato)diboron ((Bpin),), dimethylphosphinoethane
(dmpe), and 1,2-bis[(2S,55)-2,5-dimethylphospholano]benzene [(S,5)-MeDuphos] were stored in a N,
atmosphere glovebox, with (Bpin), being stored in a freezer within the glovebox. All reactions were run
in sealed vials. Bis(pinacolato)diboron was donated by Frontier Chemicals and [Rh(cod)Cl], was donated
by Hareaus.

'H NMR, and *C NMR, Bruker GN-500 (500 MHz *H, 125.7 MHz *3C), Bruker CRYO-500 (500 MHz
'H, 125.7 MHz *3C), Bruker DRX-400 (400 MHz *H, 100 MHz 3C), or Bruker Avance-600 (600 MHz 'H, 150
MHz *C) NMR spectra are reported as § values in ppm. Coupling constants are reported in Hz. The
term br refers to “broad” and the term app refers to “apparent”. The term dddd refers to a doublet of
doublet of doublet of doublets. Infrared (IR) spectra were obtained using a Galaxy Series FTIR 5000
spectrometer. Low-resolution mass spectra (LRMS) and high resolution mass spectra (HRMS) were
obtained using a Waters-MicroMass Analytical LCT (ESI) spectrometer. Melting points were obtained on
a Electrothermal melting point apparatus and are uncorrected. Analytical thin-layer chromatography
(TLC) was performed using Silica Gel 60 F254 precoated plates (0.25 mm thickness). Flash
chromatography was performed using Silica Gel 60A (170-400 mesh) from Fisher Scientific. Silver
impregnated silica gel was prepared according to literature procedure,™” and was used to isolate
compounds 1c, 1d, and 5. PAA stands for p-anisaldehyde stain.

Spectral data of compound 6 can be found in the literature.?

B. Allylation Reactions

i. Experimental procedures for general allylation method.

In a glovebox [Rh(cod)Cl], (5 mg, 0.01 mmol, 0.03 equiv), ligand (0.02 mmol, 0.05 equiv), and bisboron
pinacol ester (306 mg, 1.20 mmol, 3.00 equiv) were added to a vial with stirbar. Outside of the glovebox
the vial was briefly opened to air and allyl acetate (130 uL, 1.2 mmol, 3.0 equiv), ketone (0.4 mmol, 1
equiv), and toluene (1mL) were added to the vial after which it was sealed with a cap. The reaction was
allowed to stir in a 50 °C oil bath for 18h, after which it was allowed to cool to room temperature.
Unless otherwise indicated, the reaction material was loaded directly onto a column for
chromatographic separation (5-15% EtOAc/Hex using Davisil® when indicated to avoid streaking),
followed by a second column (15-30% Et,0/pentane) when necessary.

ii. Characterization data for 4a—4i*

OH 2-phenylpent-4-en-2-ol (4a): Davisil® was used for isolation. 46 mg isolated as a pale
yellow oil (71%): R¢ = 0.6 (25% EtOAc/Hex; stains purple with PAA); "H NMR (400
MHz, CDCl3) 8 7.44 (d,J=7.5,2H),7.34 (t,J=7.3,2H), 7.23 (app t,/=7.2, 1H), 5.62
4a
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(dddd, J=17.0,10.2, 8.5,

OH
/©/<\/
Cl 4b

6.5, 1H), 5.13 (d, J = 18.9, 1H), 5.12 (d, J = 7.0, 1H), 2.69 (dd, J = 13.5, 6.8, 1H)

2.50 (dd, J = 13.8, 8.5, 1H), 2.08 (br s, 1H), 1.55 (s, 3H).

2-(4-chlorophenyl)pent-4-en-2-ol (4b): Davisil® was used for isolation. 65 mg
isolated as a colorless oil (83%): R; = 0.6 (25% EtOAc/Hex; stains purple-blue
with PAA); "H NMR (400 MHz, CDCl;) 8 7.37 (d, J = 8.5, 2H), 7.29 (d, J = 8.6, 2H),
5.60 (dddd, J=14.7,9.4,8.1,6.7,1H),5.13 (br d, J=12.7, 2H), 2.64 (dd, J =

13.6, 6.5, 1H), 2.48 (dd, J = 13.8, 8.3, 1H), 2.10 (br s, 1H), 1.52 (s, 3H).

