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Area Percent Report

Data Path C:\msdchem\1\DATA\

Data File sjb 77 106 fr6-10.D

Acg On 11 Jun 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.

min scan scan scan TY height area % max.

1 7.462 495 503 539 BV 3 88847 5339264 0.53%
2 8.516 679 688 720 BV 3 78689 3977198 0.40%
3 11.592 1205 1225 1232 PV 7 20748 714829 0.07%
4 11.765 1241 1255 1306 PV 2 38376200 1003659892 100.00%
5 12.060 1306 1307 1314 vv 4 119329 2690695 0.27%
6 12.107 1314 1315 1321 VV 6 81401 1599566 0.16%
7 12.145 1321 1322 1337 VvV 9 51004 1503320 0.15%

Sum of corrected areas: 1019484764
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Abundance
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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
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DW 60.800 usec
DE 6.50 usec
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FZ - Processing parameters
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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.
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Area Percent Report

Data Path : C:\msdchem\1\DATA\
Data File : sjb 77 140fp.D

Acg On : 9 Jul 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 scan scan scan TY height area % max. total
1 7.369 479 487 520 BV 1310017 25296056 4.59% 4.282%
2 7.889 572 578 614 PV 448612 11314701 2.05% 1.916%
3 13.511 1536 1561 1634 PV 14301284 551191459 100.00% 93.314
4 13.937 1634 1635 1642 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
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Abundance

TIC:sjb_77_140fp.D\data.ms
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Abundance
Scan 1557 (13490 min):sjb_77_140fp.Dldata.ms
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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
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Gl 0
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Current Data Parameters
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" .
T 1 “ Y 1
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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;; [ —
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SSB o
LE 1.00 Hz
GB o
PC 1.40
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Area Percent Report

Data Path : C:\msdchem\1\DATA\
Data File : sjb 77 190fp.D

Acg On : 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\data.ms
peak R.T. first max last PK peak corr. corr. % of
# min scan scan scan TY height area % max. total

1 7.370 481 487 517 BV 1069928 19231620 7.04% 6.523%
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
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Abundance

Time->
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Abundance

Scan 1635 (13937 min)osjb_ 77 _190fp.DVdata.ms
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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:
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S5B o

LB 1.00 Hz
GB o

FC 1.40
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Area Percent Report

Data Path C:\msdchem\1\DATA\

Data File sjb 81 015fp2.D

Acg On 11 Oct 2013 15:54

Operator sjb

Sample sjb 81 015fp2

Misc

ALS Vial 90 Sample Multiplier: 1
Integration Parameters: atuneWPMMarlid.e
Integrator: ChemStation

Method C:\msdchem\1\METHODS\ckr3.m

Title

Signal TIC: sjb 81 015fp2.D\data.ms
peak R.T. first max last PK peak corr

# min scan scan scan TY height area
1 15.643 1895 1933 1951 BV 864446 36310266

ckr3.m Wed Mar 19

Sum of corrected areas:

11:39:48 2014

515
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Abundance

TIC:sjb_81 015fp2.01data.ms
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Abundance
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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
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Area Percent Report

Data Path : C:\msdchem\1\DATA\
Data File : sjb 77 139fp.D

Acg On : 8 Jul 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\data.ms
peak R.T. first max last PK peak corr. corr. % of
# min scan scan scan TY height area % max. total
1 7.929 561 585 599 BV 28577 573288 0.06% 0.056%
2 8.475 675 680 704 BV 3 44818 1476917 0.15% 0.144%
3 11.749 1236 1253 1264 PV 4 20623 556794 0.06% 0.054%
4 12.282 1323 1346 1410 PV 2 33061394 1005291419 100.00% 98.150%
5 12.662 1410 1412 1429 vv 8 191146 9977408 0.99% 0.974%
6 12.770 1429 1431 1452 vB 8 109101 6364368 0.63% 0.621%

Sum of corrected areas: 1024240193
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Abundance

TIC:sjh_77_139fp.D\data.ms

12.282
3.2e+07

3e+07 o} §/OCH3
2.66+07 22 OO
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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
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Area Percent Report

Data Path : C:\msdchem\1\DATA\
Data File : sjb 74 196fp.D

Acg On : 6 Nov 2012 17:26
Operator : sjb

Sample : sjb 74 19%¢6fp

Misc :

ALS Vial : 5 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method : C:\msdchem\1\METHODS\JMB2 .m
Title
Signal : TIC: sjb 74 196fp.D\data.ms
peak R.T. first max last PK peak corr. corr. % of
# min scan scan scan TY height area % max. total

