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bcs_ald
exps PROTOMN

SAMPLE SPECIAL
date Nov 2 2008 temp not used
solvent CDCL3 pgain not used
file exp spin not used
ACQUISITION hst 0.008 I
- 6006.0 pwiod 8.500
at 1.%89 alfa zo.000
ng 23888 FLAGS
f not used n
bs 4 in n
d1 1.000 dp y
nt 400 hs . nn
ct 1.1 PROCESSING
TRANSMITTER fn not used
tn H1 DISPLAY
sfrg 399.883 sp -56.8
tof 200.0 wp 4164.6
tpwr 55 rf 755.6
4.250 rfp 0 Me><Me
DECOUPLER rp 2.1 Q (0]
dn c13 1p -109.1
dof o PLOT
dm nnn  we 50
dom [ 14 0
dpwr 51 wvs 203
def 17100 th 4 CHO
nm ph
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'H NMR (400 MHz, CDCl3) spectrum of 10
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bcs=pla-ald

expd s2pu)
SAMPLE SPECIAL
date Jul 20 2009 temp not used
solvent CDC13 gain not used
file exp spin not used
ACQUISITION hst 0.008
w 25125.6 pwao 14,000
at 1.199 alf 20.000
np 60270 FLAGS
fb 13800 {1 n
bs 4 in n
dl1 2.000 dp y
nt 64000 hs nn MQXMG
ct 328 PROCESSING fo} O
TRANSMITTER b 1.00
tn c13 fn not used
sfrg 100.561 DISPLAY
tof 1558.7 sp =1509.1
tpwr 56 wp 25125.6
7.000 rf) 9251.4 CHO
DECOUPLER rfp 7742.3
dn H1 rp 104.4
dof [T ] -323.3
dm yyy PLOT 10
dmm W We 250
dpwr 41 sc 0
dmf 11800 wvs 75
th 11 =
al ph ™ o
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pla_allyl_grig_THF

expd PROTON

SAMPLE SPECIAL
date Nov 5 2008 temp not used
solvent CDOC123 pgain not used
file /export/home/~ spin not used S4
vks5/2008/0ct_08/2~ hst 0.008
8thoct/pla-allylgr~ pw30 8.500
ig_THF.fid alfa 20.000
ACQUISITION FLAGS
Sw 10010.0 n
at 1.990 1n n
np 39846 dp y
b not used hs nn MGXME
bs 2 PROCESSING o)
d1 1.000 1b 0.10 0
nt 400 fn not used
ct 66 DISPLAY
TRANSMITTER sp = .5
tn H1 wp 4223.7
sfrg 395.883 rf1 2464 .4
tof 500.0 rfp 0
tpwr 55 rp 35.3 HO
2.000 p -112.3
DECOUPLER PLOT = 11
dn ! C13 wc 250
dof 338.7 sc 0
dm nnn Vs 105
dmm € th 8
dpwr 51 af ph
dmf 17100
’
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10 9 8 7 6 5 4 1 ppm
(=] et d { M T} S | T— e — (R R )
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'H NMR (400 MHz, CDCls) spectrum of 11



13C NMR (100 MHz, CDCls) spectrum of 11

exp6 CARBON
SAMPLE SPECIAL
date Nov 5 2008 temp not used
solvent COC13 gain not used SS
Tile exp spin not used
ACQUISITION hst 0.008
Sw 25125.6 pwao 14.000
at 1.199 alfa z0.000
np 60270 FLAGS
fb 13800 11 n
bs 4 in n
d1 1.000 dp y
nt 50000 hs nn
ct 384 PROCESSING
TRANSMITTER b 3.00 Me Me
tn Cli fn not used ><
sfrq 100.561 DISPLAY (6] (0]
tof 1554.3 sp -1492.8
tpwr 53 wp 25125.6
7.000 rf] 9255.2
DECOUPLER rfp 7762.5
dn H1 rp 159.3
dof -713.0 1p -321.9
dm yyy PLOT HO
dmm W wC 250
dpwr 41  sc 0 = 11
dmf 11900 ws 21
th 4
nm ph
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pla_allgrig_depone

expd4d PROTON

SAMPLE SPECIAL
date Oct 1 2008 temp not used
solvent CoC13  gain not used
file exp spin not used
ACQUISITION hst nD.ooa
sw 10010.0 pw90 8.500
at 1.930 alfa 20.000
np 39846 FLAGS
fh not used {1 n
bs 2 1in n
dl 1.000 dp y
nt 400 hs nn
ct 102 PROCESSING
TRANSHITTER b 0.10
tn H1 fn not used OH OH
sfrg 399.883 DISPLAY
tof 500.0 sp =96.5
tpwr 55 wp 4260.7
2.000 rfT1 2462.6
DECOUPLER rfp 0
dn c13 rp -45.9 - HO
dof 338.7 1p =124.2
dm nnn PLOT
dmm [ 250 o
dpwr 51 sc 0
dmf 17100 wvs 133
th
ai ph
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'H NMR (400 MHz, CDCly) spectrum of 7



pla_alligrig_depone

expd CARBON

SAMPLE SPECIAL
date Oct 1 2008 temp not used
solvent CDC13 gain not used
file /export/home/~ snin not used
vks5/2008/0ct_0B/p~ hst 0.008
la_allgrig_depCl3.~ pw30 14.000
fid alfa 20.000
ACQUISITION FLAGS
Sw 25125.6 11 n
at 1.199 in n
np 60270 dp y
fb 13800 hs nn
bs 4 PROCESSING
di 1.000 1b 1.00 3
nt 50000 fn not used
ct 280 DISPLAY OH OH
TRANSMITTER sp =1495.1
tn Cl3 wp 25125.6
sfrog 100.561 rfl 9257.5
tof 1554.3 rfp 7762.5
tpwr 59 rp 86.7
7.000 1p -322.3
DECOUPLER PLOT HO
dn H1 wc 250
dof -713.0 sc 0 : = T
dm yyy Vs 48
dmm w th 5
dpwr 41 ai ph
dmf 11900
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'3C NMR (100 MHz, CDCl3) spectrum of 7



