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General: The compounds described in this paper were prepared according to the procedure discussed in the
text by the authors. All starting materials were purchased from Sigma-Aldrich and used without further
purification. All reaction products were identified by comparison with their "H NMR spectra versus authentic
"H NMR obtained from Sigma-Aldrich database and/or the authentic sample. Conversions were calculated from
the "H NMR spectrum based on the disappearance of the starting material. '"H NMR spectra were recorded on a
Bruker DPX300 300 MHz NMR spectrometer at room temperature. Chemical shifts are reported in ppm on the
0 scale relative to the internal standard TMS.

Table (1)
4-Methoxybenzyl alcohol: "H NMR (CDCls): & 7.28 (2H, m, Ar), 6.89 (2H, m, Ar), 4.61 (2H, s, CH,), 3.81

(3H, s, CH3), 1.71 (1H, broad s, OH). In agreement with Sigma Aldrich database
http://www.sigmaaldrich.com/catalog/search/ProductDetail/ALDRICH/136905

4-Methylanisole: '"H NMR (CDCl3): 6 7.01 (2H, m, Ar), 6.80 (2H, m, Ar), 3.78 (3H, s, CH3), 2.27 (3H, s, CH3).
In agreement with Sigma Aldrich database
http://www.sigmaaldrich.com/catalog/search/ProductDetail/FLUKA/61050

4-Methoxy-alpha-methylbenzyl alcohol: '"H NMR (CDCl3): 6 7.30 (2H, m, Ar), 6.88 (2H, m, Ar), 4.86 (1H, q, J
= 6.44 Hz, CH), 3.81 (3H, s, CH3), 1.70 (1H, broad s, OH), 1.48 (3H, d, J = 6.44 Hz, CH3). In agreement with
commercially available sample.

Table (2)
2-Methoxy benzylalcohol: "H NMR (CDCls) & 7.29-7.23 (2H, m, Ar), 6.96-6.86 (2H, m, Ar), 4.67 (2H, s, CH,),

3.84 (3H, s, CH3), 2.47 (1H, s, OH) in agreement with the Sigma Aldrich database.
http://www.sigmaaldrich.com/catalog/search/ProductDetail/ALDRICH/M 10808




2,3-Methylenedioxy benzylalcohol: '"H NMR (CDCl3) 6 6.86-6.75 (3H, m, Ar), 5.95 (2H, s, CH,), 4.66 (2H, s,
CH;), 2.16(1H, bs, OH) in agreement with data published by Roesch KR, Larock RC, J Org Chem 2002, 67:
86.

2,4-Bistrifluoromethyl benzylalcohol: '"H NMR (CDCl3) 6 7.96-7.84 (3H, m, Ar), 4.97 (2H, s, CH,), 2.11 (1H,
bs, 2H).

4-Fluorobenzaldehyde: "H NMR (CDCl5) § 7.27 (2H, m), 7.00 (2H,m), 4.58 (2H, s), 3.88 (1H, bs, OH) in
agreement with the Sigma Aldrich database.
http://www.sigmaaldrich.com/catalog/search/ProductDetail/FLUKA/46765

4-Fluorobenzoic acid: '"H NMR (CDCl3) 6 8.05 (2H, m), 7.09 (2H, m) in agreement with the Sigma Aldrich
database. http://www.sigmaaldrich.com/catalog/search/ProductDetail/FLUKA/46600

Table (3)

2-phenyl-1-phenylethanol: '"H NMR (CDCl3): 6 7.40-7.15 (10H, m, Ar), 4.89 (1H, m,CH), 3.10-2.90 (2H, m,
CH;), 1.95 (1H, broad s OH) In agreement with data published by Blake AJ, Cunningham A, Ford A, Teat SJ,
Woodward S, Chem Eur J 2000, 6:3586.

Dibenzyl: '"H NMR (CDCl3): 6 7.35-7.25 (10H, m, Ar), 2.92 (4H, s, 2xCH,). In agreement with Sigma Aldrich
database.
http://www.sigmaaldrich.com/catalog/search/ProductDetail/[FLUKA/14330

Table (4)

2-Phenylethanol: '"H NMR (CDCl3) 6 7.40-7.21 (5H, m, Ar), 3.85 (2H, t, J = 6.6 Hz, CH,), 2.86 (2H, t, /= 6.6
Hz, CH,), 1.55 (1H, bs, OH) in agreement with data published by Ley, SV, Mitchell C, Pears D, Ramaro C, Yu
J-Q, Zhou W, Org Lett, 2003, 5:4665.

2-(4’-Fluorophenyl) ethanol: '"H NMR (CDCl3) 6 7.21-7.16 (2H, m, Ar), 7.03-6.96 (2H, m, Ar), 3.84 2H, t, J =
6.6 Hz, CH»), 2.84 (2H, t, J/ = 6.6 Hz, CH,), 1.49 (1H, bs, OH) in agreement data published by Ley, SV,
Mitchell C, Pears D, Ramaro C, Yu J-Q, Zhou W, Org Lett, 2003, 5:4665.