OH
o
MeO 4c

2-(4-methoxyphenyl)pent-4-en-2-ol (4c): Silver impregnated silica was used
for isolation (40% Et,0/pentane then 25-40% EtOAc/Hex). 47 mg isolated as
a colorless oil (61%): R¢ = 0.5 (EtOAc/Hex; stains purple-blue with PAA); *H
NMR (400 MHz, CDCl;) 6 7.36 (app d, J = 8.9, 2H), 6.88 (app d, J = 8.9, 1H),
5.63 (dddd, /=17.0, 10.8, 8.5, 6.6, 1H), 5.13 (br d, J=8.7, 1H), 5.12 (br d, J =

17.3, 1H), 3.81 (s, 3H), 2.66 (dd, J = 13.9, 6.6, 1H), 2.49 (dd, J = 13.6, 8.2, 1H), 2.01 (br s, 1H), 1.53 (s, 3H).

OH y
MQOQK\/
MeO 4d

2-(3,4-dimethoxyphenyl)pent-4-en-2-ol (4d): Silver impregnated silica was
used for isolation (90% Et,0/pentane then 80% EtOAc/Hex) followed by a
silica plug with 20% Et,0/pentane then 35% EtOAc/Hex). 48 mg isolated as a
colorless solid (54%): R¢ = 0.4 (25% EtOAc/Hex, stains blue with PAA); "H NMR
(400 MHz, CDCl3) 8 7.03 (d, J = 2.2, 1H), 6.93 (dd, /= 8.4, 2.0, 1H), 6.83 (d, /=

8.3, 1H), 5.64 (dddd, J = 16.7, 10.2, 8.2, 6.5, 1H), 5.15 (br d, J = 7.6, 1H), 5.14 (br d, J = 17.4, 1H), 3.90 (s,
3H), 3.88 (s, 3H), 2.67 (dd, J = 13.8, 6.6, 1H), 2.49 (dd, J = 13.8, 8.3, 1H), 2.01 (s, 3H).

‘OHN
4e

2-(naphthalen-2-yl)pent-4-en-2-ol (4e): Davisil® was used for isolation. 55 mg
isolated as a colorless oil (65%): R; = 0.6 (25% EtOAc/Hex, stains purple with
PAA); "H NMR (400 MHz, CDCl5) § 7.93 (s, 1H), 7.84 (m, 3H), 7.55 (dd, J = 8.7,
1.9, 1H), 7.48 (m, 3H) 5.64 (dddd, J = 16.7, 10.1, 8.4, 6.6, 1H), 5.17 (d, J = 17.3,
1H), 5.13 (d, J =10.3, 1H), 2.82 (dd, /= 13.9, 6.3, 1H), 2.60 (dd, J = 13.8, 8.5,

1H), 2.22 (br's, 1H), 1.65 (s, 3H).

3-phenylhex-5-en-3-ol (4f): Davisil® was used for isolation. 32 mgisolated as a

OH
= colorless oil (46%): R¢ = 0.6 (25% EtOAc/Hex), stains purple with PAA); "H NMR (400
MHz, CDCl3) 8 7.39 (d,/J=7.1,2H),7.34 (t,J =7.2,2H), 7.23 (t,J = 7.0, 1H), 5.58
4f

(dddd, J = 16.7, 10.0, 8.6, 6.1, 1H), 5.13 (d, J = 17.0, 1H), 5.10 (d, J = 10.0, 1H), 2.72

(dd, J = 13.6, 6.0, 1H), 2.50 (dd, J = 13.8, 8.7, 1H), 2.00 (s, 3H) 1.92-1.77 (m, 2H), 1.57 (s, 3H), 0.77 (t, J =

7.4, 3H).

2-cyclohexylpent-4-en-2-ol (4g): 55 mg isolated as a colorless oil (82%): Rs = 0.6

OH
= (25% EtOAc/Hex, stains purple with PAA); "H NMR (400 MHz, CDCls) § 5.88 (ddt, J =
17.6,10.2, 7.4, 1H), 5.14 (app dd, J = 10.4, 1.3, 1H), 5.11 (app ddt, J = 17.0, 2.1, 1.3,
49

1H), 2.25 (dd, J = 13.7, 7.5, 1H), 2.19 (ddt, J = 13.8, 7.5, 1.3, 1H), 1.89-1.62 (m, 6H),

1.31 (tt, J = 11.9, 2.9, 1H), 1.27-0.96 (m, 10H).
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OH 4-methylnon-1-en-4-ol (4h): 63 mg isolated as a colorless oil (quantitative) - slightly

=
W volatile: R¢ = 0.6 (25% EtOAc/Hex, stains purple with PAA); *H NMR (400 MHz, CDCls) &
“ ah 5.86 (ddt, J = 17.6, 10.4, 7.4, 1H), 5.13 (app dd, J = 8.0, 2.2, 1H), 5.10 (app ddt, J = 16.2,

2.2, 1.5, 1H), 2.24 (dd, J = 14.4, 7.5, 1H), 2.19 (dd, J = 14.5, 7.8, 1H), 1.47-1.40 (m, 1 H),
1.38-1.22 (m, 7H), 1.16 (s, 3H), 0.89 (t, J = 6.8, 3H).