pla-dim—ald

S8

exp2 PROTON
SAMPLE SPECIAL
date Sep 8 2009 temp not used
solvent CDCL3? gain not used
file fexport/home/~ spin not used
vks5/2809/sept-09/~ hst 0.008
Bthsep/pla-dim—ald~ pw30 8.500
.figd alfa 20.000
ACQUISITION FLAGS
Sw 6006.0 i n
at 1.989 in n
np 23888 dp v
fb not used hs nn
bs 4 PROCESSING
di 1.008 1b 0.01
nt 400 fn not used
ct a8 DISPLAY
TRANSMITTER sp -104.8
tn H1  wp 4857.8
sfrg 399.883 rfl 753.4
tof 200.0 rfp 0
tpwr 59 rp -36.5
pw 4.258 1p -88.8
DECOUPLER PLOT
dn €13 wC 250
dof 0 sc 0
dm nnn Vs 75
dom c th 5
dpwr 51 nm ph
dmf 17100
e —r—— e T s Rt L S
11 10 9
ot [
0.44
0.46

OH
CHO
HO
ST 12 II_,-"' ;_/
| r’
F p 'IJ ;
/ i
|
e
] I*fi |
I » ‘l .!
| . |
| B L S i
Sl PR . m i e e e 2 = =T 1T T ep— -kl
6 < 4 3 2 ppm
o lr;-l‘i o uTc e 4_2J I
0.47 0,48 1.45 0.09

'"HNMR (400 MHz, CDCls) spectrum of 12



pla-dim—ald

expZ sZpul

SAMPLE
date Sep 11 2009
solvent coci3

file fexport/home/~
vks5/2009/sept-09/~
1ithap/pla-dim-ald~

=13C.fid
ACQUISITION
sw 25125.6
at 1.199
np 60270
fb 13800
bs 4
dl z2.000
nt 64000
ct
TRANSMITTER
tn Ci13
sfrg 100.561
tof 1558.7
tpwr 56
7.000
DECOUPLER
dn H1
dof 0
dm yyy
dmm w
dpwr 41
dmf 11900
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13C NMR (100 MHz, CDCl5) spectrum of 12



pla_dimer

'H NMR (400 MHz, CDCl3) spectrum of 13

exp2 PROTON
SAMPLE SPECIAL
date Nov 18 2008 temp not used
solvent COC13 gain not used Slﬂ
file fexport/home/~ spin not used |
vks5/2008/nov_08/1~ hst 0.008 i
Bthnov/pla_dimer.f~ pw30 8.500 i
id alfa 20.000 |
ACQUISITION FLAGS I
sw 10010.0 i1 n |
at 1.990 in n [
np 39846 dp y |
fb not used hs nn
bs 2 PROCESSING /
dl 1.000 b 0.1
- nt a00 fn not used |
ct 76 DISPLAY |
TRANSHMITTER sp =124.9 |
tn H1 wp 4242.3
sfrg 399.883 rfl 2451.0
tof 500.0 rfp 0
tpwr 55 rp 39.0 .
2.000 1p -123.4
DECOUPLER PLOT
dn Cl3 wc 250
dof 338.7 sc 0
dm nnn vs ad4
dmm c th 8
dpwr 51 ai ph
dmf 17100
, £ | /
' | / |
[II
|
( ! { f
{ JI I
|
i i
i
‘ II
. ’
i f
|
’ . [
// ! /J /1 | i ! ')iﬁ
L Al i i
| | :‘._;i H !l |
- WUV Y |
1 14 O g |
" u e, b / Y !
| T T r T T T T ] T T T 'l T L T '| T -t T T I T T T T | T T T T | T T T T | T T T T I bt e
10 9 8 6 5 a 3 2 1 ppm
[ [H T S | [ I— e [ — [ P} [ - 5 I .
L3 0.96 4.32 0.87 1.80 1. 35 10.06 2.75 0.15
1.09 3.02 0.13 1.96 3.00 1.15 1.00 0.12



S11

TR Ly

3C NMR (100 MHz, CDCls) spectrum of 13

expl sZpul
SAMPLE SPECIAL
date Apr 20 2009 temp not used
solvent COC13 gain not used
file /export/home/~ spin not used
vks5/2008/apr-o09/1~ hst 0.008
8thapr/pla=-dimer-C~ pwio0 14.000
13.fid alfa 20.000
ACQUISITION FLAGS
Sw 25125.6 11 n
at 1.199 in n
np 60270 dp y
fb 13800 hs
bs [ PROCESSING
dl 2.000 b 1.00
nt 64000 fn not used
ct 820 DISPLAY
TRANSMITTER sp -1488.2
tn Cl3 wp 25125.6
sfrg 100.561 rf1l 9250.6 &
tof 1558.7 rfp 7762.5 s =
tpwr 56 rp 118.5 o
pw 7.000 1p =332.1 e
DECOUPLER pLOT R
dn H1 wc 250 o |
dof 0 sc 0 |~
dm Yyy Vs 123 W
dmm w th 4
dpwr 41 ai ph
dmf 11300
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pla_dimer_add_upper

exp2 PROTON
SAMPLE SPECIAL
date Mov 10 2008 temp not used
solvent CDC13 gain not used
file /export/home/~ spin not used
vks5/2008/nov_08/1~ hst 0p.008 |
Othnov/pla_dimer_a~ pw30 8.500 i
dd_upper.fid alfa 20.000 H | |
ACQUISITION FLAGS |t
sw 10010.0 i1 n Ll
at 1.990 in n HO O ht
np 39846 dp y [ |
fb not used hs n I soom
bs 2 PROCESSING = | |
d1 1.000 b 0.10 i
nt 400 fn not used : ]
ct DISPLAY (0] i i
TRANSMITTER sp -179.9 5a i
tn HL  wp 4316.3 [ ‘
sfrg 339.883 rf1 2453.4 i 1l
tof 500.0 rfp 0 i
tpwr 55 rp 46.1 i
pw z.000 1p -111.4 _{iﬂl 1
DECOUPLER PLOT r| i
dn Cl3 wc 250 AL
dof 338.7 sc 0 ! Ph
dm nnn Vs 387 v i !
dmm ¢ th 8 [
dpwr 51 ai ph :
dmf 17100 b i
M e S
ikl S i S i e s A
3 L G B e DO s o N D o [ S e ™1 7 T
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e [
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pla-upper-adduct