1-Phenyl propan-2-ol: '"H NMR (CDCl3) 6 7.32-7.12 (5H, m, Ar), 4.04-3.93 (1H, m, CH), 2.78-2.64 (2H, m,
CH,), 1.88 (1H, bs, OH), 1.21 (3H, d, J = 6.3 Hz, CHj3) in agreement data published by Ley, SV, Mitchell C,
Pears D, Ramaro C, Yu J-Q, Zhou W, Org Lett, 2003, 5:4665.

3-Phenyl propane-1,2-diol: '"H NMR (CDCl3) 6 7.37-7.20 (5H, m, Ar), 3.96-3.88 (m, 1H, CHOH), 3.66 (1H,
dd,J=11.1,3.0 Hz, CHH), 3.49 (1H, dd, J = 11.1, 6.9 Hz, CHH), 2.82-2.69 (2H, m, CH,), 2.47 (2H, bs, 2 x
OH) in agreement data published by Ley, SV, Mitchell C, Pears D, Ramaro C, Yu J-Q, Zhou W, Org Lett,
2003, 5:4665.
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;230

10383512, RX0002/40A, BRUKER DPX300,

;javance-version (02/05/31)
;1D seguence
;using 30 degree flip angle

#include <Awvance.incl>

1 Ze
2 30m
dl
pl*0.33 phl
go=2 phil
30m me #0 to 2 FO(zd)
exit
phi=0 2 2 013 31

ph3l=0 2 2 013 3 1

ipll
pl
;dl

f1 channel - power leve
fl1 channel - 90 degree
relaxation delay; 1-5 *

7.25%4
7.288

J
\

TABLE 2 ENTRY 1

6.5908
905

&

£.,883
6.867
6.855

B, 5

ONP, HIL

4.666

SPECTRUM, SOLV;- CDC13/TMS

4,077

465

1.256

i §

L000

=

e T

_.
11 10 9

T T T T

22

O d ASG

Current Data Parameters

NAME 10383512

EXPNO 10

PROCHO 1

F2 - Acquisition Parameters

Date_ 20060713

Time 12.01

INSTRUM dpx300

FPROBHD 5 mm QNP 1H/13

PULPROG zg3l

D 48848

SOLVENT CDC13

NS 64

Ds 2

SWH T7183.908 Hz

FIDRES 0.147087 H=z

AR 3.3998709 sec

RG 101.6

oW 69.600 usec

DE 6.00 usec

TE 299.2 K

D1 6.599999930 sec

MCREST 0.00000000 sac

MCWRE 0.01500000 sec

====zz== CHANNEL fl ========

NUC1 1H

Fl 9.40 usec

FL1 0.00 4B

S5F01 300.1330010 MHz

F2 - Processing parameters

SI 655346

SF 300.1300116 MH=z

WD EM

S5 i}

LB 0.30 Hz

GE 0

PC 300. 00
S W.. w

i317(Co
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10383512, RX0002/40A, BRUKER DPX300, QNP, H1 SPECTRUM, SOLV;- CDC1l3/TMS

281

T.275
T.264

;2g30

ravance-version (02/05/31})
;1D seguence

;using 30 degree flip angle

T.254
7.288

-
7.250

= 7.256
Xt
_——8

7.240
7.234

ekt Intertek F:Xe

2

#include <Avance.incls>

Current Data Parameters

w wma . NAME 103815132
_ EXPNO 10
QWS — * __ - PROCHD 1
D . ©n - -
go=2 ph3l \\\I 1\1I F2 = Acquisition Parameters
30m me #0 to 2 FO(zd) | | Date_ 20060713
axit __ Time 12.01
INSTRUM dpx300
_ | PROBHD 5 mm QNP 1H/13
PULFROG 30
phl=0 2 2 0133 1 o 18848
ph3i=0 2 2 01 3 3 1 __ SOLVENT o1z
NS 64
r Ds 2
% . = SWH 7183.508 H=z
ipll : fl1 channel power leve _ e R AT e
ipl : f1 channel - 90 degree ag 3.3958709 sec
;dl : relaxation delay: 1-5 * | EC 1016
ol 65,600 usec
_ DE 6.00 usec
TE 209.2 K
] 6.59999990 sec
— MCREST 0.00000000 sec
_— MCWRE 0.01500000 sec
\ ======== CHANNEL H“_. e T
_ NUC1 1H
| Pl 5.40 usec
_ _ PL1 0.00 4B
_1 SFO1 300.1330010 MHz
1 F2 - Processing parameters
¢ h 65536
__ SF 300.1300116 MH=z
wow EM
SEB 4]
C LB 0.30 Hz
H GE a
\ PC 300.00

|1..1.._|J.q..._.,.,q___.______

I T T S ] B RS | WEEEE PR mw.
7.5 7.4 7.3 1.2 11 7.0 6.9 6.8 6.7 ppm "5

EYui{e®




10383512, RxX0002/40A, BRUKER DPX300, QNP,

2a30
;avance-version
;1D sequence
;using 30 degree flip angle

[02/05/31)

#include <Avance.incl>

l ze
2 30m

dl

pl*0.33 phl

go=2 phil

30m me #0 to 2 FO(zd)
exit

phl=0 2 2 01 3 31
phil=0 2 2 0 1 3 31

;pll : f1 channel - power lewve
;pl f1 channel - 90 degree
;dl relaxation delay; 1-5 *

