


S93-S96 H NMR, *C NMR and GC/MS foBc
S97:599 'H NMR, °C NMR and GC/MS foed
$100S102 H NMR, *C NMR and GC/MS foPe
S103S106 H NMR, C NMR and GC/MS fof.0a
S107S111 H NMR, *C NMR and GC/MS foflOb
S112S115 'H NMR, °C NMR and GC/MS fod.Oc
S116S119 H NMR, °C NMR and GC/MS fod.0d
S120S123 H NMR, *C NMR and GC/MS fofl.0e
S124 H NMR and™C NMR for 11b
S125S126 H NMR and™C NMR for 11d
S127 'H NMR and™C NMR for 11e
S128 H NMR and™C NMR for 12a
S129S130 'H NMR and™C NMR for 12b
S131S132 H NMR and™C NMR for 12d
S133S134 'H NMR and™C NMR for 12e
S135-S17 H NMR, *C NMR and GC/MS fof.3b
S138S140 H NMR, *C NMR and GC/MS fof.3d
S141S143 H NMR, *C NMR and GC/MS fofi3e
S144S146 H NMR, *C NMR and GC/MS fofl4b
S147S149 H NMR, *C NMR and GC/MS fof.4d
S150S152 ¥C NMR and GC/MS foll4e
S153S156 'H NMR, °C NMR, GC/MS, COSY and NOESY fdi5b
S157S160 H NMR, *C NMR, GC/MS, COSY and NOESY fdi5d
S161S163 H NMR, *C NMR and GC/MS fofi5e
S164S167 H NMR, *C NMR, GC/MS, COSY and NOESY fd6b
S168S172 H NMR, ™*C NMR, GC/MS, COSY, NOESY and HSQC fbd
S173S175 H NMR, *C NMR and GC/MS fofl6e
S176S181 H NMR, COSY and GC/MS fot7 and18
$1825187 TH NMR, COSY and GC/MS fot9 and20
$1885193 TH NMR, *C NMR andGC/MS for21
S1945198 TH NMR and GC/MS fo25-28
S199S202 H NMR, *C NMR, GC/MS, COSY, HSQC and NOESY 26




N ime
INSTRUM
OCH, PROEHD
‘ 2a PULPROG
TD
SOLVENT
| NS
| 8223.685 Hz
| 0.125483 Hz
3.0846387 sac
45.2
60.800 usec
6.50 usec
301.2 K
1.00000000 sec
1
CHANNEL £
12.50
-2.
12.14226913
400.15247
32768
400.1500000 MHz
EM
0
0.30 Hz
r o
1.00
-
|
|
/L1 S W
T T T T T T T T T T T T T
75 7.0 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm
| | . ] J i
ek 3 Eededel el
|Nd‘ |ca |=:a ] [ B B B B -lod|e
| | I ] | | \ [ | ]
i it i i B R
o —OCHg NWC%QP APT2
R EXPNO L
N DROCNO
Date_
Time
OCHj INSTRUM
2a PROBHD
PULPROG
TD
SOLVENT
NS
DS
SWH
FIDRES
AQ
RG
oW
CNST2
CNST11
Dl
D20
TDO
L 3
T I T B.00 usec
16.00 usec
-2.00 dB
56.13311005 W
100. 6278583 MHz
CHANNEL £2
CPDPRG2 waltzlf
NUC2 18
PCPD2 80.00 usec
PL2 -2.00 dB
PL12 14.00 dB
PLZW 12.14226913 W
PL1ZW 0.30500001 W
SFO2 400.1515629 MHz
51 3276
Bl
WDW
T T T T T T T T T T T T T T T T E%R 0
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 pp@ B ”g fz
PC 1.40



Area Percent Report

Data Path : C: \ msdchem\ 1\ DATA
Data File : sjb_77_106 fr6 -10.D
AcgOn :111J un 2013 19:45
Operator : sjb

Sample :sjb_77 106 fr6 -10
Misc

ALS Vial : 95 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method : C: \ msdchem\ 1\ 5973N\ PRECISION.M
Title

Signal : TIC: sjb_77_106 fr6 - 10.D \ data.ms

peak R.T.first max last PK peak corr. corr. % of
# min scanscanscan TY height area % max. total

1 7.462 495 503 539 BV 3 88847 5339264 0.53% 0.524%

2 8.516 679 688 720BV 3 78689 3977198 0.40% 0.390%

3 11.592 120512251232 PV 7 20748 714829 0.07% 0.070%

4 11.765 1241 1255 1306 PV 2 38376200 1003659892 100.00% 98.4 48%
5 12.060 1306 1307 1314 VV 4 119329 2690695 0.27% 0.264%

6 12.107 131413151321 VV 6 81401 1599566 0.16% 0.157%

7 12.145 1321 1322 1337 VV 9 51004 1503320 0.15% 0.147%

Sum of corrected areas 11019484764



Abundance

TIC:sjb_77_106 fr6-10.D\data.ms
11.765

3.5e+07 ,\D
OCHj;

2a
Jet07

2.5e+07
2e+07
1.5e+07
le+07

5000000

7.46 8.516 11:12.145

T
6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00

Time-->

Abundance

Scan 1258 (11.779 min): sjp_77_106 fr6-10.D\data.ms
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4500000 I\D
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3500000
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2500000
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1500000
1000000

294.0

500000 164.9
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Current Data Parameters
NAM s5ib_77_109fp take 2
1

EXPNO
PROCNO 1
FZ - Acguisition Parameters
Date_ 20130718
Time B.59
INSTRUM spect
PROBHD 5 mm PAEEO EB-
PULPROG zg30
D 65536
SOLVENT CDC13
NS 16
Ds 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
p.tel 3.9845889 sec
G 181
DW 60.800 usec
DE 6.50 usec
TE 301.2 K
D1 1.00000000 sec
TDO 1

== CHANNEL fl

1k
12.50 usec
-2.00 4B
12.14226913 W
400.1524711 MH=z

T

4
| _
|G ‘N ™ [F (=
Q| e ~l = =2
] = ol led|edlen

3
ﬁﬁﬁﬁﬂ
a|=|=|=|2
ol=led|=l—

144

o =)
||
Niocloe

FZ - Processing parameters
5I 32768
SF 400.1500000 MHz
WOW EM
55B 0
LB 0.30 Hz
Gl 0
C 1.00

T

0 ppm

Current Data Parameters
A sjb_77_10%fp APT
1

1

_3mod
65536
CDC13

1024

4
24038.461 Hz
0.366798 Hz
1.3631488 sec
201
20.800 usec
6.50 usec
301.2 K
145.0000000
1.0000000
2.00000000 sec

0.00689655 sec
1

T T T T T T T T
170 160 150 140 130 120 110 100

T
90

80 70 60 50

CHANKEL f1
1 13C
Pl B8.00 usec
p2 16.00 usec
PL1 -2.00 dB
PL1W 56.13311005 W
SF01 100.6278593 MHz
CHANNEL
CPDPRG[2
PCPD2
PL2
PL12 1.
PLIW 12.14226913 W
PL12W 0.30500001 W
SFO2 400.1515782 MHz
T T F2 - Processing paramzters
51 32768
30 ppmSF 100. 177980 MHz
WDW EM
SSB o
LB 1.00 Hz
GB o
PC 1.40



Area Percent Report

Data Path : C: \ msdchem\ 1\ DATA
Data File : sjb_77_140fp.D

AcgOn : 9Jul 2013 13:36

Operator : AK

Sample :sjb_77 140fp

Misc

ALS Vial : 80 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method :C: \ msdchem\ 1\ 5973N\ PRECISION.M

Title
Signal : TIC: sjb_77_140fp.D \ data.ms
peak R.T.first max last PK peak corr. corr. % of

# min scanscanscan TY height area % max. total
1 7.369 479 487 520 BV 1310017 25296056 4.59% 4.282%

2 7.889 572 578 614 P V 448612 11314701 2.05% 1.916%
3 13.511 1536 1561 1634 PV 14301284 551191459 100.00% 93.314%

4 13.937 1634 16351642 VV 6 65507 1414234 0.26% 0.239%

5 13.986 1642 1644 1649 VV 6 40178 838374 0.15% 0.142%

6 14.025 1649 1650 1656 VV 6 31550 525723 0.10% 0.089%

7 14.066 1656 1658 1660 VV 3 14484 107248 0.02% 0.018%

Sum of corrected areas: 590687795



Abundance

TIC:sjb_77_140fp.D\data.ms
1.4e+07 13,511

1.3e+07 o ~OCH
s H3CO'\D
o b
let+07
9000000
8000000
7000000
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5000000
4000000
3000000
2000000 7369

1000000 '
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Time-->



Abundance
Scan 1557 (13490 min):sjb_77_140fp.Dldata.ms
4600000 2155 0

4400000

£200000 o  _OCH,
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2600000
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100000 1174
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Current Data Parameters

NAME s3b_77_190fp
( EXPNO 1
|I PROCNO 1
| FZ - Acquisition Parameters
Date_ 20120910
| Time 9.08
o /OCH3 INSTRUM spect
g PROBHD 5 mm PAEBO BE-
N PULPROG zg3o
N TD 65536
SOLVENT CDC].E
NS 1
H3;CO e OCH3; e N
SWH 8223.685 Hz
/ FIDRES 0.1254B3 Hz
I AQ 3.9845889 zec
| G 40.3
| DW £0.B00 usec
! DE 6.50 usec
¢ | TE 298.2 K
| D1 1.00000000 sec
| ‘ DO 1
- = CHANNEL £1
| 12.50 usec
PL1 -2.00 dB
PL1W 12.14226913 W
SFOL 400.1524711 MHz
FZ - Processing parameters
51 32768
SF 400.1500000 MHz
WOW EM
55B 0
r LB 0.30 Hz
Gl 0
A C 1.00
I I I I I I I I I I I I I I I I
75 70 65 60 55 50 45 40 35 25 20 15 1.0 05 ppm
=Y lc o tﬂwv—Nl“-ktD o e
|aﬂ |q |q al=|T|@ m| = @l |-
© Lo ] o it =l =ity - -

Current Data Parameters

NAME sjb_77_1%0fp APTZ
EXPRO 1
o) _—~OCH3; PROCNO 1

spect
5 mm PAEEQ EB-
3mod
E553E
CDC12

1024

N F2 - Acquisition Parameters
N Date_ 20130923
i 10.38
H3CO OCH TOBHED
3 2c 3 ROBE

4
24038.461 Hz
0.366798 Hz
1.3631488 sec
203
20. 800 usec
6£.50 usec
298.2 K
145.0000000
l.0000000
2.00000000 =ec
0.00683655 sec

" .
T 1 “ Y 1
CHANNEL f1
NUC1 13c
P1 8.00 usec
P2 16.00 usec
PL1 -2.00 dB
PL1W 56.13311005 W
SFO1 100.6278583 MHz
CHANNEL f2
CPDPRG[2 waltzlé
PCPD2 75.00 usec
PL2 -2.00 dB
PL12 13.39% dB
PLZW 12.14226913 W
PL12W 0.35099408 W
SF02 400.1514874 MHz
T T T T T T T T T T T T T T T T F2 - Processing paramesters
SI 32768
160 150 140 130 120 110 100 90 80 70 60 50 40 30 ppm;; [ —
WDW EM
SSB o
LE 1.00 Hz
GB o
PC 1.40