exp2 s2pul

SAMPLE
date Sep 8 2009
solvent coci3

file /export/home/~
vks5/2003 /sept-09/~
8thsep/pla-upper-a~

dduct=-C13.fid
ACQUISITION
sw 25125.6
at 1.199
np 650270
fb 13800
bs 4
dl 2.000
nt 64000
ct 636
TRANSMITTER
tn c13
sfrg 100.561
tof 1558.7
tpwr 56
pw 7.000
DECOUPLER

dn H1
dof o
dm yyy
dam W
dpwr 41
dmf 11900

-t

=3

w

w

L=}

o

SPECIAL
not used
not used
not used
n.008
14.000
20.000

FLAGS

a3

PROCESSING

1.00
not used

DISPLAY
=-1508.1
25125.6
“4251.4
7raz.3
5.4
-304.7

PLOT
250
[}
187
20

ph

HO

134,584

130.603

. -76.680

O
77.320

77.000

5a

—53.100

-65.271

——_57.859

A R T ]
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3¢ NMR (100 MHz, CDCl3) spectrum of 5a.
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pla_dimer_add_lower

exp2 PROTON
SAMPLE SPECIAL
date Nov 10 2008 temp not used
solvent CDC13 gain not used
file /export/home/~ spin not used
vks5/2088/nov_08/1~ hst 0.008
sthnov/pla-dimer_a~ pw9o0 8.500
dd_lower.fid alfa 20.000
ACQUISITION FLAGS
sw 10010.0 i) n "
at 1.9%30 in n 3 H 3
np 39846 dp Y | HO',., 0
fb not used hs nn . 1
bs PROCESSING |
dl 1.000 1b 0.10 i |
nt a0 fn not used | ]
ct BE DISPLAY 1
TRANSMITTER sp -68.7 5b o] it
tn HL wp 4126.6 J |
sfrg 399.883 rfl z4s51.0 [
tof 500.0 rfp 0 ] ,-J'i |
tpwr 55 rp 512 / i
w z.000 1p -132.1 |
DECOUPLER PLOT 1 I
dn C13 wc 250 _, i
dof 338.7 sc 0 5 1 U’ sl LA
dm nnn Vs 240 | |
dom c th 8 f 4
dpwr 5L al ph \ ; \
dmf 17100 e \\. ,_/'I \\
, - . . —
TE L e R T FEEE O TN T =i B S i
6.6 6.5 6.4 6.3 6.2 6.1 6.0 ppm
A— [
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2.05
E
.F A | Py
| 1
J\ i\
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T = o e = '|'"_ b | i i T [ - |
10 9 8 7 ) 5 4
0.26 2.05
2.02

A 4
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] i i -
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'H NMR (400 MHz, CDCls) spectrum of 5b
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bcs—pla-add-lower

expZ s2pul

SAMPLE

date Jul 19 2009

solvent coc13

file /export/home/~

vks5/2009/july0s/1~

%thjuly/becs-pla—ad~
d-lower—C13.fid

ACQUISITION
Sw 25125.6
at 1.139
np 60270
fb 13800
bs 4
d1 2.000
nt 64000
ct 1532
TRANSMITTER
tn Ci13
sfrq 100.561
tof 1558.7
tpwr 56
7.000
DECOUPLER

dn H1
dof 0
o yyy
dam W
dpwr a1
dmf 11900

o

o

<

@

(=]

Al

temp
gain
spin
hst

pw30
alfa

we
sc
Vs
th
ai

SPECIAL
not used
not used
not used
0.008
14.000
20.000

FLAGS

nn
PROCESSING
1.00
not used
DISPLAY
-1504.5
25125.6
9246.
rra2.
119.
-325.
PLOT

W e e

250
0
264
14
ph

HO.,,

— 134,348
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3C NMR (100 MHz, CDCly) spectrum of Sb



pl_alg_THF_ad_oxd_upper

expz PROTON

SAMPLE SPECIAL | 516
date Nov 10 2008 temp not used ]
solvent COC13 gain not used
file /export/home/~ spin not used
vksS/2008/nov_0B/1~ hst 0.008 :
Othnov/pl_alg_THF_~ pwao0 8.500 i
ad_oxd_upper.fid alfa 20.000 H
ACQUISITION FLAGS |
Sw 10010.0 il n ‘
at 1.990 in n |
np 39846 dp y (0] H I
b not used hs .nn 0 |
bs 2 PROCESSING L L - o |
d1 1.000 b 0.10 i
nt 400 fn not used | |
ct 114 DISPLAY
TRANSMITTER 5p 2463.8 (@]
tn HL  wp 270.4 y
sfrq 399.883 rfl 2456.1 14 ;
tof 500.0 rfp 0 ¥
tpwr 55 rp 32.8
o 2 1p =92.4
DECOUPLER PLOT —~ s — -
dn C13 wc 70
dof 338.7 sc 110 t] | J
dm nnn Vs 535 ] \ l
dmm c th 8 i | i
dpwr 51 ai ph e’ \»\\ ,,.-/(I M o \“‘“—w-‘,.,.... Y
daf 17100 itk AN St it e e e
T | T .1 = | T .71 i T T 1.1 | T T T l LIZR 2 R 0 R B [ T :Irl. lrlli|..\l.rll]Illl'l]lrl]lll‘lrll.]l
6.8 6.7 6.6 6.5 6.4 6.3 ppnm 3.15 3.00 ppm
e S U st
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10 9 8 7 6 5 4 3 ppm
et - - e el s e o — o
0.79 1.03 0.99  5.83 n.17
1.02 1.02 1.12