7.294

—

H1 SPECTRUM,

4.666
2.465

SOLV;- CDC13/TMS

—1.2586
0.000

11 10 9

8

.r...l_:a.i—.-,-.i T _ T TTTY

7 6
i

i
7

0
{0

B L B L I

5 4 3

T

2

L L e e

1 ppm

24

hica= 4 ASG

Current Data Parameters

NAME 10383512
EXFHO 10
PROCHC 1
F2 - nequisition Parameters
Date_ 20060713
Time 12.01
INETRUM dpx300
PROBHD S mm QNP 1H/13
PULPROG zgil
TD 48848
SOLVENT D13
NE 54
ons 2
SWH T183.5908 H=z
FIDRES 0.147087 Hz
AQ 3.3998709 sec
RG 101.6
oW 69.600 usec
DE 6.00 usec
TE 299.2 K
D1 6.599959990 sec
MCREST 0.00000000 sec
HMCWRE 0.01500000 sec
EEsss=ss CHANMEL £l ========
NUC1 1H
Pl 5.40 usec
FL1 0.00 4ae
SFO1 300.1330010 MHz
FZ - Processing parameters
51 65536
sF 300.1300116 MHz
WD EM
55B 0
LB 0.30 Hz
GB o
PC 3040.00
SEZS
=
A0
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10383516, RX0002/40D, BRUKER DPX300, QNP, H1 SPECTRUM, SOLV:- CDCl3/TMS
s z2a30 FRENMOENHAOAN OO ® @ Mmoo o — (=]
‘avance-version (02/08/31) HEsnenmectHeaRss S5 8 e 5 g e d ASG
;1D sequence .raﬁ_bﬁfn.ﬁﬁrbru.ruﬁfn.h.:-._bb d_..u..u_ 2_.). 1 .H“
;using 30 degree flip angle ,/%a\x_ /\
#include =<Awvance.incl>
l ze | Current Data Parameters
2 30m _ NAME 10383516
d1 EXPNQ 10
pl*0.33 phl _ PROCNO 1
go=2 ph3l _ F2 Acquisicion P t
| - Ac tion Parameters
mxwma mc #0 to 2 FO({zd) . Date_ 20060713
> Time 12.54
o | INSTRUM Apx300
fc | PROBHD 5 mm QNE 1H/13
phl=0 2 201 3 31 > PULPROG 2530
phil=0 2 2 013 31 i 7 = qhLgs
| SOLVENT chCla
o _ - N3 64
{ DS
ipll .mw channel - power leve E _ SWH .Z.Wu.mn_w Hz
:pl :+ f1 channel - 90 degree o FIDRES 0.147067 Hz
7dl relaxation delay; 1-5 * < | AQ 3.31598709 sec
RG 128
- oW 659,600 usec
DE 6.00 usec
TE 299.2 K
ol 6.59999590 sec
. MCREST 0.00000000 sec
n.\ MCWEREK 0.01500000 sec
r \\ ssssez== CHANNEL fl1 ========
__x NUC1 1H
| Pl 9.40 usec
__ FL1 0.00 4p
_ _ 5F0l 300.1330010 MH=z
_ F2 - Processing paramebers
| — 51 65536
_ SF 300.1300070 MHz
| WD EM
| | SSE a
_I.\.L _ | — _.I LE 0.30 Hz
A A 5 GE 0
BC 100.00
_____.1._.,..-.._.. T BB LR —_.._.--_1J. ™ _.._..__._____.___ﬁ.:... BB P AR __4.-<|_.J|‘_ ..nu...Wn. Fal
11 10 9 8 7 6 5 4 2 1 ppm
i3 (o
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10383614, RX0002/42a, BRUKER DPX300, QNP, Hl1 SPECTRUM, SOLV:-CDCL3/TMS

—
Mmoo D =] — = @ [l =
”wamnmucm&mwos (02/05/31) wnm.ﬂ%ﬁ % mu N % ﬁ MMM _—Jﬂm—-ﬂmw bwm
+1D seguence [ o S S <« PR i i
:using 30 degree flip angle /
#include <Avance.incl>
1 ze o Current Data Parameters
2 e > | e, ol
dl o b
FROCNG i
pl*0.33 mﬁu - &
go=2 ph3il 5 =2 F2 - Acquisition Parameters
30m mc #0 to 2 FO(zd) 1T} _ Date_ 20060717
exit o Time 12.53
| INSTRUM dpx3n0
_M_L FROBHD 5 mm QNP 1H/13
~ PULPROG zg3l
wwwmmcmwwuocHHmwwwHH o v Jandd
phal= < SOLVENT CDC13
- JUE] 64
DS 2
;pll : £1 channel power leve SWH TF183.908 Hz
;pl : £1 channel - 90 degree _ L M_wuwmm wﬁ_u.wﬁ_m”m Hz
i . i A T 5 sEec
;dl : relaxation delay; 1-5 | o gty
W £9.600 usec
DE 6.00 usec
TE 295.2 K
- Dl 6.59999390 sec
I o MCREST 0.00000000 sec
| MCWRE 0.01500000 sec
|
| zmpesecs CHRNNEL £l =z==zz=m=
_ NUCl 1H
i Fl 9.40 usec
_ PL1 0.00 dB
| SFOL 300.1330010 MH=z
F2 - Processing parameters
51 65536
SF 300.1300061 MHz
WLH EM
358 0
LB 0.30 Hz
GB a
) i BC 2.00
E ' L P
._.__‘-.ﬂ_“‘_..__._aﬂa..-.—.___ T _...______..ﬂa..,_ LENLE B ) _.__ _.._ LI T .n. _ T _ .4.;..4|_..1|._.._|.M.‘14_
11 10 9 7 6 5 4 3 2 1 ppm
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10383614, RX0002/42A, BRUKER DPX300, QNP, Hl SPECTRUM, SOLV:-CDCL3/TMS