S10



Area Percent Report

Data Path : C: \ msdchem\ 1\ DATA
Data File : sjb_77_190fp.D

AcqgOn :10 Sep 2013 9:25
Operator : sjb

Sample :sjb_77 _190fp

Misc :

ALS Vial : 85 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method :C: \ msdchem\ 1\ 5973N\ PRECISION.M

Title
Signal : TIC: sjb_77_190fp.D

peak R.T.first max last PK p
# min scan scan scan TY height

\ data.ms

eak

corr. corr. % of

area % max. total

2 13.905 1598 1629 1660 BV 6770640 273181350 100.00% 92.651%
3 14.085 1660 1661 1687 VV 6 69181 2435562 0.89% 0.826%

Sum of corrected areas: 29484853

Sl



Abundance

Time->

6500000

6000000

5500000

5000000
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Abundance

Scan 1635 (13937 min)osjb_ 77 _190fp.DVdata.ms
1550

fe) ‘/OCH3

160000 O O '\D
H;CO ~ “OCH;

6. 07
IX o e | b )
0 [ \u\‘\ u Dl , | ‘ — ‘\‘ ‘m‘hu H il ‘ |t |y |

LI e \\\\‘\\\\‘\\\ \\‘\\\\‘\\\\‘\\\\‘\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\
60 g0 0 1eo 200 2120 16 0 300 2 i3
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Current Data Parameters

NAME sib_81_015£p2
| EXPNO 1
PROCNO 1
o _—~OCHj;
H F? - Acquisition Parameters
H3CO { Date_ 20131016
N Time 12.21
INSTRUM spect
H3CO OCH PROBHD 5 mm PAEEO BE-
2d PULPROG zg30
D 65536
SOLVENT CDC13
NS 16
Ds 2
SwWH 8223.685 Hz
FIDRES Hz
AQ sec
DW
DE
TE 208.2
D1 1.00000000
TDO 1
Pl 12.75 usec
PL1 -2.00 dB
PL1W 12.14226913 W
SFO1 400.1524711 MH=z
f
i F2 - Processing parameters
P | 51 32768
! | SF 400.1500000 MHz
WDOW EM
58B 0
; LB 0.30 Hz
[ h / GB 0
L o I‘h b " BT 1.00
T T T T T T T T T T T T T T T
70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm
| I| | | L | { .'I k
g [2|g SRR 3[=|e
el |eif— o == =i == =|ed|S
-
| | L) [
i 4 I ¢ W f
Current Data Parameters
NA sib_B1_015fp APT
EXPRO 1
PROCHO 1
13.25
spect
5 mm PAEBOD EB-
" ) Y

1.0000000
2.00000000 sec
0.00689655 =ec

to |

CHANNEL f£1

56. 11005 W
100.6278593 MHz

_-OCH;

o} -
H3;CO N CEANNEL f£2
O O Q waltzle
J 1B
OCH CPD: 75.00

HsCO 2d 3 2l00 dp
13.39 dB
PLZW 12.14226913 W
BL12W 035090408 W

SFO2 400.1514791 Mz

T T T T T T T F2Z - Processing parameters
32768

T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 ppm:

SF 100.6177980 MHz
WDW EM

S5B o

LB 1.00 Hz
GB o

FC 1.40

Sl4



Area Percent Report

Data Path : C: \ msdchem\ 1\ DATA
Data File : sjb_81_015fp2.D

AcqgOn :11Oct2013 15:54
Operator : sjb

Sample :sjb_81 015fp2

Misc :

ALS Vial : 90 Sample Multiplier: 1

Integration Parameters: atuneWPMMarl4.e
Integrator: ChemStation

Method :C: \ msdchem\ 1\ METHODSkr3.m
Title

Signal : TIC: sjb_81 015fp2.D \ data.ms

peak R.T .first maxlast PK peak corr. corr. % of

# min scanscanscan TY height area % max.

Sum of corrected areas:

ckr3.m Wed Mar 19 11:39:48 2014

S15

total

36310266



Abundance

TIC:sjb_81 015fp2.01data.ms
§50000
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750000 o _OCH,
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Abundance
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Scan 1926 (15.602 min):sjb_81_015fp2.D\data.ms
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Current Data Parameters
NAME s4b_77_139fp2
EXPND 1
s PROCHO 1

FZ - Acquisition Parameters

Date_
| Time
INSTRUM
PROBHD 5
‘ 0 —OCH3 PULPROG
s TD
N SOLVENT
‘ ’
2 OCH;, |' 0.125483 Hz
3.08458809 sec
| "' | 128
| 60.800
| | | 6.50
| 301.2
| ‘ l.00000000
{ | 1
Ir'
| | | - —= CHANNEL f1
NUC1
‘ 's ( | . o1 12.50 usec
| PL1 -2.00 dB
| ‘ | PLIW 12.14226913 W
SFO1 400.1524711 MHz
‘ | r | ‘ | ‘ F2 - Processing parameters
| 51 32768
| | SF 400.1500000 MH=z
| WDW EM
| 55B o
LB 0.30 Hz
h GB o
=
J L I PC 1.00
T T T T T T T T T T T T T
75 70 65 60 55 50 45 40 35 3.0 25 20 15 10 05 ppm
@ o= [Ts] EEEE R B =| (@]
- =] w |2 (x|SO~ L Rl =] =)
‘NN-—' |c:| |:‘-I(’)-'-'-'-'-—| |N|v-t~:lf3‘
X L | | 1| | | |
\ \
current D ameters
NAME sib_77_139fp AFI3
EXFNO 1
PROCND 1
F2 - Acquisition Parameters
Date_ 20130716
Time B.42
INSTRUM spect
PROBHD 5 mm PAEEQ BB-
PULPROG jmad
D 65536
SOLVENT
NS
D5 4
SWH 24038. 461
FIDRES 0.366798
AQ 1.3631488 sec
RG 2
" N L » oW 20. 800
A Yo i b . i v " E 6.50 usec
TE 301.2 K
CNST2 145. 0000000
CHET11 1. 0000000
D1 2.00000000 sec
D20 0.00689655 sec
ol 1
£l m———
13c
B.0OD
16.00
P -2.00
PL1W 56.13311005
o _—~OCHj sFO1 100. 6278593
N CHANNEL f2 =———m————
O O D waltzlh
£0.00 usec
2e OCH, -2.00 dB
14.00 ds
12.14226913 W
PL1ZW 0.30500001 w
SFO2 400.1517€09 Muz
T T T T T T T T T T T T T T T T F2 - Processing parameters
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 2anee
100. 6177980 Muz
EM
[
1.00 Hz
0
1.40

S18



Area Percent Report

Data Path : C: \ msdchem\ 1\ DATA
Data File : sjb_77_139fp.D

AcgOn : 8Jul 2013 9:53

Operator : ep

Sample :sjb_ 77 139fp

Misc :

ALS Vial : 90 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method :C: \ msdchem\ 1\ 5973N\ PRECISION.M

Title

Signal : TIC: sjb_77 139fp.D

peak R.T.first max last PK p

# min scan scan scan TY height

OO~ WNBE

\ data.ms

eak corr. corr. % of

area

% max. total

8.475 675 680 704 BV 3 44818 1476917 0.15% 0.144%
11.749 1236 1253 1264 PV 4 20623 556794 0.06% 0.054%
12.282 1323 1346 1410 PV 2 33061394 1005291419 100.00% 98.150%
12.662 1410 1412 1429 VV 8 191146 9977408 0.99% 0.974%
12.770 1429 1431 1452 VB 8 109101 6364368 0.63% 0.621%

Sum of corrected areas: 1024240193

S19



Abundance

TIC:sjh_77_139fp.D\data.ms

12.282
3.2e+07

3e+07 o} §/OCH3
2.66+07 22 OO
246407
2.26+07

26407
1.8e+07
1.6e+07
L4e+07
1.2e+07

Le+07
8000000
6000000
4000000
2000000

7.8.475 11.712.770

[
T L T By L B B BB B

T
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Time-->

Abundance

Scan 1347 (12.289 min): sjb_77_139fp.D\data.ms
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HAME sib_T74_1%

| fo) _~OCHg; |
N | | = -
SWE 8223.685 Hz
FIDRES 0.125483 Hz
OCHj,4 D 3.9846387 sec
3a 50.8
60.800 usec
7 6.50 usec
§ 301.2 K
| I D1 1.00000000 sec
| TDO 1
I |
[
J |
|
| { /! | 32768
400. 1500000

EM

0
0.30 Hz

0

l1.00

| ; { |\ | ( .
. bk |
) . )|L J {

T T T T T T T T T T T T T T
75 70 65 60 55 50 45 40 35 3.0 25 20 15 1.0 05 ppm

Rl

| r<] ) cufl e
o= ol e
A =11+'} L 10=]

| |
@ -] =[Ok~ |o|=
@ o |B|6|e|E|@|n
o [=] ol = ed ==

20121107
10.01

spect

PROEHD 5
PULPROG
TD
SOLVENT
NS
Hz
Hz
sec
I I | l uses
T | ] T T T l T " “' ;se:

0000000 sec

0.00680655 sec

CHANNEL £1
13C
B.00 usec
16.00 usec
-2.00 dB

0 _~OCHg; 56.13311005 W
s 100.6278332 Miz
N CHANNEL £2
CPOPRG2 waltzlé
NUC2 18
C)CH3 PCPDZ 80.00 usec
3a L2 -2.00 dB
pL12 14.00 dB
DLZW 12.14226913 W
BL1ZW 0.30500001 W
FO2

400.15144%4 Mz
32768

100.617

T T T T T T T T T T T T T T T T
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30
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Area Percent Report

Data Path : C: \ msdchem\ 1\ DATA
Data File : Sjb_74_196fp.D

AcqgOn : 6 Nov 2012 17:26
Operator : sjb

Sample :sjb_74 196fp

Misc

ALS Vial : 5 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method :C: \ msdchem\ 1\ METHODSIMB2.m
Title

Signal : TIC: sjb_74 196fp.D \ data.ms

peak R.T.first max last PK peak corr. corr. % of
# min scanscanscan TY height area % max. total

2 12.347 1348 1357 1377 BV 2 754583 16444164 4.62% 4.385%
3 15.286 1828 1871 1901 BV 6269080 356146758 100.00% 94.977%

Sum of corrected areas: 374982409

JMB2.m Mon Nov 12 09:46:30 2012

22



Abundance
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Abundance

m/z-->

1300000
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m/z-->
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Scan 1857 (15.207 min): sjp_74_196fp.D\data.ms
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63.0 sgﬁo 11§}0 ISﬁIOM‘ ,207.0 I 265.9 Ly

60 80 100

4
120 140 160 180 200 220 240 260 280 300 320 340

Scan 1357 (12.346 min): sjb_74_196fp.D\data.ms
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=3