HO 1-allylcyclopentanol (4i): 21 mgisolated as a very volatile colorless liquid (42%): Rs = 0.6

6\/ (25% EtOAc/Hex, stains purple with PAA); "H NMR (400 MHz, CDCls)  5.90 (dddd, J = 15.5,
12.1, 8.5, 7.6, 1H), 5.15 (br d, J = 11.7, 1H), 5.14 (br d, J = 15.5, 1H), 2.34 (d, J = 7.5, 2H),

4i 1.86-1.74 (m, 2H), 1.67-1.57 (m, 6H), 1.47 (s, 1H).

iii. Experimental procedures for pregnenolone acetate and compound 6.

The general procedures in part i used with 12 equivalents of allyl acetate (4.8 mmol). A septa cap was
used rather than a vial cap in order to monitor reaction progress by TLC. Upon starting material
consumption as determined by TLC, the reaction was allowed to cool and was isolated by column
chromatography (5—-15% EtOAc/Hex).

iv. Characterization data for compounds 5 and 7.

Allylated pregnenolone acetate (5)°: Silver impregnated silica used
for isolation (5—-15% EtOAc/Hex). 133 mgisolated as a clear
crystalline solid in 10:1 diastereomeric ratio epimeric at the tertiary
alcohol (83%): R = 0.7 (25% EtOAc/Hex, stains blue-purple with
PAA); "H NMR (400 MHz, CDCls, major reported) § 5.80 (ddt, J = 17.5,
AcO 10.4,7.5, 1H), 5.36 (d, /= 4.8, 1H), 5.08 (dd, J = 10.8, 2.0, 1H), 5.06
(dd, J=16.8,2.0, 1H), 4.63-4.54 (m, 1H), 2.33-2.27 (m, 2H), 2.16
(appdd,J=7.7,3.1, 2H), 2.15 (s, 1H), 2.07 (dt, J = 12.5, 3.4, 1H), 2.01 (s, 3H), 1.96 (dt, /= 17.7, 5.5, 1H),
1.84 (brd, J=11.1, 2H), 1.77 (app tt, J = 11.4, 2.0, 1H), 1.73-1.51 (m, 5H), 1.51-1.40 (m, 5H), 1.27 (s, 3H),
1.25-1.07 (m, 4H), 1.02—-0.98 (m, 4H), 0.97-0.89 (m, 1H), 0.85 (s, 3H).

H OH Compound 7: 241 mg isolated as a colorless oil (97%): R = 0.6 (25%
N EtOAc/Hex, stains purple with PAA); 'H NMR (500 MHz, CDCl3, major
reported) 8 7.65 (d, J =7.6,4H), 7.41 (t,/=7.5, 2H), 7.36 (t, J = 7.1, 5H)
s 7.24 (app d, J = 7.8, 1H), 6.92 (t, J = 7.5, 1H), 6.88 (d, J = 8.1, 2H), 5.84
TBDPSO PhO/ (ddt, J = 17.5, 10.2, 7.5, 1H), 5.14 (dd, J = 10.2, 1.7, 1H), 5.08 (dd, J =
7 17.2,1.2, 1H), 4.05 (t,J = 8.6, 1H), 3.83 (dd, J = 8.8, 7.3, 1H), 3.61 (t, J =

6.4, 2H), 3.27 (br q, J = 10.0, 1H), 3.04 (br t, J = 10.0, 1H), 2.45 (dd, J =
15.9, 6.7, 1H), 2.13 (app d, J = 16.7, 1H), 2.10 (app d, J = 17.6, 1H), 2.16—2.02 (m, 4H), 1.85 (dd, J = 16.0,
8.8, 1H), 1.78-1.69 (m, 1H), 1.63 (d, J = 13.5, 1H), 1.48-1.43 (m, 3H), 1.34 (app t, J = 13.1, 2H), 1.26 (app
d,J=11.1, 1H), 1.26 (s, 3H), 1.03 (br's, 9H), 0.95 (d, J = 6.6, 3H); >C NMR (125 MHz, CDCl;, major
reported) § 159.1, 145.7, 135.8 (4C), 133.7, 133.2, 129.8 (2C), 129.7 (2C), 127.8 (4C), 120.8, 119.3, 114.9
(2C), 73.8, 70.4, 64.2, 50.5, 44.8, 43.4, 41.8, 39.3, 36.4, 35.9, 33.2, 33.0, 27.0 (3C), 25.2, 20.2, 19.4; IR
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(thin film, cm™) 2931, 2860, 1242, 1111, 702; LRMS (ESI, m+Na) 631.2, HRMS (ESI, m+Na) calc. for
631.3583, found 631.3595.