M - = - wa
22 283 Licca1 4 ASG
o~ [ el ol )
\_\I Current Data Paramsters
NAME 10383614
m EXENG 10
PROCHNO 1
1 f F2 - Acquisition Parameters
Date_ 20080717
Time 12,53
INSTRUM dpx300
__ PROBHD 5 mm QNP 1H/13
FULFROG zgld
I | D 488448
\ SOLVENT CDCla
NS 64
_ DS 2
SH 7183.908 Hz
FIDRES 0.147067 Hz
AQ 3.,3998709 sec
RG 724.1
o 689,600 usec
DE 6.00 usec
TE 299.2 K
ol 6.53999990 sec
_ MCREST 0.00000000 sec
..\\ “ MCWRE 0.01500000 sec
sssssaza CHANNEL f]l s=======
NUC1 18
Fl 9,40 usec
FL1 0.00 4de
‘ SFO1 300.1330010 MH=z
|
| > F2 - Processing parameters
= d 65536
SF 300.1300061 MHZ
WDW EH
___ 55B 0
M LB 0.30 Hz
GB a
R BC 2.00
O e B B e S B AL I L B e R i L i T iy S " ™ — [
8.4 8.3 8.2 8.1 8.0 7.9 7.8 7.7 7.6 7.5 74  ppm
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10383515, RX0002/40C, BRUKER DPX300, QNP, H1 SPECTRUM, SOLV;- CDC13/TMS

Hrr"u.(g...rr6936—3436364%8317624;&“1 ™~ ™ m = o o
WMmnm=amlei @~ on L MNA00muaNoo -0 - w ul \o o
SO OASSOMNMNNMNMMNA-AOCD0OCcCO g M [Tg! o @ r G_.O_
12930 000 00 €0 G B0 T f~ [~ [~ [ D (= E [ [ [~ f [ [~ 00 @ - ™ 4 - oo _ﬂ._ﬂm—!-..m_h .P.mm
;avance-version (02/05/31
;1D sequence 7 /\
;using 30 degree flip angle
#include <Avance.incl:> g
1 ze ) Current Data Parameters
2 30m | MAME 103813515
. [ EXPNO 10
dl | PROCNO 1
pl*0.33 phl <
go=2 phll > F2 - mcquisition Parameters
i0m mc #0 to 2 FO(zd) o Date_ 20060713
exit Time 13.12
E INSTRIM dpx300
< PROBHD 5 mm QNP 1H/13
Ll | PULPROG zg30
phl=0 2201331 ~ | iy iean
phil=0 2 2 01 3 3 1 _ SOLVENT cocl3
w NS 64
= b: :
:pll : fl channel - power lewve < J SWH 7163.908 Hz
T FIDRES 0.147067 Hz
ipl : f1 channel - 920 degree - A0 o eelea
;dl : relaxation delay; 1-5 # | RG a1
A oW 69.600 usec
f— DE 6.00 usec
TE 29%3.2 K
ol £.59999930 sec
_ MCEEST 0.00000000 sec
MCWRE 0.015000Q00 sec
_ 2 ======== CHANNEL fl ssssz=s==
e NUC1 1H
f Pl 5.40 usec
| PL1 .00 4B
_ SFO1 300.1330010 MHz
_ F2 - Processing parameters
51 65536
A _ 5F 300.1300091 MHz
- _ WD EM
558 0
‘ _ = | LB 0.30 Hz
- GH 0
.Ihn_ | — P— |I..HII1P-I| L 2 — e s80.00
YT T T T T T T T T T T T T T T T TR TT T T Fr 1T 1T %7 TrITrTqTrrer7?t T™rrrrr T ™rTrTrT _.___ T fu_.l_.—.Jl_.‘..._ __._. 1
1 10 9 g - 6 5 4 1 s 25
_ ) J t ) L o A m ] =k |O=
-_ o 1=f -
™M o Tad] L]




10383515, RX0002/40C, BRUKER

8.059
.019

=) 0
= M
(==
e e}

8.067

12g30 g
;avance-versian | =/31)
;1D sequence

yusing 30 deg ip angle

#include <Avance.incl:=

YR.026

Ze

30m

dl

pl*0.33 phl

go=2 ph3l

30m mc #0 to 2 FoO(zd)
axit

B

phl=0 2 2 013 3 1
ph3l=0 22 013 3 1

ipll : f1 channel - power leve
;ipl : f1 channel - 90 degree
;dl : relaxation delay; 1-5 *