PROEHD 5 mm PABBO BE-
HsCO o _—OCHj; PULPROG 2930
H TD £5536
N SOLVENT CDCl1
N us 16
2
8223.685 Hz
OCH3 0.125483 Hz
3b Is 3.9846387 sec
{
|
|
i |
| { |
| i
p ‘|
| i | usec
{ dB
W
| ' | MHz
| 32768
Mo 400.1500000 MHz
| EM
o
| ‘ 0.30 Hz
o
| ‘ 1.00
— J 4
T T T T T T T T T T T T T T T T
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm
___Jﬁ,l 1) L [ ) |
~ rnrs | r:| o r‘ ERERER s [ea) e
= |od|S |6 |e|= | HRGE EE e 15| |r~
N L B 1 B = (j| cdleile=lr=oil=]= —-l=ls
\ |
\ /ol /]
Current Data Parameters
MRME sib_77_149fp APT
1
1
F2 - Acquisition Parameters
Date_ 20130718
Time a7
5
1
24038.461 Hz
o 6798 Hz
1.3631488 sec
203
20.800 usec
| €.50 usec
2K
] [ 145. 0000000
1.0000000
2.00000000 sec
0.00&689655 sec
1
CHANNEL f1
Nucl 13c
Pl B.00 usec
B2 16.00 usec
PL1 -2.00 ds
PLIW 56.13311005 W
SFO1 100. 6278593 MHZ
H3CO o /OCH3 CHANNEL £2
waltzle
18
£0.00 usec
~2.00 ds
14.00 de
(@] PLIW 12.14226913 W
3b PL1ZW 0.30500001 W
SFO2 400.1515527 MHz
T T T T T T T T T T T T T T T Te2 Processing parameters
160 150 140 130 120 110 100 90 80 70 60 50 40 30 ppm:: i
100. 6177980 MHz
WDW EM
S5E 0
LE 1.00 Hz
GB 0
BC 1.40
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Area Percent Report

Data Path : C: \ msdchem\ 1\ DATA

Data File : sjb_74 _028fp.D

AcgOn :12 Jun 2012 15:29
Operator : sjb

Sample :sjb_74 028fp

Misc

ALS Vial : 35 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemsStation

Method : C: \ msdchem\ 1\ METHODSIMB2.m

Title
Signal : TIC: sjb_74 028fp.D

peak R.T.first max last PK peak
# min scan scan scan TY height

coO~NO U WN -

\ data.ms

corr. cor
area

r. % of
% max.

total

7.428 492 498 537 BV 394397 9499465 0.92% 0.856%
7.947 582 588 604 BV 244367 4966452 0.48% 0.447%
8.506 678 686 715 PV 133193 4366147 0.42% 0.393%
13.998 1627 1646 1657 PV 2 34621 1132361 0.11% O.

14.301 1680 1699 1726 PV 1718437 52484842 5.09% 4.727%
19.994 2598 2694 2749 PV 8203405 1030243382 100.00% 92.793%
20.316 2749 2750 2779 VV 6 124068 7195565 0.70% 0.648%
20.491 27792781 2788 VV 8 22518 37

5776 0.04%

Sum of corrected areas: 1110263990

JMB2.m Wed Oct 17 15:12:44 2012

6

0.034%

102%



Abundance
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Abundance

Scan 2674 (19882 min):sjb_74_028fp.DVdata.ms
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Abundance

Scan 1696 (14.286 min):sjb_74_028fp.Dldata.ms
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Current Data Parameters

NAME s3b_77_213fp
EXPNO 1
H,CO PROCNO 1
F2 - Acquisition Parameters
Date 20130912
) —OCHs Time 16.27
INSTRUM spect
N PROBHD 5 mm PAEEO EB-
PULPROG zg30
TD 65536
; OCHj3 SOLVENT cpC13
[ 3c us 16
| ns 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9845889 sec
G 28.5
DW 60.800 usec
DE 6.50 usec
" TE 208.2 K
‘ D1 1.00000000 sec
TDO 1
= CHANNEL f1
( | 12.50 usec
| -2.00 dB
f 12.14226913 W
| 400.1524711 MH=z
{ | F2 - Processing parameters
| 51 32768
| SF 400.1500000 MHz
— | WDW EM
[ S5B 0
LB 0.30 Hz
GB 1]
PC 1.00
T T I T T T T T T T
75 70 65 6.0 55 50 45 40 35 30 25
I i
o= wy Ly [ el el K] B 2
Q| = Q Q|a|@ = m|T
mlel = o wl=lo|odl=|—
L \
' Current Data Parameters
NAME 5ib_77_213 APT
EXPNO 1
PROCNO 1
H3CO F2 - Acguisition Parameters
Date_ 20130925
10.42
spect
5 mm PABED EBE-
jmed
65536
CDC12
1024
4
24038.461 Hz
0.366798 Hz
1.3631488 =sec
203
20.800 usec
6.50 usec
298.2 K
145. 0000000
1.0000000
2.00000000 sec
0.006893655 =ec
1
JL | ——— CHANNEL £l —mmmmmm—m
" 13C
T Pl B8.00 usec
r T P2 16.00 usec
PL1 -2.00 dB
PL1W 56.13311005 W
SFO1 100.6278593 MHz
CHEANNEL £2
CPDPRG[2 waltzlé
NUC2 1H
PCPD2 75.00 usec
PL2 -2.00 dB
PL12 13.39% dB
PLIW 12.14226913 W
PL12W 0.35099408 W
SF02 400.1516177 MHz
T T T T T T T T T T T T T T T T F2 - Processing parameters
=) 32
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30  ppms: N
WDW EM
SSB o
LB 1.00 Ez
GB o
PC 1.40
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Area Percent Report

Data Path : C: \ msdchem\ 1\ DATA

Data File : ra_67_145a.D

AcqgOn :16 Jul 2012 10:21

Operator : sm

Sample :ra_67_145a

Misc  : Heck cross - coupling 5¢g scale
ALS Vial : 90 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemsStation

Method :C: \ msdchem\ 1\ METHODSIMB2.m
Title

Signal : TIC:ra_67_145a.D \ data.ms

peak R.T.first max last PK peak corr. corr. % of
# min scanscanscan TY height area % max. total

2 7.951 583 589 625BB 92384 2825997 0.76% 0.710%

3 14.893 1783 1802 1846 PB 630106 23380433 6.32% 5.873%

4 20.685 2710 2814 2910 PV 3375196 369957456 1 00.00% 92.923%
5 21.251 291029132916 VV 3 4131 44728 0.01% 0.011%

Sum of corrected areas: 398132262

JMB2.m Thu Nov 08 13:39:54 2012
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Abundance

Time-->
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Abundance

Scan 2800 (20654 min)ra 67 145aDldata.nms
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Abundance

Scan 1800 (14.881 min): ra_67_145a.D\data.ms
300000 267 1
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sjb_74_208 take 2
1

1
20130711
ime B.
INSTRUM spe
PROBHD 5 mm PAEBO BE-
PULPROG zgll
65536
CDC13
2

SWE 8223.685 Hz

FIDRES 0.125483 Hz

AR 3.9846387 sec

RG 144

DW 60.800 usec
E 6.50 usec
E 301.2 K

Dl 1.00000000 sec

TDO 1

EM

0

0.30 Hz
o
1.00

HyCO

H;CO

T T
75 7.0

T
6.0

T T T T
50 45 40 35

T T
20 15 1

T T
6.5 5.5 3.0 25 .0 05 pm
‘ )L /I . L |
m‘ |co”ﬁ mgvhmhhqwrr-:| mmN|
[=] o || @ =T | |O|N|D WO (O o=
- ol S|l leil=[=|a|~]~ ~loil=
| 2= NV (>
| # ) { s3b_74_208fp APT
1
1
20121116
ime 15.52
INSTRUM spect
PROEHD 5 mm PAEBO BE-
PULPROG j
D
SOLVENT
NS
DS
SWE
FIDRES
AD 7
RG 203
oW 0.200
6.50
3p1.2
.0oooooo
1.0000000
2.00000000 sec
0.00689655 sec
1
l | I L CHANNEL £
i ] T 13C
B.00 usec
16.00 usec
—2.00 4B
56.13311005 W
.B270320 MHz
CHANNEL £2
CPDPRG2 waltzlh
NOC2 1H
80.00 usec
-2.00 dB
14.00 dB
12.14226913 W
0.30500001 W
400.15151%94 MHz
T T T T T T T T T T T T T T T T
160 150 140 130 120 110 100 90 80 70 60 50 40 30
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Area Percent Report

Data Path : C: \ msdchem\ 1\ DATA
Data File : sjb_77_169fp.D

AcgOn : 7 Aug 2013 10:34
Operator : sjb

Sample :sjb_ 77 _169fp

Misc

ALS Vial : 85 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method : C: \ msdchem\ 1\ 5973N\ PRECISION.M
Title

Signal : TIC: sjb_77_169fp.D \ data.ms

peak R.T.first max last PK peak corr. corr. % of
# min scanscanscan TY height area % max. total

2 16.656 2082 2110 2130 PV 744590 29079588 10.92% 9.574%
3 25.844 3611 3716 3752 BV 3 1917900 266290676 100.00% 87.671%

Sum of corrected areas: 303739582

Abundance

TIC: sjb_77_169fp.D\data.ms
2000000 25 844
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1600000 |
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400000
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200000
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Time-->
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Abundance

milz-->
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Scan 3710 (25.810 min):sjb_77_169fp.D\Vdata.ms
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Scan 2112 (16.666 min): sjb_77_169fp.D\data.ms
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an
(<O

3 i ¥ R r [ NAME s9b_77_019fp
EXPNO 1
PROCNO 1
7 Date_ 20121219
| Time 13.56
| INSTRUM spect
o _-OCH3; | PROBHD 5 mm PABEQ BB-
< | PULPROG zg30
1 TD £5536
N | SOLVENT cbel3
NS 16
| 0s 2
OCH,4 Ia SWH 8223.685
‘ 3e i FIDRES 0.125483
| RO 3.9846387
G 25.4
| DW £0.800
| ( ‘ DE £.50
TE 299.4
| D1 1.00000000
| r | TDO 1
| CHANNEL £1 =
|
'd | 12.50
| | — ~2.00
{ 12.14226913
400.1524711
f 32768
400.1500000
| EM
0 I 0
{
{ [ 0.30
I | 0
r | | 1.00
)
| |
. |
_J L N ___-Hl___._ J\ l VAW, L ._.J
I I I I I I I I I I
75 7.0 65 60 55 50 45 40 35 3.0
] |
'mr-:rrmj'—jmw ‘m‘ lmrm\o ) mﬂmf
©|@|er || o =|a|g|2|d v
|v— (sl i=21a] (=] =1 DNl =N
el } T \ Y L | )
l ¥ | I R NAME s3ib_T7_019fp APT
EXPNO 1
PROCNO 1
Date_ 20121219
Time 15. 44
o) _OCHg; INSTRUM spect
B PROBHD
R PULPROG
N TD
SOLVENT
OCH3; DS
e SHH
FIDRES
AQ
RG
oW usec
DE usec
TE 3
CNST2
CHST11 1.0000000
D1 2.00000000 sec
D20 0.00683655 sec
1 ) J TDO 1

|‘1llr' T |

mmmmmmmm CHANNEL £2 mmmmm———

CPDPRG2 waltzlf
NUC2 18
PCPD2 B0.00 usec
PL2 -2.00 dB
PL12 14.00 dB
PL2W 12.14226913 W
PL12W 0.30500001 W
SFO2 400.1515120 MHz
32768
100.€177980 MHz
EM
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 ppmssE oY s
GB 0
PC 1.40
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Area Percent Report

Data Path : C: \ msdchem\ 1\ DATA
Data File : sjb_77_019fp.D

Acqg On :19 Dec 2012 16:13
Operator : sjb

Sample :sjb_77_019fp

Misc

ALS Vial : 5 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method : C: \ msdchem\ 1\ 5973N\ PRECISION.M
Title