'H NMR (400 MHz, CDCl;) spectrum of 14



pla_ad_ox1id_lower

expl CARBON

SAMPLE SPECIAL
date Nov 28 2008 temp not used S17
solvent CDOC13 gain not used
file exp spin not used
ACQUISITION hst D.ooa !
5w 25125.6 pwio 14.000
at 1.199 alfa 20.000
np 60270 FLAGS
fb 13800 11 n
bs 4 in n
d1 1.000 dp v
nt 50000 hs nn
ct 5524 PROCESSING
TRAMSMITTER 1b 3.00
tn Ci3 fn not used
sfrg 100.561 DISPLAY 0 H
tof 1554.3 sp =1491.2 0
tpwr 59 wp 25125.6
pw 7.000 rfl 9253.7 "o
DECOUPLER rfp 7762.5 ne o
dn HL rp 165.9 S
dof -713.0 1p -321.8 R
dm yyy PLOT (0] 7 ]
dmm wowe 250 14 L
dpwr 41 sc 0 ] a5
dmt 11900 wvs 70 om
th 10 LT
nm ph . - "T
@ | !
oo o
- [ ~
~ : i =
ot | :
= n =
N o=
- 1] 1
g | 'i <
‘ wn ! &
2 o 2 I o
— . -t
o i i
g 2 2
: !
1, i
Py |
od o
: o, :\;
. o w
o W o
o o .
o~ m P~
I n
a 5
o
! [l
| [
|| : |
|
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13C NMR (100 MHz, CDCl5) spectrum of 14



expl s2pul
SAMPLE DEC. & VT
date Apr 20 2009 dn H1
solvent CDC13 dof 155.1 S18
file exp dm nnn
ACQUISITION dmm c
sfrq 299.950 dmf 200
tn H1 PROCESSING
at 1.991 1b 0.10
np 23912 fn not used
Sw 6006.0
fb not used werr
bs 2 wexp
pw 3.0 wbs
pw 3.0 wnt
tpwr 58 DISPLAY 0 H
d1 0 sp -81.7 H
tof 300.0 wp 3093.5
nt 1600 s 135 Me
ct 154 sc 0
alock n wc 250
gain 2 hzmm 0.38 0
FLAGS is 58114.09
il n rfl 650.3 15
in n rfp 0
dp y th 2
ins 6.000
nm ph
= o
— /_ A
A L
+
T T T T T T i SIS s A '[ T T T T T T T T | T T T T T T T T T [ T T T T '|— Ly T T T | T T T T T T T T T | T
9 8 7 6 5 - 3 2 1 ppm
I_'..__.I l_T._.It_r..J t_r_l L - J 1 1 . J L - J L - i
1.08 0.33% 2.39 17 .66 10.44
2.03 2.34 91 2.05 1.02

'H NMR (400 MHz, CDCls) spectrum of 15



pla=cn=-red=1

exp3 CARBON
SAMPLE
date Apr 20 2008
solvent CDCL3
ile exp
ACQUISITION
SW 18867.9
at 1.815
np 684392
fb 10400
bs L]
di 2.000
nt 2000
ct 240
TRANSMITTER
tn Cc13
sfrg 75.430
tof 764.0
tpwr 58
pw 5.250
DECOUPLER
dn H1
dof 0
dm Yyy
dmm W
dpwr 35
dmf 7200
=
5 ©
YN ow
- 9
- o™
o~

SPECIAL
not used
not used

PROCESSING

.00

not used
DISPLAY

=71

17553.

6952.

5815.

55.

=198,

W WU o

PLOT
250
0
130
5

na ph

139.618

Me

77.524

128.293

51.834

46.200

37.741
37.569

gt

S19

37.306

!

LI

W_37.306

38.0 37.4 36.8

28.129

26.900

e
ppm

14.635

TET Tl Y

220

. 180

160

L IR O R TR 0 DO S U B ) L O e R R R B TR s B TR P ot m m B MNP P R R I T N LSRN 1R e O VR L L ECY PR SRR PR N CELIE
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'*C NMR (100 MHz, CDCls) spectrum of 15
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pla_zn=ailc

exp6 PROTON
SAMPLE SPECIAL i
date Dec 25 2008 temp not used |
solvent CpoC13 gain not used i i
file exp spin not used i /
ACQUISITION hst 0.008 ] o
Sw 10010.0 pwdo 8.500 i / S20
at 1.990 alfa 20.000 |
np 39846 FLAGS {
fb not used i1 n |
bs 2 in n i
dt 1.000 dp Y
nt 400 hs
o4 5 70 PROCESSING
TRANSMITTER 1b 0.10
tn H1 fn not used’
sfrg 399.883 DISPLAY
tof 500.0 sp -291.4 0 H
tpwr 55 wp 4325.4 H
2.000 rfl 2444.8
DECOUPLER rfp 0
dn Cl3 rp 3z.2
dof 33a8.7 1p -147.7 OH
dm nnn PLOT
dmm c we 250 0]
dpwr 51 sc 16
dmf 17100 wvs 268 '
th 2 i ;
ai ph [
I
1
i r'|
] X
i
(18|
i
i
ool
| 1
i
| L
Jl . 41 :
N J _ J b
e U T e e SR e e : T e
9 8 6 5 -0 ppm
e g £y
0.22 0.75 0.83 0.20
.6d 1455 1.69 2.34 4.840 .46 1.74

'H NMR (300 MHz, CDCl;) spectrum of 16



ULasTRIaTanTalc

‘ i
exp s2pul Szl
SAMPLE SPECIAL
date Aug 1 2009 temp not used
solvent CDC13 gain not used
file exp spin not used
ACQUISITION hst 0.008
Sw 25125.6 pwao 14.000
at 1.199 alfa 20.000
np 60270 FLAGS
b 13800 11 n XY
bs 4 in n W R
d1 2.000 dp y 0 HH @unrereom
nt 64000 hs nn bl R
ct 11986 PROCESSING L\E:L L
TRANSMITTER b 1.00 i D
tn c13 fn not used OH @ = P wm
sfrq 100.561 DISPLAY o
tof 1558.7 sp -1518.3 = & 0 ' hmg e
tpwr 56 wp 25125.6 a ~ | i ,L/I E
7.000 rfl 9260.6 8 a 16 ~ ;|
DECOUPLER rfp 7742.3 @ ~ o
dn H1 rp 131.3 i g o
dof o 1p -315.9 | [ “ :
dm yyy PLOT
dmm W wC 250
dpwr 41 sc 0
dmf 11900 vs 1086
th 8
afi ph
=
o <t
m = w o
S ~o @ i b
Nee A
" T
3 & 5 [\Q‘
P~ P
:; Ll wn Jr o
- g : : ""‘: w o
ifﬁ) - J b