DPX300,

_J

QNP, H1 SPECTRUM, SOLV;- CDC13/TMS

—_—

L

80 79 78 717
L = b -

I Rt T o o L5 T

76 75 74 73 72 71

N _.q:.fa.: T B s b AR

70 6.9

7ﬁam

=

=p

.“._._:_.T._:..:ﬁﬁ]41j

6.8 6.7
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NiGahe ASG

Current Data Parameters

NAME
EXFNO
PROCHNO

10383515
10
1

F2 - hegquisition Parameters

Date_
Time
INSTRUM
PROBHD
FULPROG
TD
SOLVENT
NS

D&

SWH
FIDRES

20060713
13.12
dpx300
5 mm QNP 1H/13
zg3d
45848
CchCll
64
2
7183.908 Hz
0.147067 Hz
1.3988709 sec
71.8
69.600 usec
6.00 usec
299.2 K
6.59999990 sec
0.00000000 sec
0.01500000 sec

CHANNEL f ========
1H
9.40 usec
.00 4B
300.1330010 MH=z

F2 - Processing parameters

EI
SF
WD
55B
LE
GE
PC

E5536
300.1300091 MH=z
EM
Q
0.30 Hz

0
250.00

SHZS

3 Ce
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10383689, RX0002/44A, BRUKER DPX300, QNP, Hl1 SPECTRUM, SOLV:-CDCL3/TMS

.Nﬁ—uc ™M OO MNCPTAmoOo @SN 2T MNO N~ Do ™ @
i = : = o=H A A SN [l g B = = T 0D = [T BN el ]
;avance-version [0 Mr.mwtu_.w MMM Mo e oMM 0 e Do @ o m Ta s I
_.U _segquence oo o e [~ [~ O~ [~ [~ [~ [~ " ™ AR Es =

R N/ VY

fiinclude <avance.incl>

0.000

1l ze ' -
2 30m I

a1 r .

pl*0.33 phi > |

go=2 ph3l _Dm .

30m me #0 to 2 FO(zd) >
exit w
phl=0 2 2 01 3 3 1 1]
ph3li=0 2 2 01 3 3 1 -

m
<
ipll : f1 channel - power leve -
:pl : f1 channel - 90 degree
;dl : relaxation delay; 1-5 *
—
L -
Ve
__
_.__ .___,_._ Troor mn__.‘ a_..q.ﬁ.‘-._-..-._ _ TT ______________ ___-m_____._._..x.ﬂ.ﬂu.A!_.._.. _.n T T _. u_..
11 10 9 8 7 6 5 4 3 2 1 ppm

41

N4 ASG

Current Data Parameters
HAME 10383689
EXPNO 10
PROCNO 1
F2 = hAcguisition Parameters
Date_ 20060719
Time 12.00
INSTRUM dpx3ng
PROBHD 5 mm QNP 1H/13
PULPROG zg30
TD 4BB48
SOLVENT CoCcl3
NS 64
5] i
SWH T183.908 Hz
FIDRES 0.147067 Hz
AD 3.3998709 sec
RG 322.5
oW 69.600 uzec
DE 6.00 usec
TE 299.2 K
Dl 6.599995%90 sec
MCREST 0.00000000 sec
MCHWRE C.0l500000 sec
======== CHANMEL £l ========
NUC1 1H
Fl 9.40 usec
PL1 Q.00 4B
5F01 300.1330010 MH=z
F2 = Processing parameters
5I 65536
5F 300.1300095 MH=z
WD EM
S58B Q
LB 0.30 H=
GE a
BC 20.00

Fe|

¢

) qulob



10383689, RX0002/44R,

BRUKER DEX300, QNF, H1 SPECTRUM,

SOLV:-CDCL3 /TMS

___._d.qq.

7.7
L

7.6

7.5 7.4

_..1..q__._._._..q—,._.

7.3

__________...._.4._.

7.2

Tl

B I

6.9

5 75 N,

7.0
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hicy-ld ASG

Current Data Parameters

NAME 103836R9
EXENO 10
FROCNO 1

F2 - Acquisition Parameters
Date_ 20060719
Time 1z.00
INSTRUM dpx3i0d
FROEBHD 5 mm QNP 1H/13
PULFROG zg30

TD 48848
SOLVENT cnoll

NE 64

Ds 2

SWH 7183 .9508 Hz
FIDRES 0.147067 HzZ
AG 1.3008700 sec
RG 121.5

D 65. 600 usec
LCE 6.00 usec
TE 299.2 K

o1 6.59999990 sec
MCREST 0.00000000 sec
MCWERE 0.01500000 sec
======== CHANNEL f1 =s=ssaa=
NUCl 1H

Pl 9.40 usec
BL1 0.00 dB
SFO1 100.1330010 MH=z
F2 - Processing parameters
EI 65538

SF 300.1300095 MH=
WD EM

S5B ¥

LB 0.30 Hz
GB o

BC 20.00

q\.__‘.l..ﬂﬁ\



10383689, RX0002/442, BRUKER DPX300, QNP, H1 SPECTRUM, SOLV:-CDCL3/TMS

[ =Ty oo ]
[T = Il oo W0 = un
oo WD o 0 oo un
MM Lo e B L

—_—1.251
T——1.22B

__—13.874

I |
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i 4 ASG

Current Data Parameters

NAME
EXENO
PROCHNO

10383689
10
i

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
N3

]