Signal : TIC: sjb_77_019fp.D \ data.ms

peak R.T.first max last PK peak corr. corr. % of
# min scanscanscan TY height area % max. total

2 16.835 2080 2142 2189 BV 2 6749209 561756588 100.00% 94.215%

S39



Abundance

TIC:sjb_77_019fp.D\data.ms
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Abundance
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Abundance

Scan 1454 (12.901 min): sjp_77_019fp.D\data.ms
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an
(<O

Hz
Hz
sec

usec
usec
K
sec

MHz

Hz

i ¥ NAME sjb_74_19%fp proton
EXPND 1
PROCNO 1
" Date_ 20121109
! Time 9.45
INSTRUM spect
‘ , DROEHD 5 mm PABBO EE—
| PULPROG zg30
| , ™ £5536
| o _OCH, { ;csm ENT cpcl
H | DS 2
N | SWE B223.485
| FIDRES 0.125483
| ap 3.9846387
—~ RG 28.5
4a OCHs DH 60.800
| E 6.50
TE 301.2
D1 1.00000000
TDO 1
" ‘
| CHANNEL f1 —
| 12.50
| -2.00
| | 12.14226913
| | 400.1524711
327EE
A | | 400. 1499967
i [ EM
- f 0
| | l 0.30
| 0
| _ D 1.00
r | [
| ||
0 Wy
TR I L.AJ“L u v, \JL_.)L
T T T T T T T T T T T T T T T T
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm
| L) J | | |
CERE 8 [REsieElk (5[
eilerlall— o o3| ||| o3 |es | 0d ol lala
| | | = i If U \‘i' W sjb_74_19%fp APT
1
1
20121112
ime 9.26
INSTRUM spect
DPROEHD 5 mm PABEO BE-
PULPROG jmod
TD £5536
SOLVENT CDC13
NS 1024
0s 4
SWE 16339.360 Hz
FIDRES 0.249327 Hz
AQ 2.0054517 sec
RE 203
D 30.600 usec
E 6.50 usec
" o TE 301.2 K
| 1 I CNSTZ 145.0000000
CNST11 1.0000000
D1 2.00000000 sec
D20 0.006B9655 sec
TDO 1
CHANNEL f1
NUC1 13C
Pl 8.00 usec
Pz 16.00 usec
PL1 -2.00 dB
PL1W 56.13311005 W
o _~OCHj, SFO1 100. 6278685 MHz
: CHANNEL f2
N CPDPRG2 waltzl6
NUC2 1
PCPDZ 80.00 usec
PL2 -2.00 dB
4a OCH;, PL12 14.00 dB
PLZW 12.14226913 W
PL12W 0.30500001 W
5F02 400.1514948 MHz
sI 3ZT6E
EE
T T T T T T T T T T T T T T T Tmm
170 160 150 140 130 120 110 100 90 80 70 60 50 40 ppmigﬂ . 03 u
- z
GB 0
=l 1.40
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Area Percent Report

Data Path : C: \ msdchem\ 1\ DATA
Data File : sjb_74_199fp.D

AcqgOn : 9 Nov 2012 13:56
Operator : sjb

Sample :sjb_74 199fp

Misc

ALS Vial : 15 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method :C: \ msdchem\ 1\ METHODSIMB2.m
Title

Signal :TIC :sjb_74 199fp.D \ data.ms

peak R.T.first max last PK peak corr. corr. % of

# min scanscanscan TY height area % max. total
1 10.007 946 948 956 VV 3 41194 970477 0.26% 0.246%
2 11.983 1281 1294 1302 BV 1081831 18401106 4.91% 4.665%

3 12.569 1367 1396 1431 PV 12857242 375088829 100.00% 95.089%

Sum of corrected areas: 394460412

JMB2.m Mon Nov 12 09:44:14 2012
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Abundance
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Scan 1395 (12.563 min): sjp_74_199fp.D\data.ms
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Current Data Parameters
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1
1

F2 - Acguisition Parameters
20130725
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SOLVENT
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SWH
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OCH
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B.56
spect
5 mm PAEEQ EB-

4
24038, 461
0.366798

Wi
MM
n

usec
. usec
301.2 K
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0.00689655
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T
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- Processing parameters
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EM

1.00 Hz
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Area Percent Report

Data Path : C: \ msdchem\ 1\ DATA
Data File : sjb_74 _029fp.D

AcqgOn :15Jun 2012 8:44

Operator : sjb

Sample :sjb_74 029fp

Misc :

ALS Vial : 30 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method : C: \ msdchem\ 1\ METHODSIMB2.m

Title
Signal : TIC: sjb_74 029fp.D \ data.ms
peak R.T.first max last PK peak corr. corr. % of

# min scanscanscan TY height area % max. total

7.944 582 588 603 BV 558514 8620398 0.37% 0.350%
8.504 680 686 707 PV 130178 2996109 0.13% 0.122%

13.731 1566 1599 1622 PV 2596360 88351274 3.77% 3.589%

13.881 1622 1625 1634 VV 5 37747 1023498 0.04% 0.042%

14.105 1652 1664 1683 VV 4 67239 1888313 0.08% 0.077%
14.782 1719 1783 1849 PV 2 31773351 2345930512 100.00% 95.301%

~NOoO Ok~ WN PR

Sum of corrected areas: 2461588922

JMB2.m Mon Nov 12 09:52:24 2012

A8



Abundance

TIC:sjh_74_029fp.D\data.ms
3.2e+07 14.782

Jet07 H3CO O o ~OCHs
2.8e+07 O ,\D

2.6e+07 2 OCHs

2.4e+07
2.2e+07
2e+07
1.8e+407
1.6e+07
1.4e+07
1.2e407
le+07
8000000
6000000
4000000

2000000

13.731

A

504 114.105

0 10.00 12.00 14.00 16.00 18.00  20.00 22.00 24.00

Time-->

A9



Abundance

§000000

7500000

1000000

5500000

5000000

5500000

5000000

4500000

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

Scan IT7T0 (L4708 min):sjp_T4_029fp.DVdata.ms
269.1
H3COg o) _:/OCHa
D
we TOCH;
338.2
1346
B ITRAORTIENR TN B IO O Qe
\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\
40 12 160 180 200 220 240 260 280 300 320 340 360 380

0



Abundantce

\h‘\\ \‘\ ‘u‘\ Wl m h‘ ?98“1 I “ H]“]
\\‘\\\\‘\\\\‘\\\\‘\\\\A‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\

P80 200 220 240 280 280 ¥O00 320 340 3EO0 RO

$1



i i e A NAME _67_l14%pure
EXPNO
PROCNO 1
Date_ 20120718
| Time 11.52
INSTRUM spect
H3CO | PROBED 5 mm PAEEO BB-
| PULPROG zg30
TD £5536
fo) _—~OCHg SOLVENT cpC13
s NS 16
DS 2
N SWH 8223. 685 Hz
FIDRES 0.125483 Hz
Y] 3.9846387 sec
OCHj3 RG 40.3
4c oW £0.800 usec
DE 6.50 usec
TE 301.2 K
D1 1.00000000 sec
TDO 1
| CHANNEL f1 =
1
|I i 2.50 usec
-2.00 dB
r 12.14226913 W
| 400.1524711 MHz
32768
‘ 400.1500000 MAz
EM
f 0
| i 0.30 Hz
| | ( o
| 1.00
f
|
L - i i LN
T T T T T T T T T T T T T T
70 65 60 55 50 45 40 35 30 25 20 15 1.0 0.5 ppm
1) || ] 1) I\ Y
lo] rm‘ o ™ mr ”h— u:l|no' m} ) mlm'
S| |o @ = 2|2||%|=||e =| ala|rk|=
L | i
N r f o
Current Data Parameters
HA sib_77_217 APT2
EXPNO 1
PROCND 1
F2 - Acguisition P T
Date_ 20 1
Time 57
INSTRUM spect
PROBED 5 mm PAREO BE-
FULPROG ]
D :
SOLVENT
NS
DS
] 24038.461 Hz
0.366708 Hz
1.3
203
20.800 usec
6.50 usec
298.2 K
145.0000000
1.0000000
i 2.00000000 sec
A ) 0.00689655 =sec
I || ] 1
CHANNEL f1
13c
B.00 usec
16.00 usec
H5CO 2.00 dB
1 005 W
100. 6278593 MHz
0 —~OCHjs ——mmmm== CEANNEL fZ =
5 CPDPRG[2 waltz
NUC2
N FCEDZ 75.00 usec
PL2 -2,
PL12 13.
OCHj3 PL2W
4c PL12H
SFO2 400. 1515863 MHz
T T T T T T T T T T T T T T ™ F2 - Processing parameters
160 150 140 130 120 110 100 90 80 70 60 50 40 30 ppmg; 168
WDW
SSB 0
1B 1.00 Hz
GB 0
EC 1.40

$H2



Area Percent Report

Data Path : C: \ msdchem\ 1\ DATA
Data File : sjp_77_217fp.D

AcqgOn :17 Sep 2013 11:20
Operator : sjb

Sample :sjb 77 217fp

Misc

ALS Vial : 95 Sample Multiplier: 1

Integration Parameters: atuneWPMMarl4.e
Integrator: ChemStation

Method : C: \ msdchem\ 1\ METHODSkr3.m

Title
Signal : TIC: sjb_77 217fp.D \ data.ms
peak R.T.first max last PK peak corr. corr. % of

# min scanscanscan TY height area % max. total

2 14.755 1750 1778 1815 PV 2274434 95093596 100.00% 89.494%

3 14.972 18151816 1826 VV 6 13174 325675 0.34% 0.306%

Sum of corrected areas: 106257201

ckr3.m Wed Mar 19 09:43:04 2014

Abundance

TIC:sjb_77_217fp.D\data.ms
14.755

2200000

H,CO
2000000 O o  _OCH,
1800000 O I\D
OCHj,

1600000 4c
1400000
1200000
1000000
800000

600000

13.988
400000

200000

14.972
L

0 b

LB B s s s s s s L B s s s s S e L e e
6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00

Time-->

3

LA e e
24.00



Abundance

210000

200000

190000

180000

170000

160000

150000

140000

130000

120000

110000

100000

90000

§0000

170000

50000

50000

40000

30000

20000

10000

0

Scan L1644 (13.988 min):sjp_77_217fp.D\data.ms

269.0
H4CO
O o —OCH,3
O
OCH
4c s
126.9 3382
2I09 93900
152.0 :
17.8 105.5 174.9 ‘ ‘
SR ! I ! oy H [ 111 \‘\ ly I i I L | ‘\ ‘
‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘\\\\‘
§0 100 120 140 160 180 200 220 240 260 280 300 320 340

4



Abundance

Scan L1777 (L4749 min):sjp_77_217fp.DVdata.ms
1050000 269.0

H,CO
1000000 O
o  —OCH,

950000

)
900000
OCH,

4c
§50000

§00000
750000
1700000
650000
500000
550000
500000
450000
400000
350000
300000
250000
200000