UL L MM e U UL

MU

i||IlII]flllTTrrl|IIII|l||lirrfY]I‘Jr1|||ll||l¥![[1]|il'll[lIlI|llI'}IIII|II|||IllI|I||l|IIir]!rl|||Ivl[||||Ir|l11r||||I|I||||

220 200 180 160 140 120 100 80 60 40 20 0 ppm

'*C NMR (75 MHz, CDCls) spectrum of 16



pla-pd=two

expd PROTON

SAMPLE SPECIAL
date Dec 2 2008 temp not used
solvent CDC13 gain not used
file /export/home/~ spin not used S22
vks5/2008/dec0B/2n~ hst 0.008
ddec/pla-pdc-two.f~ pw30l 8.500
id alfa 20.000
ACQUISITION FLAGS
Sw 10010.0 11 n
at 1.990 in n
np 39846 dp v ;
fb not used hs nn {
bs 2 PROCESSING |l
dl 1.000 1b 0. ;
nt 400 fn not used [ R
ct 156 DISPLAY i
TRANSHMITTER sp -107.5 |
tn H1 wp 4214.5
sfrg 399.883 rf1 2445.8
tof 500.0 rfp 0
tpwr 55 rp 29.8 !
pw 2.000 p -13%.3 OH
DECOUPLER PLOT J
dn Cl3 wc 250 I
dof 338.7 sc 0 17 !
dm nnn  vs 176 f
dmm € th 2 |
dpwr S1 af ph i
dmf 17100 ;
|
[
|
|
/
I /
[ Co i
/[ / [
L /" J /j —
I
: I
li i |
U L J u/
T T T T T T T T T T T T T T T T T T T T T T T T o
10 9 8 4 3 2 1 pm
- [Ty L e = e L [
0.07 0.35 0.59 2.59 0.61 0.16 0.05
0.23 0.64 4.28 1.79 0.49 0.32

'"H NMR (300 MHz, CDCl;) spectrum of 17




S23

exp2 szZpul
SAMPLE SPECIAL
date Aug 14 2009 temp not used
solvent CD300 gain not used
file /export/home/~ spin not used
guestl/2009/AUGUES~ hst o.o008
T-058/aug-14/VKS-P1~ pwio0 14.000
a=-pdc-c13.f1id alfa 20.000
ACQUISITION FLAGS
5w 25125.6 11 n
at 1.199 in n
np 60270 dp Y
fh 13800 hs n
bs [ PROCESSING
dl 1.000 1b 3.0
nt 24000 fn not used
ct 2756 DISPLAY
TRANSMITTER sp -269.0
tn C13 wp 24003.0 H
sfrg 100.561 rfl 8856.5 0 H
tof 1558.7 rfp 7762.5
tpwr 56 rp 102.8
pw 7.000 1p -304.5
DECOUPLER PLOT OH
dn H1 wc 250
gof 0 sc 0 0] &
m yyy vs 49 o = @
dmm w  th 5 17 ghg:?ﬁﬁmgggn o
dpwr 41 ' nm ph N S B M
dmf 11900 TR m et s SANE
s i\!‘*"" m e o @ o
w | = mm“'mm ﬂxmcg"')
L] \ul\l TINEg ="
L = . - .
a:; \\ \"-‘ né’zzw;:
ha® ..N)J‘/JJ
::: =
]
o
= =
«® 283
< e
a4 aJ
2% 3
o |
I L
|
"
i
J J . ,“ | S o J@JuuL.Jbuuu
LELEE 5 I S LS K S L B 7T S ) T L . A A 7 LT A B JER I T e N T o S O N (RN L . I N B R T e 0 U S N = LN ¥ S L o i P B R B e e e R
220 200 180 160 140 120 100 80 60 40 20

13C NMR (75 MHz, CDCls) spectrum of 17
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pla_enone
expZz PROTON
SAMPLE SPECIAL
date Dec 27 2008 temp not used |
solvent cocL3 gain not used |1
file /export/home/~ spin not used [-l
vks5/2008/decd8/27~ hst D.008 | }
thdec/pla_enone.fi~ pw3n 8.500 I
d alfa 20.000 I < |
ACQUISITION FLAGS /,,——/ | l e |
sw E006.0 i1 n I T
at 1.989 in ) J
np 23888 dp y H (I '
fb not used hs nn IR |
bs 4 PROCESSIMG t i i
d1 1.000 b . 0.01 F
nt 400 fn not used i ‘ |
ct DISPLAY - |
TRAMSMITTER sp -94.6 [ | |
tn HL wp 4186.9 0 [J-' i ]
sfrg 399.883 rfl 754.5 e % [
tof 200.0 rfp 0 18 | O
tpwr 59 rp =50.0 A
4.250 1p -72.8 5 ;' i a i ]
DECOUPLER PLOT - E ) | 8
dn we 250 gt / : / / \ r o
dof 0 sc 0 . { IN
dm nnn Vs 240 - P \ , &
dem & th 5 =4 o = { - |
dpwr 51 nm _ ph // S e e ( 3
dmf 17100 =
| =
6.035 6.015 ppm5.285 5.265 ppm |
0.88 0.90 K r 3
| |
} |
]
/ /
i |
. |
y. J )"‘\ J
k‘\ JL J J|‘J [N I\
— - N ) LI S L S
L SN ST sl et ‘I — 13 B Eceed pendadt ETRCGIG TS LR r T— " 'T e 1 T 'T_T_ | i S ]' " - '{ I . B ‘[ e, T T T T ey el 3
10 9 8 7 6 5 4 3 2 1 ppm
=] ak ] - { SNESSEN 1 WSS, | S—— i I B B S ot
10 1.03 5.57 3.23 1.52 1.00
1.00 0.98 3.07 1.911.13

'H NMR (400 MHz, CDCl;) spectrum of 18



oot o e A

pla-enone
exp2 s2pul

SAMPLE
date Aug 12 2008
solvent co300
file /export/home/~
guestl /2009 /AUGUES~
T-03/Aug—-12/VKS—pl~
a-enone-cl13.fid