SWH
FIDRES
AQ

Rz

W

DE

TE

Dl
MCREST
MCWRE

PL1
SFOL

20060719

12.00

dpx30d

5 mm QNP 1H/13
zg30

4BB48

CoCl3

ad

2
T183.908 Hz
0.147067 Hz
3.3998709 sec
322.5
69.600 usec
6.00 usec
299.2 K
6.59959995%0 sec
0.00000000 =sec
0.01500000 sec

CHANNEL f1 =s=======

joo. Huuumwc MHzZ

F2 - Proceesing parameters

51
5F
WOW
S5E
LB
GB
PC

65536
300.1300095 MHz
EM
o
0.30 Hz
Q
20.00

33:
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10383690, Rx0002/44B, BRUKER DPX3C0, ONP, Hl1 SPECTRUM, SOLV:-CDCL3/TMS

.N_...uw_ﬁ_ -h.n_.r.-l. OO0 -SoOoN O OO FNC DD SO NMPeui~FPp OO RAMCDLO-TIOAHROHUE N ..I...UUI.“
i § D MAOoSOoOF O @M MN-E OO N MO MeE NN MM A0 80 W e L 0O :m m
ravance-version ._..@.._.L,wf_a.._j ...2?.211111%...9?3&?n.unb.q.,a.,u..g 1]55%77565%39383508.&.4232?1 [=X=0
,.._.U.m_m__nmcwjﬂm & o = ..r_.,. - _,.r.r_.r_J.,_uGG,D o Y o 322222211111“111 _u_ﬂ.mV
B /ﬁﬁ/ﬁﬂ% /%%w\\\\ ZaN
#include <Avance.incl=
1 =& ) Current Data Parameters
2 30m HAME 10383690
dl N r EXPND 10
p1*0.33 phl - _ PROCNO 1
go=2Z phil ) : o ( F2 - Acquigition Parameters
Moa mc #0 to 2 FO(zd) [ | Date_ 20080719
exXlt 2 _ Time 12.18
5 INSTRUM dpx300
< PROBHD 5 mm QNP 1H/13
phi=0 2.2 001 331 ﬁ FULPROA zg30
phil=0 2 2 01 3 3 1 w TD 48848
h — SOLVENT CcDC13
m NS 64
i < DS 2
jpll : £1 channel - power leve - SWH T183,908 Hz
;pl : £f1 channel - 90 amanmm FIDRES 0.147067 Hz
;dl : relaxation delay: 1-5 AQ 3.3998709 sec
I RG 3122.58
_ L Dl 69.600 usec
| DE 6.00 usec
{ TE 299.3 K
| D1 5.59995550 sec
h_ - ~ MCREST 0.00000000 sec
/ MCWRK D.01500000 sec
._W sess=ss== CHANMNEL f]l sss=sa==
| NUC1 1K
rd Pl 9.40 usec
{ PFL1 0.00 dB
| SF01 300.1330010 MH=
F2 - Processing parameters
5T 65536
SF 300.1300062 MH=z
WD EM
55B a
LE 0.30 Hz
GB Q
| BC 2.00
TTT -_._.._ T .__ -._._._.ha....-..___a._._._ —_._.__-_._..._.__..___a._n._.._-#.q_..-._nl!-l—.._-l_jjldl—\lj:_m-.n.q.a.:q..«.-l.-l-—-1-..1~|-|-|-|_|q|-|_
11 10 9 8 7 6 5 E 3 2 1 ppm /
_ . _ J
> - - (

191"
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10383690, RX0002/44B, BRUKER DPX300, QNP, H1 SPECTRUM, SOLWV:-CDCL3/TMS

o w SO g W M 0= e o S o 0 = DA —:”m——mx bwm
™y ™ o™ B R ] - SO oo oo h
-~ = - S S te b= e [~ [ [~ [~ 5 O WD

e Current Data Parameters
____ NAME 10383630
EXPNO 10
PROCNG 1
F2 - Acquisition Parameters
Date_ 20060719
Time 12.18
INSTRUM dpx300
FROBHD 5 mm QNP 1H/13
PULPROG zgil
™ 48848
SOLVENT CcDC13
NS 54
Ds 2
EWH T1B83.5%08 H=z
FIDRES 0.147067 Hz
AQ 3.3998709 sec
R3 322.5
o 69.600 usec
DE 6.00 usec
TE 299.2 K
ol £,59999990 sec
MCREST 0. 00000000 sec
MCWERE 0.01500000 sec
sssamz== CHAMNEL fl ========
NUC1 1H
Pl 3.40 usec
PL1 0.00 dB
SFOL 300.1330010 MH=z
F2 - Processing paramsters
| _ 51 655316
_ aF 300.1300062 MHz
WD EM
S5B D
_ LE Q.30 Hz
GB ]
T_ BC 2.00
_.a._._—-._._-.._._w.aqqi _. T ..__._......-._m-_._.-_.._.n— _.-.._.'-._.a_._-_.-.- _.._
75 7.4 7.3 7.2 7.1 7.0 6.9 6.8 ppm
- P § ks
D Pq — i/ ﬁl?
[ 141
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10383690, RX0002/44B, BRUKER DPX300, QNP, Hl1 SPECTRUM, SOLV:-CDCL3/TMS