! Ruprah, P.; Cros, J.-P.; Pease, J. E.; Whittingham, W. G.; Williams, J. M. J. Eur. J. Org. Chem. 2002, 3145—
3152.

> Silica preparation was scaled up. For 200 g silica 30 g AgNO; was used and the mixture was stirred for 2
hours. The silica was dried in an oven overnight, protected from light at all times including during column
chromatography.

3 Canham, S. M.; France, D. J.; Overman, L. E.J. Am. Chem. Soc. 2010, 132, 7876-7877.

* Al compounds 4a-4i match spectral data from the literature. See Barker, T.; Jarvo, E. R. Org. Lett. 2009,
11,1047-1049.

> Reetz, M. T.; Steinbach, R.; Westermann, J.; Peter, R.; Wenderoth, B. Eur. J. Org. Chem. 1985, 118, 1441—
1454,
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13C spectrum with 1H decoupling
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1H spectrum
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13C spectrum with 1H decoupling
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13C spectrum with 1H decoupling
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1H spectrum

e 812

spogLnyDIw ne  sen == ooausonzTam 8o o
28328Y338 48 8¢5h 53 BINETSIS 3 88 b
= SBSHZIRAR 58S 338 8¢ B83BEns3 8 B8 g
£ ReSBSHNES 283 R5& 3 SENB885R 2 B8e 5
g NSSEIRBD Bd =S 8 & RBBEDBIS S B & g
NENGos o u—vm 88w nvn e Y «\2« s
Current Data Paransters
usen willia
NAME fj-ty-152-ibe0-Ra-allyalt ion-col2
EXPNO 2
e PROCND 1
F2 - Acquisition Parameters
ad
Tine .12
TSR srxio0
PROBHD 5 mm ONP H/F/P
PULPAS
™ cos30
SoLveNT conia
" 1
o 2
o aat0.258 e
Fioves 0.037813 e
I 5118878 sec
&
on 78,000 ussc
kS 4,50 usec
TE 0
os 0.10000000 sec
WCREST  0.00000000 sec
WO 0.01500000 sec
P g T —
et
Py 12.00 usec
(\ s Sooim
= 100, 1328608 iz
F2 - Pracessing paraneters
st e
e 4001300475 iz
o o
s o
L8 0.30 Hz
) L
Pc 2.0
10 WA plot paraneters
x %0 cn
o 15,00 cn
fio 13,000 ppn
Fi 5201 69 iz
Fe ~0.500 pon
F2 -200.07 Hz
PPMCM 0.59211 ppm/cm
zcn 23.91908 Ha/cn
-
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e L
= ~ ~ s a of e © 0 o o s
(] B ] 8 3 8l |8 e 2 8 2 3
g 2 8 g < g IS I a 2 = 3
£ o = = = S = 2 = 5 o
& s ) - i ol s o - @ T )
BT lllllllll\ll[lllllllllll]]llllllllllllll
2 0



Liz
Placed Image


Electronic Supplementary Material (ESI) for Chemical Communications
This journal is © The Royal Society of Chemistry 2011

Z-restored spin-echo 13C spectrum with 1H découpling

o 3 = e - S = 5 8
£ i < 3 3 = ERER B 2 S Current Data Peraneters
- - ~ - e - - USER willia
) NAME fiw-iv-155-Me02-ally1-C13
EXPND 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20110831
Time 14.46
INSTRUM cryo500

PROBHD 5 mm CPTCI 1H-
PULPROB  SpinEchopg30gp..pr
Tl 65536

D
SOLVENT coc13

NS 172
OH i :
SHH 30303.031 Hz
FIDRES 0.452388 Hz
AQ 1.0813340 sec
RE 7298.2
e DH 16.500 usec

DE 6.00 usec
TE 298.0 K

D1 0.25000000 sec
d11 0.03000000 sec
D16 0.00020000 sec
d17 0.00019500 sec
MCREST 0.00000000 sec