ACQUISITION
Sw 25125.6
at 1.1399
np 60270
fb 13300
bs 4
d1 1.000
nt 24000
ct 596
TRANSMITTER
in Cl3
sfrg 100.561
tof 1558.7
tpwr S6
7.000
DECOUPLER
dn
dof 0
dn 2 yyy
das - W
dpwr 41
daf 11500
-
ur
o
x =
=4 "~
- ~
o4 -
] o4
(=1
o4

200

SPECIAL
not used
not used
not used
0.008
14.000
20.000

FLAGS

PROCESSING

1.08
not used

DISPLAY
-232.2
22451.8
1098.2
0
1.4
-324.9

PLOT
250
[}
148
15

ph

T T T T | T

R e

“--76.B864

--77.505%
171

—35.722

—36.965

3% .150
_34.601
28.477
—26.075

- 44.895

117.831

———-21.362

—_ 44.202

146.878

S S n I s o o o o e e B

13C NMR (100 MHz, CDCls) spectrum of 18



Pla-enone-prot

exp2 s2pul

SAMPLE DEC. & VT
date Feb 25 2009 dn H1
solvent cDC13  dof 155.1 S26
file exp dm nnn
ACQUISITION dmm c
sfrq 299.950 f 200
tn H1 PROCESSING
at 1.9%1 1b 0.10
np 23912 fn not used
SW 6006.0
fb not used werr
bs 2 wexp
pw 3.0 wbs
pw 3.0 wnt
tpwr 58 DISPLAY
d1 0 sp -41.1
tof 900.0 wp 3036.7
nt 1600 wvs 127
ct 168 sc 0 0 H
alock n wc 250 £
gain 2 hzmm 1.97 o) 8
FLAGS is 110913.34 @)
i n o rfl 649.9 =
in n rfp 0 5
dp Yy th 1 o T
ins 6.000 19 =
nm ph e
L¥
=
3
=
=
20
wy
g
[ r
|
-
— —
- 4 = J f
|
4 11 e, _Jt ) J“. e
T T T | T T T I T T T '[ T T T ! T T T T | T T T T i T T T _I T T T T T T T T T |
9 8 6 5 4 3 2 1 ppm
e — e L e b e s o
25 0.136 0.96 2.94 1.6D.22 0,27
0.85 3.84 1.01 3.88.32 2.68 0.23

'H NMR (300 MHz, CDCl3) spectrum of 19



pla_enone_prot
exp2 s2pul

SAMPLE
date Apr 25 2009
solvent coci3
file /export/home/~
vks5/2009 /apr-o3/2~
Sthapr/pla-enone—p~
rotectfon-C13.fid

ACQUISITION
swW 25125.6
at 1.199
ap 60270
fb 13800
bs 4
d1 2.000
nt 64000
ct a7z

TRANSMITTER
tn C13
sfrg 100.561
tof 1558.7
tpwr 56
7.000

DECOUFLER
dn H1
dof 0
dm yyy
dmm W
dpwr 41
dmf 11500

204,082

temp
gain
spin
hst

pwao
alfa

i
in
dp

1b
fn

sp
wp
L
rfp
rp
1p

we
sC
vs
th
ai

SPECIAL
not used
not used
not used
0.008
14.000
z0.000

FLAGS

2« a3

.

PROCESSING

1.00

not used
DISPLAY

-1485.1

25125.6

9247.6

7762.5

91.7

-322.0

250
o
167
21
ph

(\O

f—54.434

———— . 116.764

—77.513
$7.192
\__76.880

19

108,368

147.512

Pk R T B o e 2 e B e e R

22n 200

180

i B8 i e g o v o e 6 G et ol o e A L o M L O

160

140 120 100 80
13C NMR (100 MHz, CDCl;) spectrum of 19

-—bd ., 388

60

oo

—-39.093
— _35.829

M.

_‘,——-34 .288
—~-32.054
-—30.064

44.080

WWWWW

R T i G I )

26.350
\__26.312

21.004

S27



pla-acetate

exp2 PROTON S28
SAMPLE SPECIAL
date Jun 22 2009 temp not used
solvent cdcl3 gain not used
file /export/home/~ spin not used
vks5/2003/june-09/~ hst 0.008
22thjune/pla-adeta~ pwil 8.500
te.fid alfa 20.000
ACQUISITION FLAGS
SW 10010.0 11 n
at 1.935 in n
np 39942 dp y
fb not used hs nn
bs 4 PROCESSING
d1 1.000 1b .00
nt 400 fn not used
ct 52 DISPLAY
TRANSMITTER sp -94.1
tn HI wp a214.5 H
sfrg 399.883 rf1 2755.8
tof 200.0 rfp 0 0
tpwr 55 rp 46.8
4a.250 1p -146.5 R
DECOUPLER - PLOT
dn Cl3 wc 250
dof 0 sc 0 OAc
dm nnn vs 263 20
dmm c th 2
dpwr 51 nm ph
dmf 17100
I e e S —T— r r ey T R B
10 9 8 a 1 ppm
e e i e b e
1.00 2.05 7.07 0.85 0.95
0.45 1.24 2.67

'H NMR (400 MHz, CDCl3) spectrum of 20

2.40 1.78 16.839
|



Pla-acetate-13C

S29

exp2 sZpul
SAMPLE SPECIAL
date Jun 27 2009 temp not used
solvent CDC13 gain not used
file /export/home/~ spin not used
vks5/2009/june-09/~ hst 0.008
27-June/pla-acetat~ pwil 14.000
e-Cl3.fid alfa 20.000
ACQUISITION FLAGS
SwW 25125.6 n
at 1.193 in n
np 60270 dp v
fb 13800 hs nn
bs 4 PROCESSING 0 H
dl 2.000 1b 3.00
nt 64000 fn not used
ct 8772 DISPLAY 0
TRANSMITTER sp -1488.2
tn Cl3 wp 25125.6
sfrg 100.561 rf) 9250.6 A
tof 1558.7 rfp 7762.5 QOAc
tpwr S6 rp 72.4 20
7.000 1p -323.1 -
DECOUPLER PLOT =
dn Hl wc 250 =
dof 0 sc 0 £
dm yyy vs 121 .T
dmm w th 6 ©
dpwr a1 ail ph - Radug
dmf 11900 o s o Mg
= Sk Sy 222,.7233%.4, 2,92
g4 339 -:;: L””gmu;"mmsﬂgngme
i - w = - - .
o . L ™ Mmoo ¢ L T R
3L :ljj N IR R EARE
L4
L= Z
" N,,
- ]2
] 2 LT e g
P w
o - 22 o e Jea
. . : m_m m )-—'h
- . |os - n[l..q
- = =] “; |
2 o T Y 1 L
—:q l“; k. \\ /
53 = @ P
. o
L J s
e o~
™ o
| ot !
1 ) M Mool A.HLJ JuJ.Jb
YY;lrl[lI-||||r[l—|||||rrr|!-n|||rrrr|_-||||||r[|rr[vr-r1|-|-||||||‘|_-|||||||[||||}||:|“|r|||rrt]|r||[|||||rr||[|{||||-rx|||
220 200 180 160 140 120 100 80 60 40 20 0 ppm