121.0

150000
338.1

100000 000

50000 1489
§4.9 | ‘M ‘ L H 178,10 206.9 239.0 ‘ 3832

0 \\‘\\‘\‘\‘\\‘\\H‘\‘\H‘\H\‘\H‘\‘\‘\H“H\\‘\‘\\\‘\H\“\\\\“\iH‘HH‘\H\‘\\Hi\\\‘\‘\\\\‘\\\

40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380

5



= =y o I sib_74_211fp take 2
1
1
20130716
8.5
H3CO speact
5 mm PABEQ BE-
zg30
HsCO o  ~OCH; S
16
2
N 8223.685 Hz
0.125483 Hz
OCH3 3 9546?8; sec
4d 60.800
7 6.50
| 301.2
[ 1.00000000
1
18
.50 usec
4B
iW
o | i 1 Mz
- 12768
400.1500000 MHz
|
| | EM
]
( | | 0.30 Hz
|| :
| | 1.00
r
|
T T T T T T T T T
70 65 60 55 50 45 40 35 30 25
N ] |
1=/l G EE R S
-] (=] [=] 1B E=1E=1E [=11=] E
{ If 3 | 5t v sib_74_211fp 13CAPT
1
PROCHO 1
Date_ 20121127
Time 9.51
INSTRUM spect
PROBHD 5 mm PABEO BE-
PULPROG i
D
SOLVENT
NS
[ o
T |
dB
5 W
H3;CO 100. 6268218 MHz
CHANNEL f? -
HsCO o  —~OCH; Wos -
:: usec
)
N a
W
W
p OCH3 Mt
MHz
T T T T T T T T T T T T T T T
160 150 140 130 120 110 100 90 80 70 60 50 40 30

6




Area Percent Report

Data Path : C: \ msdchem\ 1\ DATA
Data File : sjp_77_171fp.D

Acqg On : 7 Aug 2013 16:17
Operator : sjb

Sample :sjb 77 171fp

Misc

ALS Vial : 100 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method : C: \ msdchem\ 1\ 5973N\ PRECISION.M
Title

Signal : TIC: sjb_77 _171fp.D \ data.ms

peak R.T.first max last PK peak corr. corr. % of
# min scanscanscan TY height area % max. total

7.36 9 481 487 521 BV 1282670 30810488 2.37%

15.589 1897 1924 1947 PV 1927063 82443691 6.35%
15.730 1947 1949 1953 VV 5 27904 466958 0.04% O

coO~NO O WNPE

7.910 575 582 600 BV 67415 1896048 0.15% 0.134%

5.824%

021%
042%

Sum of corrected areas: 1415674346

Abundance

TIC: sjp_77_171fp.D\data.ms
16.860

1.46+07 HyCO O
H,CO
1.2e+07

le+07

8000000
6000000

4000000

15.589
2000000 7.369
|

4d

.033%

16.860 2078 2146 2256 PV 15294204 1299084977 100.00% 91.764%
17.501 2256 2258 2260 VV 3 27053 299743 0.02% O.
17.520 2260 2261 2272 VV 7 26207 589949 0.05% O.
17.593 2272 2274 2278 VV 5 10384 82492 0.01%

0.006%

O
OCH;

7.910 15.73017.593
L B e e T

T L L s e AL e o s s e s s s
6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00

Time-->

7



Abundan

mlz-->
Abundan

mi/z-->

c

000

8

Scan 2125 (16.740 min):sjb_77_171fp.D\data.ms
299.0
H,CO
HsCOg o  —OCHs;
@
OCH3
4d
150.9
89.9 368.1
413.2
et el b e i o —er e o e -——/—— et
40 60 80 100 120 140 160 200 220 260 300 340 360 400
Scan 1919 (15.561 min):sjb_77_171fp.DVdata.ms
299.1
H,CO
H,CO g o  —OCHs;
@
OCHj3
4d
149.5
368.2
226.0 255.0 413.2
509 16.9 1189 1949 Lo | | 52900
YR PRI OO PR A AR N RN Y VS| N et SN U RS
60 80 100 140 0 180 200 220 260 280 300 20 340 6 80 0



an
>0

NAME s§b_77_020fp
EXPHO 1
PROCNO 1
A . Date_ 20121221
[ f | Time 11.07
f | INSTRUM spect
| PROBHD 5 mm PAERO BB-
|I PULPROG zg30
TD 65536
0] ~/OCH3 SOLVENT cpcL3
- | NS 16
DS 2
N | SWH 8223, 685 Hz
FIDRES 0.1254B3 Hz
AQ 3.9846387 s
OCH;, c T T
de oW 50.800 usec
DE 6.50 usec
| TE 303.1 K
( D1 1.00000000 sec
" ‘ TDO 1
| = CHANNEL f1
[ 12.5‘3 usec
J | Z2.00 dB
| 12.14226913 W
ol | 400.1524711 MHz
{ | 32768
| | 400.1500000 MHz
- ; | EM
| 0
| | 0.30 Hz
) 0
r | f C 1.00
| 1 |
| ‘ '
| | LY I | l
(41— - _ L
T T T T T T T T
7 6 5 4 3 2 1 ppm
| | [ \ | )
|c»cn-:r 0 (w0 o] el 1<) o 0| eafw
] |‘°. hard ) et et ] ] < @~
cilen|— = R St (] o e o (] mllala
| \ \
1Y B 1 y_77_020fp 13CAPT
1
1
20121221
12.46
DS 4
SWH 18115.941 Hz
FIDRES 0.276427 Hz
AQ 1.8088436 sec
RG 203
DH 27.600
E .50
E 302.2
CNST2 145.0000000
J CNST11 1.0000000
i D1 2.00000000 sec
1 D20 0.00689655 sec
TDO 1
CHANNEL f1
NUC1 13C
Pl B.00 usec
Pz 16.00 usec
PL1 -2.00 dB
PLIW 56.13311005 W
SFO1 100. 6268536 Miz
-------- CHANNEL f2 mmmm—e—e—
waltzlb
18
B80.00 usec
o _-OCHj3
N
SF
OCHj3 WOW
55B
LE
CE
pC

170 160 150 140 130 120 110 100 90 &80 70 60 50 40 30 20 ppm

9



Area Percent Report

Data Path : C: \ msdchem\ 1\ DATA
Data File : sjb_77_020fp.D

AcgOn :21 Dec 2012 11:20
Operator : sjb

Sample :sjb_77 _020fp

Misc

ALS Vial : 20 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method :C: \ msdchem\ 1\ 5973N\ PRECISION.M

Title
Signal : TIC: sjb_77_020fp.D \ data.ms
peak R.T.first max last PK peak corr. corr. % of
# min scanscanscan TY height area % max. total

OO~ WNE

8.530 682 690 708 BV 5 27940 1033448 0.10% 0.092%
12.424 1351 1371 1395 PV 2774270 64363753 6.16% 5.746%
12.680 1408 1415 1425VV 2 28357 755335 0.07% 0.067%
13.142 1463 1496 1523 PV 2 24682415 1044588528 100.00% 9
13.303 1523 1524 1533 VV 6 187569 4711073 0.45% 0.421%
13.361 1533 1534 1567 VV 8 94639 4673192 0.45% 0.417%

Sum of corrected areas: 1120125329

%0

3.256%



Abundance

Time-->

2.4e+07 A

2.2e+07 A

2e+07 4

1.8e+07

1.6e+07

T.4e+07 A

1.2e+07 4

1et+07 4

8000000 |

6000000 4

4000000 4

2000000 A

53

0

TIC:sjb_77_020fp.D\data.ms
13.142

12.424

1213.361

o

4e

_OCHj

S
OCH;

T
6.00

8
T
8.00

—r
10.00

———
12.00

—r—
14.00

$1

———
16.00

—
18.00

——
20.00

—
22.00

T
24.00



Abundance

Scan 1480 (13.050 min):sjb_77_020fp.Dldata.ms
2530

2000000

1900000 O o _OCH,
1800000 O ,\D

1700000 2 Yock;

1600000
1500000
1400000
1300000
1200000
1100000
1000000
900000
800000
700000
600000
500000
400000
105.0
300000

322.1
200000

100000 7.0 e 1180
' 367.1

51.0 2171
0 fae . “\‘ H‘ L “\ \“m ‘h i - L 2810 “ “ |
LR L L e e e By

M
[ [
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360

2



Abundance

700000

§50000

§00000

550000

500000

450000

400000

350000

300000

150000

200000

150000

100000

50000

Scan 1372 (12432 min)sjb_77_020fp.D0\data.ms

2530
LY
OCH
4e 3
1201
1550
e 1950
§9.9 ‘ 1230
3 1420 H H 2821 ;
HH““MH”“M]‘MD“1““J”wlm‘“uwh“u“Mm1“‘wM‘m‘u‘“1HN"‘M“‘H“MH“HH‘:H“‘HH]‘UHH
£0 60 BD 10D 120 LAD 160 1ED 200 110 250 300 310 340 360

63



Current Data Parameters
NAME s59b_77_116fp

EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date 20130619
Time 15.09
INSTRUM spect
PROBHED 5 mm PAEBOQ BBE-
PULPROG zg30

D 65536
SOLVENT CDC13

NS5 16

Ds 2
SWH 8223.68B5 Hz
FIDRES 0.125483 Hz
AQ 3.98458B9 sec
DW

DE

TE 301.2 K

PL1W 12.14226913 W

SFOL 400.1524711 MHz
F2 - Processing parameters
51 32768

SF 400.1500000 MHz
WOW EM
558 0

LB 0.30 Hz
Gl 0

c 1.00

|
3| [afelef

N T

Current Data Farameters

NAME sjb_77_116fp AFT
EXPNOC 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20130620
Time
INSTRUM spect
PROBHD 5 mm PABEEOD EB-
PULPROG jmod
D 65536
SOLVENT CoCl3
NS 1024
Ds 4
SWE 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 3
oW 20.800 usec
DE 6.50 usec
TE 301.2 K
CMsT2 145. 0000000
CHET11 1. 0000000
oL 2.00000000 sec
D20 0.00689655 sec
00 1
1 ——mmmm—— CHANNEL f1 =———————
HUC1 13c
Pl B.00 usec
P2 16.00 usec
PL1 -2.00 dB
PLIW 56.13311005 w
SFO1 100. 6278593 MHZ
CHANNEL £2 ————=———
waltzle
iH
80.00 usec
PL2 -2.00 de
PLi2 14.00 dB
PLIW 12.14226913 W
PL12W 0.30500001 w
sFO2 400.1515355 MHz

T T T T T T T T T T T T F2 - Processing parameters
32768

T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 ppm:l

100.6177980 MHz
EM

WDW

SSE 1]

LB 1.00 Hz
GB 1]

PC 1.40

4



- o MAME sib_74 152 £rll-19
EXPNO 1
PROCNO 1
Date 20121003
Time 9.37
INSTRUM spect
|I PROBHD 5 mm DUL 13C-1
| PULPROG zg30
pyn) E553E
| SCOLVENT CDC13
NS 16
ns 2
| SWH 8223.685 Hz
FIDRES 0.1254B3 Hz
A 3.9846387 sec
G 36
| oW E0.800 usec
DE £.50 usec
TE 1.2 K
D1 1.00000000 sec
oo 1
CHANNEL f1
| :
9.80 usec

-4.00 4B
19.24419975 W
400.1524711 MH=z

32768
400.1500000 MH=z

EM

o
0.20 Hz

a

1.00

T T T
30 25 20 15 1.0 ppm

7.0 60 55 50 45 40 35
RN | 1 | bl b | |
|| 2| [@|e||~| o @ Qo @[] (]| 0w
Q Q |@ @ “?‘ o |ﬂ!5'!".|"'."3 ‘I‘D.Q.Vi‘ |‘D.“l|
o - Ololin =] o N0 oo ™
T 17 |
\ " 1 ] e H T ¢ |
Current Data Parameters
NA sib_77_143fp APT
EXPRO 1
PROCNO 1
F2 - Acgquisition Parameters
W - ! ¥ ek .|