MCHAK 0.01500000 sec
e P2 31.00 usec

[ VYT £ Q—

NUCYL 13C

Py 15.50 usec
Piy 500.00 usec
P12 2000.00 usec
PLO 120.00 dB
PLY -1.00 d8
SFO4 125.7942548 MHz
sP1 3.20 dB
sp2 3.20 dB
SPNAM1  Crps0,0.5,20.1
SPNAMZ Crps0comp. 4
SPOFF1 0.00 Hz
SPOFF2 0.00 Hz

mmmmmmmm CHANNEL {2 ==mmmmmn

CPOPRG2 waltz16
NuC2 1H
PCPD2 100.00 usec
PL2 1.60 dB
pLI2 24.60 dB
sFo2 500.2225011 MHz
====== GRADIENT CHANNEL =====
GPNAM1 SINE. 100
GPNAM2 SINE. 100

GPX1 0.00 %
ePXe 0.00 %
6PYL 0.00 %
oPY2 0.00 ¥
6PZ1 30.00 %
6Pz2 50.00 X
pi5 500.00 usec
p16 1000.00 usec
F2 - Processing parameters

sI 65536

SF 125.7804006 MHz
WOW M

S8 0

8 1.00 Hz
) 0

PC 2.00

1D NMR plot parameters

o 22.80 cn
cY 10.00 cn
F1P 210.000 ppm
F1 26413.88 Hz
Fop 0.000 ppm
F2 0.00 Hz
PPUCH 9.21053 ppn/cm
HzCH 1158.50366 Hz/cm
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OH / Current Data Parameters
USER willia
NAME fiw-iv-07-25-2011-Np
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20110725
4e Time 23.07
INSTRUM drx400
PROBHD 5 mm GNP H/F/P
PULPROG 2930
T0 65536
SOLVENT €oC13
NS #
0s 2
SWH 6410.256 Hz
FIDRES 0.097813 Hz
A 5.1118579 sec
RG 143.7
oW 78.000 usec
DE 4.50 usec
TE 298.0 K
01 0.10000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL f{ ========
NUC1 1H
P1 12.00 usec
PL1 -0.60 dB
SFO1 400. 1328009 MHz
F2 - Processing parameters
SI 65536
SF 400.1300214 MHz
WOW
SsB 0
LB 0.30 Hz
GB 0
PC 2.00
1D NMA plot parameters
[ 22.80 cm
cy 15.00 cm
Fip 13.000 ppm
Fi 5201.69 Hz
( ( F2p -0.500 ppn
( f F2 ~200.07 Hz
PPMCM 0.59211 ppm/cm
HZCH 236.91911 Hz/cn
(I
] INEE e 8 3 3 (3 s 2
g QS (B8 8 < 32 3 S
£ el I e = S 2l |2 2 0 S14
e <lel |<lai - o < = s -
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13C spectrum with 1H decoupling
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Current Data Parameters
USER willia
NAME  fju-iv-07-25-2011-Np
EXPND 2
PROCNO 1
F2 - Acquisition Parameters
OH Date_ 20110725
Tine 23.08
‘/,/" INSTRUM drx400
PROBHD 5 mm GNP H/F/P
PULPROG 2gdc30
™ 65536
SOLVENT coc13
NS 193
05 4
SHH 24154.590 Hz
4e FIDRES 0.368570 Hz
AQ 1.3566452 sec
A6 14596.5
oW 20.700 usec
0E 20.39 usec
TE 298.0 K
D1 0.10000000 sec
a1t 0.03000000 sec
MCREST 0.00000000 sec
MCHAK 0.01500000 sec
== CHANNEL f ====:
NUCH 13
PL 11.00 usec
PLY 0.00 68
SFOL 1006237964 MHz
===m==== CHANNEL 2 ==mwsm==
CPOPRG2 mlevis
NUC2 1H
PCPD2 80.00 usec
pL2 0.00 dB
PLI2 16.20 dB
SF02 400. 1328009 Mz
F2 - Processing parameters
sI 65536
SF 1006127543 MHz
WOW EM
ss8 [
LB 1.00 H;
GB 0
pC 1.00
1D NMR plot parameters
cx 22.80 cm
oY 10.00 cn
FiP 210.000 ppm
F1 21128.68 Hz
F2p 0.000 ppm
| F2 0.00 Hz
PPMCH 9.21053 ppn/cn
HZCM 926.69641 Hz/cn
i
S15
] ' T ' | i | l ] [ 1
ppm 200 180 160 140 120 100 80 60 40
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Current Data Parameters
USER willia
NAME  fiW-iv-141-propio-col2
EXPNO 1
PROCNO 1
OH F2 - Acquisition Parameters
= Date_ 20110726
Time 0.41
INSTRUM drx400
PROBHD 5 mm GNP H/F/P
PULPROB 2930
0 65536
SOLVENT coc13
NS 3
4af DS 2
SWH 6410.256 Hz
FIDRES 0.097813 Hz
A 5.1118579 sec
RG 3225
oW 78.000 usec