g8 LumsoeNs & gEcE 5 a 2 5 Fhess Intertek awie]
P! WoWe M~Wwe W ] oh @ W m n =] = - = [ R W B
<5 <f L T T as M B aa B W B o | Ll R Ry ™ I — — o
Current Data Parameters
| WAME 10183690
EXFNO 10
PROCND 1
F2 - Acquisition Parameters
Date_ 20060719
Time 12.18
INSTRUM Apx300
PROBHD 5 mm QNP 1H/13
PULPROG zg3ln
D 48848
SOLVENT CDC13
NS &4
s 2
SWH 7183.908 Hz
FIDRES 0.147067 Hz
AQ 3.3998709 asec
RG 322.5
o 6%.600 usec
DE &.00 usec
TE 289.2 K
B nl 6.59990090 sec
o ' HCREST 0.00000000 sec
HCWEREK 0.01500000 =sec
ss====== CHAMMNEL fl ========
nucl 1H
Pl 9.40 usec
PL1 0.00 dB
SFD1 300.1330010 MHz
_ : F2 - Processing parametera
5L 65536
5F 300.1300062 MHz
WowW EM
55B 0
| LB 0.30 Hz
GB ]
| BC 2.00
. e

4.0 3.5 3.0 2.5 2.0 1.5 Ppm N | h __\w



10382450, RX0002/38/3,

5

;2930
;javance-version (02/05/31)
HU Saguence

7.3
7.322
T.317
7.312
7.301

7.
7
2

285
283
.275
L270
7.238
.233

T.228
T.205

L}

.19%
130

."

.01l6
4 011

(<3
[}
9
_.1_

7.184
7.178
4 037

uw
o
n_)
(141

3 991
3.978

BRUKER DPX300, ONP,

3.973
3.970
3.957
3.953
3.932

H1l SPECTRUM, SOLV:-CDCL3/TMS

NS NABSOM A A A=
WODOUMNODOWmNeOWOUaNSFEOmMmeE S mm
Elggqg_fﬂ..rrﬁ ?76651ﬁuﬂun9.ﬂﬂ22211
Mo e 0o 2272 22&2711 llll

#include <Awance.incl>

ze
30m

dl

pl*0.33 phl

go=2 ph3il

30m mc #0 to 2 FO(=zd)
exit

B et

phl=0 2 2 01 3 3 1
phil=0 2 201331

;pll : fl channel - power lewe
ipl : fl1 channel - 90 degree
;dl : relaxation delay; 1-5 *

TABLE 4 ENTRY 3

LAl

JBLE 0 B0 1 .76 e TR LI L LT AL

11 10 9

LB ol

7

A R

6

__..__.q_..,_q_...,_.144 ™ ™TTT | B

5

.00

4 3 m 1 ppm

).. 10
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iz p 4 ASG

Current Data Parameters

NAME 10383450
EXPNO 10
FROCHNO 1

F2 - Acguisition Parameters
Dakte_ 20060712
Time 12.45
INSTRUM dpx300
PROBHD S mm QNP 1H/13
PULPFROG zg3i0

TD 40848
SOLVENT CcDCl3

N5 64

s 2

SWH 7183.908 Hz
FIDRES 0.147067 Hz
A 3.3998709 sec
RG 64

oW 6§9.600 usec
DE &.00 usec
TE 299.2 K
D1 6.59999590 sec
MCREST 0.00000000 =mec
MCWRE 0.01500000 sec
s==s==== CHANNEL f1 ss=sss=z=
NUC1 1H

Pl 9.40 usec
PL1 4.00 4B
SFO1 300.1330010 MH=z
Fi - Processing parameters
BI 65536

SF 300.1300146 MH=Z
wow EM

55B o

LB 0.30 Hz
GB 0

PC 2.00

o,
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10383450, RX0002/38/3, BRUKER DPX30D, QNP, H1 SPECTRUM, SOLV:-CDCL3/TMS

hlispE 4 ASG

Current Data Parameters
| HAME 10383450
_ EXPHO 10
h PROCND 1
& F2 - Acquisition Parameters
Date_ 20060712
Time 12.45
INSTRUM dpx3ng
PROBHD 5 mm QNP 1H/13
| PULPROG zg30
_ TD 48848
SOLVENT cDCl3
NS 64
DS 2
SWH 7183,908 Hz
FIDRES 0.147067 Hz
AQ 3.3998709 sec
RG 64
Dl &9 _ 600 u=zec
DE 6.00 usec
TE 299.2 K
of 0l §.59999990 sec
x\.\ MCREST 0.00000000 Bec
_ MCWREK 0.01500000 sec
__ ======== CHANNEL fl ========
NUC1 1H
| Pl 9.40 usec
| PL1 0.00 dB
_ 5F01 300.1330010 MH=z
m F2 - Processing parameters
_ | SI 65536
| _ SF 300,1300146 MHz
WD EM
i 55B v]
LB 0.30 Hz
| aE o
_ Tl i PC 2.00
_ __ﬁ_.___—_ _..__..mqa._.]-n..._..._:_ T 3 T ___.__.__.__ .___._____d__.__..__.._,__.._.q.d.q
1.5 7.4 7.3 7.2 71 7.0 6.9 6.8 6.7 ppm
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tuao243U, KXUUUZ2/3B/3, BRUKER DPX300, QNP, H1 SPECTRUM, SOLV:-CDCL3 /TMS
S 5833 EEeRREsgs Intertek fE¥Je
e T T e e - o o e e e