301.2 K

145.0000000
1.0000000

2.00000000 sec

0.00689655 sec
1

8.00 use
16.00 use

nn

CPDPRE([2
2
PCPD2 a0. usec
PL2 -2. dB
PL12 14. dB
PLIW 12.142269 W
PL12W 0.30500001 W
SF02 400.1515172 MHz

T
170

160

150

T T T T T T T T T T T T F2 - Processing parameters
32768

140 130 120 110 100 90 80 70 60 50 40 ppm:;

100.6177980 MHz

WDW EM
S5B o

LB 1.00 Hz
GB o

EC 1.40

5



BRORER
(<)

\ )
| | | Y 1l T [ NAME s9b_74_D09fp
EXPNO 1
PROCNO 1
) Date_ 20120531
Time 16.05
INSTRUM spect
PROBED 5 mm PAEEQ BE-
PULPROG zg30
™o 65536
SOLVENT CDC13
NS 16
DS 2
/ SWH 8223.685 Hz
FIDRES 0.125483 Hz
| aQ 3.9846387 sec
| RE
| DW u
‘ DE u
| TE 301.2 K
| | D1 1.00000000 sec
f TDO 1
| |
¢ f f 13
| ‘ .'l‘ 12.50 usec
| | ~2.00 4B
| [ PL1W 12.14226913 W
| SFOL 400, 1524711 MHz
| I | | f SI 32768
I f / ES 400.1500000 MHz
‘ | | 1 EM
| I 0
| [ 0.30 Hz
f | I 0
i | | 1.00
L { |
‘ f | |
| |
“ |
t L A
- | W AW L RV L.
T T T T T T T T T T T T T T
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
L) | | | J 1l |
&1 EREEIEREN -
S| | 2 2= @ |« R RS b ==
o™ o™ - ol o (=] [ 18l D] B g D R =1 (=1 [a"] {{+'] ™|~
| | BT i i | sib_74 218fp L3CAPT
1
i
20121206
12.49
INSTRUM spect
DPROEHD 5 mm PABEO BE-
PULPROG jmod
TD 3
SOLVENT
NS
18115.941 Hz
0.276427 Hz
1. 8088436 sec
usec
usec
E B
CNSTZ2 145. 0000000
CNST11 1. 0000000
D1 2.00000000 sec
D20 0.00689655 sec
TDO 1
CHANNEL £l =—m—e———
| 13c
| I E.00 usec
‘ 16.00 usec
-2.00 dB
56.13311005 W
100. 6265472 MHz
CHANNEL £2
walt
e e RRRLaas Lo a s LS s AL S L LRt n Lo ns Lats s s et
170 160 150 140 130 120 110 100 90 80 70 60 50 40 ppm

66



| NAME

i s3b_74_l53fp
EXPHNO 1
PROCKO 1
- Date_ 20121002
{ Time 16.06
J INSTRUM spect
PROBED 5 mm DUL 13C-1
| PULPROG zg30
f TD 65536
| SOLVENT copcl3
|~ NS 16
DS 2
SWH 8223, 685 Hz
FIDRES 0.125483 Hz
a0 3.5846387 sec
‘ G 22.6
oW 60.800 usec
DE 6.50 uzec
| TE 301.2 K
D1 1.00000000 sec
TDO 1
== CHANNEL f1
1
9.80 usec
- / -4.00 dB
f { 19.24419975 W
| 400.1524711 MHz
| | SI 12768
| SF 400. 1500000 MHz
WD EM
~ 558 0
{ LB 0.30 Hz
| Gl 0
o /7 c 1.00
i )
| |
| / I‘ I
| \
A JL A 'JXLHVJ
: - 4 - Y % L
T T T T T T T T T T T T T T 1
70 65 60 55 50 45 40 35 30 25 20 15 1.0 ppm
L | 1 JRPARN }J / l / L
~ mlo( (oo jof|cd] w I ENE] (o ||
S Eals e okl e el
© (=1 L ool lunic|lo (=] wlol=|i~ Ll L=1 5 Lo Tk
| |-| || II|I 1 ] .|| I|
.I. |} S [
NSTRUM spect
PROEHD 5 mm PABED EB-
PULPROG jmod
RG 20
oW 20.800 usec
DE 6.50 usec
E 30l.2 K
CN3T2 145.0000000
CNST11 1.0000000
1 2.00000000 sec
l 0.00689655 sec
T "
\ " u o, -
CHANNEL f1 ==
13C
.00 usec
16.00 usec
56.13311 W
100.6278593 MH=z
mmm—mm—— CHANNEL f2 ———e————
CPDPRG2 waltzl§
NUC2 1H
PCPD2
PL2
PL12
PLZH
PL1ZW
SFO2
sSI
SF
WOW
T T T T T T T T T T T T T T T T T T 558
170 160 150 140 130 120 110 100 90 B8O 70 60 50 40 30 20 ppf@
PC

7



Current

Data Parameters

NAME sjb_77_142fp2
EXPNO 1
PROCNO 1
FZ - Acquisition Parameters
Date_ 20130710
Time 7.42
| INSTRUM spect
PROBHD 5 mm PABED BE-
| PULPROG zg30
D 65536
SOLVENT CDC13
‘ NS 16
Ds 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
| p.tel 3.9845889 sec
G 144
DW 60.800 usec
DE 6.50 usec
. TE 01.2 K
I g D1 1.00000000 sec
| TOO 1
| ====—=== CHANNEL f1
NUC1
Pl 12.50 usec
‘ { PL1 —-2.00 dB
| a’f PL1IW 12.14226913 W
‘ | SFO1 400.1524711 MH=z
{ FZ - Processing parameters
N 1 32768
7 | ) SF 400.1500000 MHz
{ ro .r i WOW EM
| | || SSB 0
{ LJ | | LB 0.30 Hz
h GB 0
PC 1.00
 E— - ——

T T T T T T T T T T T T T T T T
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm

Il [ | ] [ § 1
'm“m' ‘o ‘vl Wr-' ‘m' ol "lgrn @) Lnj (D c»T— (10
ale gl |of = |4 |= @|@|Q|F|% qh.ﬂ!v-.|
e - ol lal lol o clelmlvlel I=lo rlm
| | | | ' | | L Vg
| VN | | | i | Y
Current Data Farameters
HAME sib 77 _142fp APT
EXPND 1
PROCND 1
F2 - Acquisition Parameters
Date_ 20130710
Time 4
INSTRUM spect
PROBHD 5 mm PAEEO EB-
PULPROG Jmod
D B65536
SOLVENT cDcli3
MES 1024
Ds 4
SWH 24038. 461 Hz
l FIDRES 0.366798 Hz
’ A - pelel 1.3631488 sec
ey r Y y ) 3 = 203
1 1 oW 20.800 usec
DE 6.50 usec
IE 301.2 K
CHNST2 145, 0000000
CHNST11 1. 0000000
D1 2.00000000 sec
D20 0.00689655 sec
D0 1
CHANNEL f1
13ic
B.00 usec
16.00 usec
-2.00 ds

56.13311005 w
100. 6278593 MmHz

CHANNEL £2
PCPD2
PL2 s
PL12 14.00 dB
PLIW 12.14226913 W
PL1ZW 0.30500001 w
SFO2 400.1515584 MHz

T T T T T T F2 — Processing parameters
32768

T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 ppn"ék{

100. 6177980 MHz

WowW EM
S5B [}

LE 1.00 Hz
GE [}

PC 1.40
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‘ r
L

BRORER
(<O

y i i NAME s3b_72_l26fp
EXPNO 1
PROCNO 1
' Date_ 20120220
| Time 12.23
| INSTRUM spect
| PROBHD 5 mm PABEO BE-
| PULPROG zg30
| D 65536
| SOLVENT cpe13
| { NS 16
| 2
| 8223.685 Hz
| 0.125483 Hz
3.9B46387 sec
| 181
£0.800 usec
6.50 usec
301.2 K
1.00000000 sec
1
{
i CHANNEL £1
12.
-2.00
12.14226913 W
400.1524711 MHz
32768
400.1500087 MHz
EM
0
0.30 Hz
0
1.00

L —
I I I I I I I I I I I I I
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm
G o 8l siala sfele  lelals
~lon 2 c§||c\id| almlal <22 rs".-'g

s3b_74_204fp 13CAPT
1

1
20121113
17.04
INSTRUM spect
PROBHD 5 mm PABRO BE-
PULPROG jmod
jue] 65536
SOLVENT CDC13
NE 1024
De 4
SWH 18750.000 Hz
FIDRES 0.286102 Hz
R 1.7476766 sec
RG 203
oW 26.667 usec
DE 6.50 usec
TE 301.2 K
CNST2 145.0000000
CNST11 1.0000000
D1 2.00000000 sec
D20 0.00689655 sec
TDO 1
CHANNEL f1
13c
8.00 usec
Al r} L T v VT 16.00 usec
| -2.00 dB
PLIW 56.13311005 W
SF01 100.6271423 MHz
CHANNEL £2
waltzle
280.00 usec
-2.00 4B
14.00 dB
12.14226913 W
0.30500001L W
400.1514624 MHz
32768
100.6177980 MHz
T T T T T T T T T T T T T T T T T T EM
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppmzze ol
1.00 Hz
GE 0
PC 1.40

69



Current Data Parameters

NAME =jb_81_102fp
EXPNO 1
PROCHO 1
F2 - Acquisition Parameters
Date_ 20140214
Time 12.39
INSTRUM spect
PROEHD 5 mm PABEOD EE-
PULPROG zg30
£5536
CDC13
16

2
B012.820 Hz
0.122266 Hz

4.08%4465 sec

£2.400 usec
6.50 usec

1.00000000 sec
1

mmmmmmee CHANNEL £l ==

SF 400.1524711 MH=z
H
12.50 usec
14200020 W
FZ - Processing parameters

5
400.1500000 MH=z
EM

0.30 Hz

1.00

T T T T T T T T T T T T T T
70 65 4.5 5 20 15  ppm

6.0 5.5 5.0 4.0 3.5 3.0 2
g & 1o Eeld e EeEREE EE e
o e~ 3 |x[|ef|= @ @lalgiael- =l &~ e
= - cllel (e o el|e|ei|a|ei|ai = |8l oille

o=

Current Data Paramoters
HAME a3k Bi_Birch 646 m mothoxy
1

1

F2 - Acquisition Parameters
20140510
14.31

apact

5 mm PABBO BE-
“m

65536

CDC13

1024

4

24038461

0.366TIE K

1.363148E sac

usec

i) usac
CNSTZ
CNSTL1

b “ -WJ— 1 sac
D20 .DDER9EEE mac
™m0 1

CHANNEL £i
SFO1 100. 6288721 MHz
HUC1 13c
Pl E.00 usac
B2 16.00 usas
PLW1 56.132083
CHANNEL £2

SFO2 400. 1516006 MHz
NuCz 1H
CEOERG[2 waltzlé
PCPDE 90.00 usas
PLW2 12.14200020 W
PLW1Z 0.243£5000 W
FZ - Processing parametecs
SI [13
S
WO
s38 ]
18
ca ]
BC 1.40

T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 &0 70 60 50 40 30 ppm
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
o
SOLVENT
N