DE 4.50 usec
TE 298.0 K
D1 0.10000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
== CHANNEL f] ========
NUC1 1H
P1 12.00 usec
PLL -0.60 dB
SFO1 400.1328009 MHz
F2 - Pracessing parameters
s1 65536
SF 400.1300214 MHz
WDH EM
SSB 0
18 0.30 Hz
B 0
PC 2.00
1D NMR plot parameters
CX 22.80 cm
cY 15.00 cm
Fip 13.000 ppm
F1 5201.69 Hz
Fep -0.500 ppm
F2 -200.07 Hz
PPMCM 0.59211 ppm/cm
HZCM 36791911 Az/7cm
= ooy ° = o e olle © <
g olls - o <l = Sl S o S16
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Current Data Parameters
USER willia
NAME fiw-iv-141-propio-col2
EXPNO 2
OH PROCNG 1
/ F2 - Acquisition Parameters
Date_ 20110726
Time 0.43
INSTRUM drx400
PROBHD 5 mm GNP H/F/P
PULPROG zgdc30
0 65536
4f SOLVENT €DC13
NS 788
0s 4
SWH 24154.590 Hz
FIDRES 0.368570 Hz
AQ 1.3566452 sec
RG 9185.2
W 20.700 usec
DE 20.39 usec
TE 298.0 K
01 0.10000000 sec
ai 0.03000000 sec
MCREST 0.00000000 sec
MCWAK 0.01500000 sec
======== CHANNEL f1 ==:
NuCt 13C
PL 11.00 usec
PLY 0.00 d8
SFO1 100.6237964 MHz
= CHANNEL f2
CPDPRG2 mlevis
Nuc2 1H
PCPD2 80.00 usec
PL2 0.00 g8
pL12 16.20 08
SF02 400. 1328009 MHz
F2 - Processing parameters
SI 65536
SF 100.6127510 MHz
WOW EM
SSB 0
LB 1.00 Hz
6B 0
PC 1.00
o o S — - — — — 1D NMR plot parameters
o cx 22.80 cm
cY 35.00 cm
FiP 210.000 ppm
F1 21128.68 Hz
Fap 0.000 ppm
F2 0.00 Hz
PPMCM 8.21053 ppm/cm
HZCM 926.69629 Hz/cm
(i s
IRt b i | | | f i
A | i il i | ul { :
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Current Oata Parameters
USER willia
NAME  fiw-iv-127-Cy-Me-col2
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20110708
Time 14.55
INSTRUM drx400
PROBHD 5 mm ONP H/F/P
OH PULPROG 2930
= 0 65536
SOLVENT coc13
NS 9
0s 2
SKH 6410.256 Hz
FIDRES 0.097813 Hz
AQ 5.1118579 sec
4 RG 9.5
g O 78.000 usec
0E 4.50 usec
TE 298.1 K
01 0.10000000 sec
MCREST 0.00000000 sec
MCHRK 0.04500000 sec
======== CHANNEL f{ ====
NUCt
P1 12.00 usec
PLY —0.60 dB
SFO1 400. 1328003 MHz
F2 - Processing parameters
SI
SF 400.1300217 MHz
WOW M
ss5B 0
8 0.30 Hz
8 0
PC 2.00
1D NMR plot parameters
X 22.80 cn
oY 15.00 cm
F1p 13.000 ppm
F1 5201.69 Hz
Fop -0.500 ppm
F2 -200.07 Hz
PPMCM 0.59241 ppm/cm
B T ) / HZCM 236.91911 Hz/cm
-
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Current Data Parameters
USER willia
NAME Fijw-iv-127-Cy-Me-col2
EXPNO 2
PROCNO 1
OH F2 - Acquisition Parameters
o Date_ 20110708
Tine 15.00
INSTAUM drx400
PROBHD 5 mm GNP H/F/P
PULPROG 2qdc30
] 65536
SOLVENT coc13
4 NS 324
g 05 4
SHH 24154.590 Hz
FIDRES 0.368570 Hz
AQ 1.3566452 sec
A6 9195.2
oW 20.700 usec
0E 20.39 usec
” TE 298.1 K
01 0.10000000 sec
dit 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
P1 11.00 usec
pLt 0,00 6B
SFO1 100.6237964 MHz
cPOPRG2 nlevis
Nuc2 H
PCPD2 80.00 usec
pL2 0.00 dB
pLI2 16.20 d8
sFo2 400. 1328008 MHz
F2 - Processing paraneters
s 65536
SF 1006127500 Mz
WOH EM
ssB 0
8 1.00 Hz
GB 0
- - FC .00
1D NMA plot parameters
ox 22.80 cn
oy 6.00 cm
F1P 200.000 ppm
F1 20122.55 Hz
Fap 0.000 ppn
F2 0.00 Hz
PPHCH 8.77193 ppn/cm
HZCM 882.56799 Hz/cm
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3
a
a