13C NMR (100 MHz, CDCl;) spectrum of 20



bcs-pla-dba
exp2 PROTON

] i

gy

ppm

e )

SAMPLE SPECIAL
date Jul 4 2009 temp not used
solvent cdcl13 gain not used
file fexport/home/~ spin not used
vks5/2009/july09/4~ hst 0.008
thjuly/bcs—pla—pda~ pw3o 8.500
.fid alfa 20.000
ACQUISITION FLAGS g
Sw 1o0010.0 {1 n
at 1.995 in n
np 39942 dp y
fb not used hs nn
bs a PROCESSING
dl 1.000 b 0.
nt 400 fn not used
ct 140 DISPLAY
TRANSHMITTER sp 1821.0
tn H1 wp 85.8
sfrg 399.883 rf) 2753.7 b
tof 200.0 rfp o i
tpwr 5§ rp -8.4 ]|
4.250 1p -128.6 ]
DECOUPLER PLOT ol |
dn Cl3 wc 80 {
dof 0 sc 105 :
dm nnn Vs 340
dmm c th 9 -
dpwr 51 nm ph . ————
dmf 17100
A LA LA v st s Ll A A L L L L L L L LA R
4.76 4.60
i -_— T 1 T 1 ™ _I MR
10 9 8
lrr
0.17

1.

|
U\

.
S
4 3
q [—
1.05
00 4.18

'H NMR (400 MHz, CDCls) spectrum of 21
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S31

bcs-pla—-pda

expZ sZpul

SAMPLE SPECIAL
date Jul 4 2009 temp not used
solvent CDC13 pgain not used
file /export/home/~ spin not used
vks5/2009/july09/4~ hst 0.008
thjuly/pla-dba-cl3~ pw90 14.000
.fid alfa 20.000
ACQUISITION FLAGS i
Sw 25125.6 i1 n ~N oo
at 1.193% in n " e e
np 60270 dp y M~ o8
fb 13800 hs SR
bs a PROCESSING o ]
d1 2.000 1b 1.00 “T
nt 64000 fn not used 0 !
ct 588 DISPLAY ' H
TRANSMITTER sp -1503.7
tn Cl3 wp 25125.6 o
sfrg 100.561 rfl © 9246.0
tof 1558.7 rfp 7742.3
tpwr 56 rp 10.7
7.000 1p -368.5
DECOUPLER PLOT
dn HI wc 250 21
dof 0 sc 0
dm yyy vs 106
dmm w th 24
dpwr 41 ai ph
dm§ 11900
- ©
oo
3an hzace
- @ Lmme 2 oa
(=] ct g :; m i - t?) w !"!
| i3 Uy DT
o 3§
= l H |
= H
-8 !
a I | | |
- g 1 1 1
o 1 o€, | | 'l |
o 2 ! |
- { % 1 I
| i
1
i |
i
i
|
I
! i
| |
| F
U
=T T i LR e R e LS e i { N [ . e B g om o ol S o B i 2 e (L S e o i M R L e e e nh E o | g oL 5 e e S P el B e b i D et e ' B = A
220 200 180 160 140 120 100 80 60 40 20 0 ppm

3C NMR (100 MHz, CDCl3) spectrum of 21



'H NMR (400 MHz, CDCl3) spectrum of 4

pla—ketal-dep
exp2 PROTON
SAMPLE SPECIAL
date Jun 25 2003 temp not used
solvent cdcl3 gain not used
file /export/home/~ spin not used
vks5/2889/ june-09/~ hst 0.008 s
z5thjune/pla_ketal~ pw3o 8.500 ! e e P
_dep.fid alfa 20.000 o i /
ACQUISITION FLAGS / ¥
sw 18010.0 il n il
at 1.995 in n : ! !
np 39942 dp y !
fb not used hs nn ; 0 H
bs 4 PROCESSING
d1 1.000 1b 0.00 ;
nt - 400 fn not used i !
ct 224 DISPLAY i j'
TRANSMITTER sp 1839.1 1
tn HL wp 89.8 s i
sfrg 399.883 rfl 2754.0 T ] 4
tof 200.0 rfp 0 i I}
tpwr 55 rp 37.3 A i .
4.250 p -103.1 .~ H e .
DECOUPLER pLOT e f SimeenT ;
dn C13 wc 100 i |
dof 0 sc 90 . _
dm nAn Vs 111 \
dmm c th L " = i,
dpwr 51 nm ph \\-—-—_____.———-—'—‘/ SR
dmf 17100
LR LR L L) LA LA LRAR) LA RRRRS A LR LR LA LaR S LARRE LA R RAAEPEA L) LAY LARN LAY |
4.80 4.76 a.72 4.68 4.64 ppm
0.95
q.96
R
o o JL__JL 1
e T S s K e et R T e aaan s L o R S S
10 9 8 7 6 5 q 3
L [V T
0.18 0.38
1.01

e PR O
2

S G i) (i e s
2.52 3.66

8.19 1.281.12

P

1

i
1.10
0.96

S32



pla“KkciLal—dep

exp2 s2pul

SAMPLE
date Jun 29 2009
solvent coci3

file fexport/home/~
vks5/2009/ june~-09/~
29thjune/Pla-Ketal~

-Dep-c13.fid
ACQUISITION
Sw 25125.6
at 1.199
np 60270
fb 13800
bs 4
dl 2.000
nt 64000
ct 10396
TRANSMITTER