S

T T T T T T T T T T
55 50 45 40

Lo l
o =)
S o ey
#| ‘d o

=
-

‘N

[~
@Q
=

ra_67_l43pure
1

1
20120711
11.46

spect

5 mm PAREED BE-
zg30
65536
CDC13

16

2
8223.685
0.125483
3.9846387
25.4
60.800
6.50
295.0

l.00000000

Hz
Hz
sec

CHANNEL f1

-2.00
12.14226013
400.1524711

32768
400.1500000
EM

0

0.30

0

1.00

Current Data Farameters
ME

MAME sib_77_220fp APT
E 1
1
F2 - Rcquisition Parameters
Date_ 20130924
Time 16.29
INSTRUM spect
PROBHD 5 mm PAEEQ EB-
PULPROG Jmod
D 65536
SOLVENT CDCl3
NS 1024
Ds 1
SWH 24038.461 Ez
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 203
oW 20.800 usec
DE 6.50 usec
TE -2 K
CNST2 145. 0000000
CNST11 1.0000000
D1 2.00000000 sec
D20 0.00689655 sec
D0 1
Y e . L T l T T ’ ,I— CHANNEL f1
n NUC1 13cC
rl B.00 usec
B2 16.00 usec
PL1 -2.00 dB
PLIW 56.13311005 w
SFO1 100. 627B593 MHz
CHANNEL f£2
CPDPRG[2 waltzlé
NUC2 18
PCED2 75.00 usec
PL2 -2.00 dB
PL12 13.39 ds
PLIW 12.14226913 W
PL1ZW 0.35099408 w
SFO2 400.1515013 MHz
T T T T T T T T T T T T T T T ™2 - Processing parameters
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 ppm:: S
SF 100. 6177980 MHz
WowW EM
SSB 0
LE 1.00 Hz
GB 0
PC 1.40
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J

:;S:Eﬁﬁigla
(<O

T T T T T T T T T T T T T T
55 50 3.5 25

70 65 6.0 45 4.0 3.0 20 15 1.0 05
l'r---J lo”m‘l-:r‘l‘mrd':[-;" I't::'l II\‘ 'I-:r z::w:nr 7:::)]3, I Wm‘&o‘
5 = e R e e O
BEREAVARRY Voo NN
e et i are e e #mw
I T I T I T I T I T I T I T I T I T I
180 160 140 120 100 80 60 40 20 ppm

Sr2

NAME sib_72_127fp
EXPNO 1
PROCNO 1
Date 20120220
Time 1e.03
INSTRUM spect
PROBHED 5 mm PABEO BE-
PULPROG zg30

D 65536
SOLVENT CDC13

NS 16

Ds 2

SWH 8223.685 Hz
FIDRES 0.1254B3 H=z
AQ 3.0846387 sec
RG 144

oW 60.800 usec
DE 6.50 usec
TE 301.2 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl1 =

NOC1

Pl 12.50 usec
PL1 -2.00 dB
PL1W 12.14226913 W
SFO1 400.1524711 MHz
ST 32768

SF 400.1500066 MHz
WDOW EM

55B o

LB 0.30 Hz
Gl 0

c 1.00

T
ppm
Current Data Parameters

HAME sjb_74_174fp 13CAPT
EXPNOD 1
PROCNO 1

F2 - Roquisition
Date_ 2

Time

INSTRUM

PROBHD 5 mm DUL 1

PULPROG

T

SOLVENT

NS

Ds

SWH 20161.201

FIDRES 0.307637

AQ 1.6252928 sec

RG 203

oW 24.800 w

DE 6.50 w

TE 301.2 K

CNST2 145. 0000000

CNST11 1.0000000

D1 2.00000000 sec

D20 0.00689655 sec

D0 1
CHANNEL f1

NUC1 13c

Pl 9.00

P2 1B.00

PL1 0 dB

PLIW 35.41759872 W

SFO1 100. 6268310 MHz

CPDERG([2
NUC2

PCFD2
PL2
FL12Z
PLIW
PL1IW
SFO2

400.

F2 - Processing
51 32768
100. 6177980

EM

parameters

1.00
1.40



Analysis of stereoselectivity irthe Birch reduction-allylation of 4d

1. Enantioselecti reaction (LC trace of Udetector reading)

Data File C:%CHEM3Z\1\DATA\SJE 81 (EB&CM.D
Samples Name: sjb _E1_036cm

Acg. Operator SYSTEM
Acg. Instrument : HPLC Location @ Vial 1

Injection Date =@ 171772014 12:22:33 EFM
Inj Velume : Manually
Method : C:WCHEM3IZW\I\METHODSWHILICL.M
Last changed : 1/17/72014 12:20:27 PM by SYSTEM
[modified after loading)
Sample Info : 3jb_81_036 crude in 35:15 Hexanes:IPA run in 85:15 Hexanes:IPA at 0.250 mL
fmin for 25 min.

VWO A, Wavelengl=254 nm (5J8_81_0860MO)

542

¥
—

2

=

BoA
'R FETE FETE PR FETH FRT
3288

3508

4 454

5.081

p—

\x%__

|~

13,881

L=}
o]
E
E,'"
g

Signal Z: VWDl A, Wavelength=2Z54 nm

Peak RetTime Type Width

1 3.2598 BV 0.219 203.46292 14.49135 1.1&77
2 3.6598 VWV 0.4577 243.5948%5 7.32784 1.3580
3 4.484 VV 0.3B2% 97.8185¢6 T.17767 1.1359
4 5.081 VB 0.4071 224.77737 7.54808 1.25800
5 6.542 BV 0.35841 3654.93%%4 128.00078 20.9763
g 6.715 VB 0.24%8 1885.33065% 109.0245%2 10.8202
7 9.750 BB 0.%44% 9656.285%06 152.51478 55.41%1
B 13.981 BB 2294 1357.81055 14,8370 T.7927

Totals : 1.74241e 441.84302
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2. NontenantioselectivéLC trace of UVdetector reading)

Data File C:Z\CHEM3Z\1\DATA\S5JB_B1_ 087CM.D
53jb 81 087cm

Sample Name:

Location : Vial 1

Instrument
njection Date
Inj Volums : Manually

Method : C:NCHEM3ZNINMETHODSWHILIC1.M
Last changed L/17/2014 12:20:27 PM by SYSTEM

12
[modified after lcoading)
Sample Info : 8)b_81_087cm in B8

for 25 min.

5:15 Hexanes:IPA run in 85:15 Hexanes:IPA at 0.250 mL/min

VWD A, Wavelength=254 nm (SJB_81_087CM.D)
mAl 1 & =
1 F &
p o
1 | I|'|I
250 Il | —OCHs
] | E | | R
J & I
J o I
i f I
200 i | H
] | I |
] Al [
] 7 [ c
150 ] | | @
] ' | =
: | | | | Il"\ll
1 [l | | [
100 | [ | | [
: | | | | || |I II|
] | | | II \
| | || | |
i xl | f \ | \
50 = | |
| @ | |
: & 7 G/ [\ G
] o T\fi’-\hj N R
) fﬁv_-_ B T T ——= _AHI/HH
0 N S N — e
——— 7T T T — T — T T
[i] 25 5 T8 10 125 158 17.8 20 ol i] i

Sr4



Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak BetTime Typs Width Erea Height Lre
# [min [min] [mAO*s] [mid] %

1 3.317 BV 0.202e 1el.7132& 12.68c614 0.3488
2 3.673 VV 0.2997 329.345%73 l6.61233 0.7104
3 3.927 VB 0.2226 1891.60Ze5 12.581174 0.4133
4 4,702 BV 0.2670 377.67203 22.03365 0.8146
3 2.152 WV 0.3515 €101.32%5% Ze6.04456 13.15959
g 6.589 VV 0.4678 7244.4418% 203.48740 15.6255
7 6.785 VB 0.3230 4046.57104 176.38352 3.7T280
B .523 BV 0.28

114.57014 £.459811 0.247
1.70311e4 Z52.78012 36.73

E
5 4
& 9709.705%96 119.50664 20.94
g

10 1 40 BB 1.z24
11 20.55%7 BB l.244

R T R ]
i
-
(=)
'l
[E s I

Totals : 4.63631led 1102.50440

Peak explanation:

retention time (min.) Compound

51 1Senantiomer

6.5-6.7 1R enantiomer

9.8 gammaalkylation product of
Birch reduction

14 unreacted aromatic starting
material

20.6 regioisomeof unreacted
aromatic starting material

Analysis:Enantioselective reacti@hows a smathmount of the 18nantiomer1.29%. herefore the
enantioselectivity mst be approximately 24:1 (31.8/1.29).
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i il | ¥ Wi i g NAME bn_77_021fp
EXTHNO 1
PROCNO 1
- Date_ 20130103
{ Time 12.28
| INSTRUM spect
| PROBHD 5 mm PAEBO EB-
| PULPROG zg30
| D 65536
| SOLVENT COCL3
| NS 16
| 7 DS 2
| | SWH 8223. 685 Hz
| | FIDRES 0.125483 Hz
{ AQ 3.984E6387 sec
| | RG 18
oW 60. 800 usec
| DE 6.50 usec
TE 301.9 K
D1 1.00000000 sec
TDO 1
- I s CHANNEL £1
l 1
12.1422
400.1524711 MHz
- 32768
| : 400.1500000 MHz
| | | EM
| 0
| | | 0.30 Hz
| 0
| 1.00
{ ~ { / |
| | |
| J A
t M WA
J
— T T T T T T T T e
70 65 60 55 50 45 40 35 30 25 20 15 10 05 ppm
] o L n l=w r=[[=[o] e o | Jr=
o e =] =] @ @ e[ | |ol@|— ~| 2| |@
-—'m| .-'( o |o' c;m|so'{ 16 |.—'-—:<51 m| -'| =1
| | | | \} | s NAME 77
EXPNO
PROCNO
Date_
Time
INSTRUM
PROEHD
PULPROG
TD
SOLVENT
NS
Ds 4
SHE 803 Hz
FIDRES 503 Hz
AQ 084 sec
RG 203
oW 29.400 usec
E 6.50 usec
E 301.1 K
CNST2 145.0000000
| I CNST11 1.0000000
. " . " | I— . ' N D1 2.00000000 sec
D20 0.00689655 sec
TDO 1
NUC
Pl
Dz
PL1
PLIH
SFO1
CHANNEL f£2
CPDPRG2 waltzlf
NUC2 18
PCPD2Z 80.00 usec
PL2 -2.00 dB
PL12 14.00 dB
PLIH 12.14226913 W
PL1ZH 0.30500001 W
400.15146
32768
100.6177980 MHz
T T T T T T T T T T T T T T T T EM
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 . ng .
U z
0
1.40
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,_T7_120£p2
1
1
20130625
9.02
INSTRUM spect
PROBHD 5 mm PABEO BE-
PULPROG 230
D £5536
SOLVENT cocL
S 1
DS 2
SWH 8223.685 Hz
( | FIDRES 0.125483 Hz
[ nQ 3.9846387 sec
| | RG 50.8
| oW 60.800 usec
DE 6.50 usec
| E 301.2 K
D1 1.00000000 sec
| TDO 1
| ( | Irl CHANNEL £1
r | HUC1 18
| Pl 12.50 usec
PL1 -2.00 a8
PLIW 12.14226913 W
SFOL 400.1524711 MHz
51 12768
F 400.1500000 MHz
WOW EM
{ . S5B o
| I LB 0.30 Hz
| | GB ]
| BC 1.00
T T T T T T T T
7 6 5 4 3 2 1 0 ppm

| |
n)ey =11
== ==
—-led o3|~

) N | L L
gy BBl e
il =l= | sl lei sl |slaldilesl=lale

Current Data Parameters

NAME sjb_77_120fp APT
EXPNO 1
PROCNO 1
ion Parameters
20130626
=pect
5 mm PABEQ EB-
dmod
iyl 65536
SOLVERT CDC13
N5 1024
Ds 4
SWH 24038.461 Hz
0.366798 Hz
1.3631488 sec
203
20. 800 usec
6.50 usec
301.2 K
145.0000000
1.0000000
r ” 1 2.00000000 sec
l 1 0.0068%655 sec
] 1
CHANKEL f1
NUC1 13C
Pl 8.00 usec
P2 16.00 usec
PL1 -2.00 dB
PL1W 56.13311005 W
SFO1 100. 6278593 MHz
—————— CHANKEL 2 ———————
CPDPRG[2 waltzl
NUCz2
PCPD2 80.
PL2 -2.
PL12 14.00 4B
PL2W 12.14226913 W
PL12W 0.30500001 W
SF02 400.1515663 MHz