Integral

pm 12

OH

4h

1

0

7.27049

5.90098
5.87546

000

5.14013
5.13684
5.13464
5.13169

0353
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Current Data Parameters

USER willia
NAME  fjw-iv-124-heptane
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters

Date_ 20110708
Time 15.08
INSTRUM drx400
PROBHD 5 mm GNP H/F/P
PULPROG 2330
65536
SOLVENT coc13
NS 48
0s 2
SHH 6410.256 Hz
FIDRES 0.097813 Hz
AQ 5.1118579 sec
RG 143.7
DW 78.000 usec
DE 4.50 usec
TE 298.1 K
0t 0.10000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
CHANNEL f1 =
H
12.00 usec
PL1 -0.60 dB
SFO1L 400. 1328003 MHz

F2 - Processing parameters

sI 65536
SF 400.1300175 MHz
WOW EM
S58 0
LB 0.30 Hz
6B [
PC 2.00

1D NMR plot parameters

(2 22.80 cm
cY 15.00 cm

— FIP ~ 13.000 ppm
F1 5201.69 Hz
Fap -0.500 ppm
F2 -200.07 Hz
PPMCM 0.59211 ppm/cm
HZCM 236.91908 Hz/cm
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Current Data Parameters

USER willia
NAME fiw-iv-124-heptane
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters

Date_ 20110708
Time 15.14
INSTRUM drx400
PROBHD 5 mm GNP H/F/P
PULPROG zgdc30
0 65536
SOLVENT coc13
NS 333
s 4
SHH 24154.530 Hz
FIDRES 0.368570 Hz
AQ 1.3566452 sec
RG 9195.2
oW 20.700 usec
3 20.39 usec
L 298.0 K
D4 0.10000000 sec
dif 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
CHANNEL f1 =
13C
11.00 usec
0.00 dB

100.6237964 MHz

== CHANNEL f2 ========
CPOPRG2 mlevis

Nuc2 1H

PCPD2 80.00 usec

pL2 0.00 dB

PLi2 16.20 dB

SF02 400. 1328009 MHz

F2 - Processing parameters

s 65536

SF 100.6127510 MHz

WoW — EM-

ss8 o

LB 1.00 Hz

GB 0

PC 1.00

1D NMR plot parameters

cx 22.80 cm

cy 15.50 cm

i 220.000 ppm

F1 22134.80 Hz

F2P 0.000 ppm

F2 0.00 Hz

PPMCM 9.64312 ppm/cm

HZCM 970.82477 Hz/tm
S21
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Current Data Paraneters
USER
NAME fin-iv-07-25-2011-cyclopenty]
EXPNO 1
PROCNO 1
F2 - Acquisition Paraneters
HO Date_ 20110726
= Tine 0.22
INSTRUM drx400
PROBHD 5 mm GNP H/F/P
PULPROG 2930
0 65536
SOLVENT coc13
NS 2
DS 2
_ Swi 6410255 Hz
4| FI0RES 0.097613 Hz
AQ 5.1118579 sec
ARG
OW 78.000 usec
e 4.50 usec
TE 298.0 K
D1 0.10000000 sec
MCREST 0.00000000 sec
MCHRK 0.01500000 sec
m======= CHANNEL f1 s==ces==
NUCL
Pi 12.00 usec
PLY ~0.60 d8
SFO1 400. 1328009 MHz
F2 - Pracessing parameters
SI 65¢
SF 4001300216 MHz
oK B
SSB. 0
L8 0.30 Hz
[::] 0
PC 2.00
10 NWR plot parameters
[2% 22.80 cm
oy 10.00 cm
FiP 13.000 ppm
F1 5201.68 Hz
FeP —0.500 ppm
2 -200.07 Hz
PPMCM 0.53211 ppm/cm
HZCM 236.91914 Hz/cm
3 8 8 8 3l 12]|8
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s R 8 88385 5 3 @
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Current Data Parameters
USER willia
NAME fiw-1v-07-25-2011-cyclopentyl
EXPNO 2
PROCNO 2§
F2 - Acquisition Parameters
Date_ 11
Time 0.25
INSTRUM drx400
HO PROBHD 5 mm GNP H/F/P
PULPROG 2gdc30
/ A 65536
SOLVENT coc13
NS 590
os 4
SHH 24154.590 Hz
FIDRES 0.368570 Hz
AQ 1.3566452 sec
RG 8195.2
- L] 20.700 usec
4' DE 20.39 usec
TE 298.0 K
01 0.10000000 sec
d11 0.03000000 sec
MCREST 0.00000000 sec
MCHAK 0.01500000 sec