3.932
— 3.687

Current Data Parameters

HAME 10383450
EXPNQ 10
ﬁ PROCND 1
F2 - Acquisitien Parameters
__ I Date_ 20060712
Time 12.45
Hb-m.amc..ﬂ dpx300
PROBHD 5 mm QNP 1H/13
PULPROG zgil
. TD 48648
SOLVENT CoCl13
\ N5 4
DS 2
SWH T183,908 Hz
FIDRES D.147067 Hz
A0 3.3998709 sec
RiG 64
oW 63,600 uzec
DE 6.00 usac
TE 299 .2 K
Dl 6.58999990 gec
MCREST 0.00000000 sea
MCWRE 0.01500000 sec
e ====m=== CHANNEL f]l =——=m===
~ NUC1 1H
Fl 9.40 usec
| PL1 0.00 dB
SFO1 300.1330010 MHz
_. F2 - Processing parameters
5I 65536
EF 300.1300146 MHz
WD EM
238 a
LB 0.30 Hz
ZB o
i PG 2.00
-l—|-|_v_-_.._ __—_ac_. .‘_._-_ _.am_q;___.__. TTTT —_-1 _q_ _-4._..u..u_.-..—._.-.. __-1_....__ TT Y _ﬂ TT __—.._-._.11__. ___-_._-__q .___q _.-‘_ Ty
41 40 39 38 37 36 35 34 33 32 31 30 29 28 27 26 ppm
ke BRSNS - F|||||||| e |

=

H [ Q \\ mg\w

ol les]




10383450, RX0002/38/3, BRUKER DPX300, QNP, H1l SPECTRUM, SOLV:-CDCL3/TMS
m ™ — =i G =m0~ W ™ —
(%] - oo ™M =4 (TS I e =T B T — h @0
g & 5 e i o = =
[} _.Ju. ™ el A A A~ L =] (=]
e ™
ﬁ\l\LIII
_ J
»- e | — Q |1 | |
iihl? Rl ik i i Sl A R BSEALLER EShA ESARTSAREE RASESEDR LOBESALEY LRI ARSI Ba o I |l adan o BRI R PRI 3
23 22 21 20 19 18 17 16 15 14 13 12 11 10 09 0.8 ppm
ey Ly s I
Illlél_lll T emae=
o 2
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Niza-l4 ASG

Current Data Parameters

HAME 10383450
EXFND 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20080712
Time 12.45
INSTRUM dpx300
PROEBHD 5 mm QNP LlH/L13
PULPROG zg3d

D 48848
SOLVENT cBCl3

NS 64

Ds 2

SWH T183.908 Hz
FIDRES 0.147067 Hz
AQ 3.3%98709 sac
RG 64

o £9.600 usec
DE 6.00 usec
TE 299.2 K
Dl 6.59999990 zec
MCREST 0.00000000 sec
MCWRE 0.01500000 sec
=ssmm=== CHANMEL fl s=ss====
Nucl 1H

Pl 9.40 usec
FL1 0.00 dB
SFol 300.1330010 MH=z
F2 - Procesaing parameters
51 65536

sF 300.1300146 MHz
WD EM

S5E V]

LE 0.30 Hz
GE 0

PC 2.00




10383691, RX0002/44C, BRUKER DPX300,

;2g3n ﬂ..u
;javance-version (02/T
;10 sequence -~
;using 30 degree fli

#include <Avance.inclx

ONF, H1 SPECTRUM,

SOLV:-CDCL3/TMS

| R

1 ze
2 30m <
di >
pl*0.33 phl o
go=2 phil -
30m me #0 to 2 FoO(zd) P4
exit Ll
< _
phl=0 2 2 013 31 _M_L
ph31=0 2 2 013 3 1 m It~
<
-
;pll : fl1 channel - power leve
;pl : £1 channel - 90 degree
;dl : relaxation delay; 1-5 *
T _ LI T _ LN B B B e e _ T ™ TT _Ivl—..._ ™r T TrTTTT ._. T _ TT
11 10 9 8 F g 6

S A

ppm

51

i 4 ASG

Current Data Parameters

NAME 10383691
EXPNO 10
FROCND 1

Fd - Acguisition Parameters
Date_ 20060714

Time 12.35
TNSTRUM dpx300
FROBHD 5 mm QNEF 1H/13
FULPROG 2g30

TD 48848
SOLVENT [ainlan i}

Hs 54

DS 2

SWH 7183.908 H=z
FIDRES 0.147067 Hz
A 3.3998709 sec
3 322.5

oW 69.600 usec
DE &.00 usec
TE 299.2 K

Dl 6.59999990 sec
HCREST 0.00000000 sec
MCWRE 0.01500000 sec
======== CHANMNEL fl ========
nucl 1H

Pl 9.40 usec
PL1 0.00 4B
SFO1 300.1330010 MH=z

F2 - Processing parameters

=
SF
WD
ESB
LB
GB
FC

55536
300.1300075 MH=z
EM
L
0.30 Hz
Li]

2.00