tn Ci3
sfrg 100.561
tof 1558.7
tpwr’ 56
w 7.000

DECOUPLER
dn H1
dof 0
dm yvy
dmm "
dpwr 41
dmf 11800

(=]

o

~

-

o

o

220

temp
gain
spin
hst

pwan
alfa

SPECIAL
not used
not used
not used
0.008
14.000
20.000

FLAGS

A< 33

PROCESSING
1

not used
DISPLAY
-1503.7
25125.6
9246.0
7742.3
92.9
-308.2
PLOT
250
0
262
15

ph

|
i
mdo O mWMOMmNN N
= mE AoV OT~D
L= - N QW s M;n e
~da WM DN GWWL N M
0 H ~ o~ Semmmmmm 1 o
L fJ L |_L\L '/>?£/J J)
-+] -
z T
Ly i
. I‘ 1
. | |
—
Ll |
4 | + (i |
I 1
o
|
| }
1 1
|
. ; |
|
i
E u
|
i
|
w 1
m 1
@
(=]
wy
-
11
|
|
|

i W e wF o T B TR S s AL R Y e B i o i o6 i e

100 80

'3C NMR (100 MHz, CDCls) spectrum of 4



B o e

bcs_pla_IBX_Oxd_Upper % S34
expd4 PROTON (o) H -
SAMPLE SPECIAL %
date Jul 11 2009 temp not used e
solvent cdcl13 gain not used . 8
file exp spin not used E
ACQUISITION hst 0.008 -
SwW 10010.0 pwSO a8.500 =
at 1.995 alfa 20.000 3 =
np 39942 FLAGS =
fb not used 11 n |
bs 4 in n '_T
d1 1.000 dp y
nt 400 hs nn
ct 248 PROCESSING
TRANSMITTER 1b 0.
tn H1 fn not used !
sfrg 399.883 DISPLAY |
tof 200.0 sp -103.0 |
tpwr S5 wp 4205.4
4,250 rT) 2755.5
DECOUPLER rfp ] ]
dn Cl3 rp 41.9 |
dof 0 1p -125.7 J \ [
dm nnn PLOT * v, Z . }
dmm c wC ] et g ~—_ :
dpwr 51 sc et aa { I
dmf 17100 wvs 127 ’
th q L B e A e |  bo i s chied mads e | ihae S i st i o e St b dh g i ¢
it ph 5.895 5.875 oppm 6.64 6.56 ppm
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'H NMR (400 MHz, CDCl;) spectrum of 3



S35

pla-ibx—-oxid-upper
expd s2pul
SAMPLE SPECIAL
date Jul 11 2009 temp not used
solvent CDC13 gain not used
file /export/home/~ spin not used °
vks5/2003/july09,/1~ hst 0.008
1thjuly/pla-1ibx=ox~ pw30 14.000
id-upper-13C.fid alfa 20.000
ACQUISITION FLAGS m g e
sw 25125.6 11 n ~ of @
at 1.199 in n i e
np 60270 dp y ~ e
b 13800 hs nn S5
bs 4 PROCESSING H LJ
d1 2.000 1b 2.00 0
nt 64000 fn not used
ct 9944 DISPLAY
TRANSMITTER sp =-1502.9
tn Cl3 wp 25125.6
sfrq 100.561 rfl 9245.3
tof 1558.7 rfp 7742.3
tpwr 56 rp 34.7 3
7.000 1p -319.5
DECOUPLER PLOT
dn H1 wc 250
dof 0 sc 0
dm yyy Vs 630
dmm w th 11
dpwr 41 af ph
dmf 11900 WO E~ o
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3C NMR (100 MHz, CDCl;) spectrum of 3



bcs_pla_IBX-Oxd-Lower
exp4 PROTON

: S36
SAMPLE SPECIAL
date Jul 11 2003 temp not used
solvent cdcl13 gain not used
file /export/home/~ spin not used
vks5/2003/July0dg/1~ hst 0.008
1thjuly/pla-Ibx—ox~ pw3o 8.500 -
d-lower.fid alfa 20.000 =
ACQUISITION . FLAGS =
Sw 10010.0 11 n O
at 1.995 in n I e
np 39342 dp Y o
fb not used hs nn ] )
bs a PROCESSING T
dl 1.000 1b 0.00 ]
nt 400 fn not used ]
ct 340 DISPLAY =]
TRANSMITTER sp -159.5 (0] =
tn H1 wp 4288.5 E,
sfrq 399.883 rfl 2756.4 ‘@
tof 200.0 rfp 0
tpwr 55 rp zz2.3
4.250 1p -93.8
DECOUPLER PLOT i fl .ﬁ
dn Cl3 wc 250 . |
dof 0 sc 0 22
dm nnn  vs 132
dmm c th 9
dpwr 51 nm ph
dmf 17100
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AL AL ALY ML LAl Lobhd Lida b LAhd LAY AL R LA AL LA ALLA) WAL AALM Wi bl skl Ao (A L Mok W L Lkl i el
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'H NMR (400 MHz, CDCl,) spectrum of 22



pla-ibx-lower13C

160

13C NMR (100 MHz, CDCls) spectrum of 22

exp2 s2pul
SAMPLE SPECIAL
date Jul 12 2009 temp not used
solvent CDC13 gain not used
file /export/home/~ spin not used
vks5/2009/july09/1~ hst 0.008
1thjuly/pla-ibx-1o~ pw3o 14.000
wer=13C.f1d alfa 20.000
ACQUISITION FLAGS mdo
Sw 25125.6 11 n K
at 1.199 in n s o
np 60270 dp y ~Hwe
fb 13800 hs nn g~
bs 4 PROCESSING I\ )
dl 2.000 1b 2.00
nt 64000 fn not used
ct 8444 DISPLAY
TRANSMITTER sp 75.1 o]
tn Ci3 wp 23524.6
sfrg 100.561 rf) 9244.5
tof 1558.7 rfp 7742.8
tpwr 56 rp 59.9
7.000 1p -399.4
p DECOUPLER PLOT
n HI wc 250
dof 0 sc 0 22
dm yyy Vs 1174
dmm w th 2
dpwr 41 ai ph
dmf 11500
m m
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