LT = 7 pem——
NUCt 13c

Py 11.00 usec
PLY 0.00 d8
SFO4 1006237964 MHz
==== CHANNEL f2 mmmmmzma
CPOPRGZ mlevis
N2 H
PcPD2 80.00 usec
P2 0.00 d8
PLI2 16.20 d
sFo2 400. 1326009 MHz

F2 - Pracessing parameters
s1 65536

SF 1006127540 MHz
WOW EM
558 0
8 1.00 Hz
68 0
rC 1.00
1D NMA plot parameters
ox 22.80 cm
oy 35.00 cm
F1p 210.000 ppn
Fi 21128.58 Hz
Fop 0.000 ppn
F2 0.00 Hz
PPMCH 9.21053 ppn/cn
- HZCM, 926.69629 Hz/cm
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Current Data Parameters
USER willia
NAME fiw-iv-134-preg-Agcol-sp2
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20110718
Time 17.22
INSTRUM gn500
PROBHD 5 mm broadband
PULPROG 2930
0 81728
SOLVENT coci3t
NS 9
o0s 2
SWH 8012.820 Hz
FIDRES 0.098043 Hz
AD 5.0999398 sec
RG 40.3
ACO oW 62.400 usec
5 0F 6.00 usec
TE 298.0 K
01 0.10000000 sec
MCREST 0.00000000 sec
MCHWRK. 0.01500000 sec
CHANNEL f1 F==uzms
1H
12.20 usec
=5.00 dB
SFo1 499.5134966 MHz
F2 - Processing parameters
SI
SF 499.5100276 MHz
WOW EM
SSB o
LB 0.30 Hz
GB 0
PC 1.00
1D NMA plot parameters
cXx 22.80 cm
cY 20.00 cm
F1P 13.000 ppm
Fi 6493.63 Hz
F2P ~0.500 ppm
F2 -249.76 Hz
PPMCM 0.59211 ppm/cm
HZCM 295.76254 Hz/cm
/ £
5 as I8 Iz o u
g d8 gl |2 2 2 S24
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Current Data Paraneters
USER willia
NAME fiw-1v-134-preg-Agcol-sp2
EXPND 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20110718
Tine 17.26
INSTRUM gn500
PROBHD 5 mm broadband
PULPROG 29dc30
™ 65536
SOLVENT coc13
NS 256
05 4
SHH 30303.031 Hz
FIDRES 0.462388 Hz
AD 1.0814105 sec
A6 4597.6
oW 16.500 usec
0E 4.50 usec
TE 298.0 K
01 0.25000000 sec
d11 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
memmmme= CHANNEL ] =====a==
NC
P1 7.70 usec
PLY 0.00 a8
SFo1 125.6157052 MHz
=== CHANNEL f2 ===
CPOPRG2 waltzi6
NuC2 1H
PCPD2 80.00 usec
PLz -3.00 dB
PL12 13.20 dB
SF02 4935124975 MHz
F2 - Processing paraneters
s 65536
F 125.6018712 MHz
¥OH
558 0
8 1.00 Hz
8 0
PC 2.00
10 NMR plot parameters
X 22.80 cm
Ty 50 cn
B F1P 210.000 ppn
S F1 26376.39 Hz
Fop 0.000 ppn
Fo 0.00 Hz
PPMCH 9.21053 ppn/cn
HZCH 1156.85925 Hz/cn
W s e ¥ alans aadatna, O St W gy arl o e el e by Y o
S25
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Z-restored spin-echo 13C spectrum with 1H decoupling
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