T l T T l T F2 - Processing parameters
32768

T T T T T
200 180 160 140 120 100 80 60 40 20 0 ppm:;

100.€177980 MHz
EM

WOW

SSB o

LE 1.00 Hz
GE o

EC 1.40

Sr7



Y NAME 2
EXPRO
PROCHNO
Date
ime
INSTRUM
PROEHD
PULPROG
D
SOLVENT
NS
8223.685 Hz
0.125483 Hz
AQ 3.9846387 sec
RG 101
D 60.800 usec
E 6.50 usec
E 301.2 K
Dl 1.00000000 sec
TDO 1
|
|

T T T T T T T T T T T T T T T T
75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 ppm

L) ] Il W) |
@ L'N" }o[ I‘-.‘ jw( lm‘ 'c‘lq‘ ok ||of [‘-‘ﬂjh‘ o -—|
~ ] s |= =] @ T|a||e|a|a |O|=|a -
=} ol - |c§ od |d |Nc§mc|d ol —|ed |ci-—'
| | | i L | V) |
i v Fr o
Current Da ameters
NAME y 77_143fp APT
PNC 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20130711
Time
INSTRIM spect
PROBHD s
Hz
Hz
sec
" o i 1 20.800
6.50
301.2
CNST2 145, 0000000
CNST11 1. 000000
D1 2.00000 sec
D20 0.00689655 sec
D0 1
m—————— NNEL fl =me—m———
NUC1 13c
B
16
-2
56.13311005
100. 6278593
usec
de
dB
12.14226913 W
0.30500001 w
400.1515172 MHz
T T T T T T T T T T T T T T T F2 - Processing parameters
170 160 150 140 130 120 110 100 90 80 70 60 50 40  ppms: L
SF 100. 6177980 MHz
WDW EM
SSB o
LB 1.00 Hz
GB o
PC 1.40

S8



BRUKER

NAME sib_74_013fp
EXPNO 1
PROCNO 1
Date 20120604
Time 11.45
INSTRUM spect
PROBHD 5 mm PREEQ BE-
PULPROG zg30
D E5536
SOLVENT CDC13
NS 16

2

8223.685 Hz
0.125483 Hz
3.9846387 sec

18
£0.800 usec
£.50 usec
301.1 K
zec

1.00000000
1

CHRANNEL f1 =
14
12.50 usec
-2.00 dB
12.14226913 W
400.1524711 MH=z
e I 32766
| | | 400.1500000 MHz
EM
0
| 0.30 H=z
0
1.00
. _A_ J »L
T T T T T T T T T T T
75 70 65 60 55 50 45 35 30 25 20 15 1.0 05 ppm
[ (O O | ] | |
512 8l & B B REEREE [g):
o™ o™ o olole - o

INSTRUM
PROBHD 5
PULFPROG

145.0000000
1.0000000

sac

S79

o - - b .3.33 usec
! | T |} M =
56.13311005 W
100. 6282321 MHz
T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20




- BRORER
| (<0

i NAME =3b_74_157fp
EXPNO 1
PROCNO 1
Date_ 20121004
Time 15.05
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
D 65536
SOLVENT CDC13
NS 16
Ds 2
SWH B223.685 Hz
FIDRES 0.125483 Hz
RO 3.9846387 szec
RG 25.4
oW 60.800 usec
DE 6.50 usec
TE 301.2 K
D1 1.00000000 sec
TDO 1

CHANNEL f1

9.80 usec
—-4.00 dB
19.24419975 W
400.1524711 MHz

3276
400.1500000 MHz
EM

0
0.30 Hz
0

1.00

2.07

1 J

]
o offw
a o=
= olle

3.5

NT-HV rw
ol |9
ol = od

ppm

|
o|e |
== ™
e o

Current Data Parameters

sjb_77_121fp APT
1
1
F2 - Acquisition Parameters
Date_ 20130627
Time
NSTRUM spect
PROBHD 5 mm PAEEO EB-
PULPROG jmod
65536
SOLVENT cocl3
NS 968
Ds 4
SWE 24038, 461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RE 203
oW 20.800 usec
DE 6.50 usec
TE 301.2 K
CNST2 145. 0000000
_— CNST11 1. 0000000
v Dl 2.00000000 sec
D20 0.00689655 sec
00 1
CHANNEL f1 -
13c
B.00 usec
16.00 usec
-2.00 dB
5&.13311005 W
100. 62785593 MHz
m—mmmmmm CHANNEL £7 mmm=———
CPDFPRG[2 waltzlé
NUCZ 18
PCPD2 £0.00 usec
PL2 -2.00 dB
PL12 14.00 dB
PLIW 12.14226913 w
PL1IW 0.30500001 w
SFOZ 400.1514899 MHz
T T T T T T T l l T T F2 - Processing parameters
200 180 160 140 120 100 80 60 40 20 0 z 32768
100. 6177980 MHz
EM
v/
1.00 Hz
0
1.40
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Hz
0.125483 Hz
3.9846387 sec
50.8

60.800 usec
6.50 usec
301.2 K
1.00000000 sec
1

T
25 20

4.0 3.5 3.0
efefslsly| e e

EM

0
0.30 Hz

0

1.00

Current Data Parameters

NAME
EXFPNO
PROCNO

sib_77_144fp APT
1

1

F2 - Rcquisition Parameters

Date_ 20130715
Time B.48
NSTRUM spect
PROBHD 5 mm PAEEO EB-
PULPROG Jmod
D 65536
SOLVENT coCls
1024
1
Hz
. Hz
1.3631488 sec
203
L 20.800
» T " 6.50
.1 301.2
1 CNST2 145. 0000000
CNST11 1. 0000000
Dl 2.00000000 sec
D20 0.00689655 sec
o0 1
CHANNEL f1
NUC1 13c
Pl B.0O
P2 16.00
PL1 -2.00
PL1W 56.13311005 ¥
SFO1 100. 6278593
CHANNEL £2
CPDPRG[2 waltzlé
NUC2 18
PCPD2 80.00 usec
PL2 -2.00 dB
PL12 14.00 dB
PLIW 12.14226913 W
PL12W 0.30500001 w
SFO2 400.1514776 MHz
T T T T T T T T T T T F2 - Processing parameters
200 180 160 140 120 100 80 60 40 20 0  ppms: 32768
SF 100. 6177980 MHzZ
WOoW EM
S5B 0
LB 1.00 Hz
GB 0
PC 1.40
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\ NAME 74_205fp take 2
EXPNO 1
PROCHNO 1
/ Date_ 20130801
| Time 10.40
| INSTRUM spect
| PROEHD 5 mm PABEO BE-
| PULPROG
TD
SOLVENT
NS
DS 2
sWE 8223, 685 Hz
f FIDRES 0.125483 Hz
f D 3.0846387 sec
‘ | RG 50.8
oW £0.800 usec
4 | DE 6.50 usec
E 301.2 K
DL 1.00000000 sec
DO 1
CHANNEL £
NUC1 13
Pl 12.50 usec
r PL1 -2.00 dB
PLIH 12.14226913 W
| 5FO1 400.1524711 MHz
! sI 32768
SF 400.1500000 MHz
WOW EM
55B o
LB .30 Hz
, [=:4 o
f g / oC .00
|' ' !
|
. ’LJ [ S
T T T T T T T T T T T T T T T T
75 7.0 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm
/ \ 1Y | r (v r W W | W |
hal b o (=] w0 (s} [++] (=] W= ]|N]|N [0 E~]
—-S =] =1 =] =] o |=| o|o|o|a|~ @ [
|:\.'|o-i‘ -'[ [=] N| o |c:‘ < -'-'-'Ncr‘ Wm -'|

INSTRUM

1
20121114
16.58
spect

PROEHD 5 mm PABED EBE-

PULFROG

Jmod
& 3

sjb_74_205fp 13CAPT
1

T T T T T T
200 180 160 140 120 100 80 60

82

40

D20 0.006B9655 sec
TDO 1
CHANNEL f1
13C
B.00 usec
16.00 usec
¥ -2.00 dB
56.13311005 W
100.6288927 MHz
CHANNEL £2
waltzlé
80.00 usec
-2.00 dB
14.00 dB
12.14226913 W
0.30500001 W
400.1514317 MH=z
32768
100. 6177980 MHz
T EM
o
1.00 Hz
o
1.40




087fp take 2
1

1
20130801
10.33

spect

mm PABEC EE-

zg30
£65536
coe13
16

2
B8223.685 Hz
0.125483 Hz
3.9846387 sec

144
€0.800 usec
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NAME ra_67_l56column
EXPNO 1
PROCNO 1
Date_ 20120727
Time 14.50
INSTRUM spect
PROBED 5 mm PABEQ BE-
PULPROG zg30
™o £5536
SOLVENT cDC13
ns 16

2
8223.685 Hz
0.125483 Hz
3.9846387 sec

£

1
60.800 usec
6.50 usec
205.2 K
sec

1.00000000
1

CHANNEL fl1 =

1H
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—-2.00 dB
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Current Data Parameters
NA sib_77_223fpAPT

EXPNO 1
PROCNO 1
F2 - Acguisition Parameters
Date_ 20130923
i 16.11
spect
5 mm PABEQ EB-
PULPROG jmed
D 65536
SOLVENT CDC13
NS 1024
DS 4
SWH 24038.461 Hz

0.366798 Hz
1.3631488 sec
203
20.800 usec
6.50 usec
2098.2 K
145.0000000
1.0000000
2.00000000 sec
0.00689655 =sec
1

L L
L 1 ——— CHANNEL fl =——=——m———
' 13C

Pl B.00 usec
P2 16.00 usec

PL1 —-2.00 dB

PL1W 56.13311005 W

EFO1 100. 6278593 MHz
CHANNEL f2 -

waltz

1H
75.00 usec

-2.00 dB
13.35 dB

2.14226913 W

PL12ZW 0.35099408 W
SFO2 400. 1515369 MHz

T T I I T T I T T T T T T F2 - Processing parameters

T
160 150 140 130 120 110 100 90 80 70 60 50 40 ppmZ; 22768

100. 6177980 MHz
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WDW

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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sib_77_023fp 13CAPT
1
1
20130104
16.42
INSTRUM
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1
22058.824 Hz
0.336591 Hz
1.4855326 sec
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E I0l.2 K
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