1 7.958 585 590 614 BV 93249 2391488 0.67% 0.638%
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
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Abundance

m/z-->
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Scan 1857 (15.207 min): sjp_74_196fp.D\data.ms
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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

Acg On : 12 Jun 2012 15:29
Operator : sjb

Sample : sjb 74 028fp

Misc :

ALS Vial : 35 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method : C:\msdchem\1\METHODS\JMB2 .m
Title
Signal : TIC: sjb 74 028fp.D\data.ms
peak R.T. first max last PK peak corr. corr. % of
# min scan scan scan TY height area % max. total
1 7.428 492 498 537 BV 394397 9499465 0.92% 0.856%
2 7.947 582 588 604 RV 244367 4966452 0.48% 0.447%
3 8.506 678 ©686 715 PV 133193 4366147 0.42% 0.393%
4 13.998 1627 1646 1657 PV 2 34621 1132361 0.11% 0.102%
5 14.301 1680 1699 1726 PV 1718437 52484842 5.09% 4.727%
6 19.994 2598 2694 2749 PV 8203405 1030243382 100.00% 92.793
7 20.316 2749 2750 2779 VV 6 124068 7195565 0.70% 0.648%
8 20.491 2779 2781 2788 VV 8 22518 375776 0.04% 0.034%

Sum of corrected areas: 1110263990

JMB2.m Wed Oct 17 15:12:44 2012
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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 \
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EXPNO 1
PROCNO 1
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Date_ 20130925
10.42
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jmed
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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

Acg On : 16 Jul 2012 10:21

Operator : sm

Sample : ra_67_145a

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

Integration Parameters: autointl.e
Integrator: ChemStation

Method : C:\msdchem\1\METHODS\JMB2.m
Title
Signal : TIC: ra 67_l45a.D\data.ms
peak R.T. first max last PK peak corr. corr. % of
# min scan scan scan TY height area % max. total
1 7.436 493 499 531 BB 68422 1923647 0.52% 0.483%
2 7.951 583 589 625 BB 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 100.00% 92.923%
5 21.251 2910 2913 2916 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

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

Scan 1800 (14.881 min): ra_67_145a.D\data.ms
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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
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0

0.30 Hz
o
1.00
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T T
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T
6.0

T T T T
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T T
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T T
6.5 5.5 3.0 25 .0 05 pm
‘ )L /I . L |
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[=] 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
Acg On 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 scan scan scan TY height area % max total
1 7.377 483 489 520 BB 282995 8369318 3.14% 2.755
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
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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

Acg 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
# min scan scan scan TY height

1 12.894 1430 1453 1474 PV 1521351 34
2 16.835 2080 2142 2189 BV 2 6749209 56l

S39

corr. corr.

[o)

area s max.

495405 6.14%
756588 100.00%



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
450000 251.0

400000 O
o) \/OCH3

350000 |

N
300000 O OCQ

3e
250000

200000
150000

100000

178.0 320.1

50000

365.1
0 \\\\‘\\”\\‘\\H\\‘\\\I\“\i\\“\\‘\‘\‘\\\\‘\\\\‘\‘1\\“\\\‘}‘\\‘\‘\\\\‘\\\\‘\\\\‘\\\“\‘\\\\‘\‘\\\

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

701 114.8 15\21”\ \“\ Wy 2019 280.9

542



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

Acg On : 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\METHODS\JMB2 .m
Title
Signal : TIC: sjb 74 199fp.D\data.ms
peak R.T. first max last PK peak corr. corr. % of
# min scan scan scan TY height area % max. total

1 10.007 946 948 956 VvV 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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H;CO

INSTRUM
PROEHD 5
PULPROG

TD

SOLVENT

NS

Hz
sec

usec
usec

sac

T T T T T
65 60 55 50 45

T
7.5

T
7.0

kil

=}

]EJ

4.0

LI-l"|‘,|l"--
G
@l

3.5

=
o

3.0

|
m‘8\5|

25 20 15 1.0 0.5 ppm
5Jelslele
all~=loilcla

HAME
EXPNO
PROCNO

Current Data Parameters

sib_77_154fp APT
1
1

F2 - Acguisition Parameters
20130725

NSTRUM
PROBED
PULPROG
By
SOLVENT
NS

DS
SWH

H;CO

OCH
4b 3

B.56
spect
5 mm PAEEQ EB-

4
24038, 461
0.366798

Wi
MM
n

usec
. usec
301.2 K
145.0000000
l.0000000
2.00000000
0.00689655

sec
sec

CHANKEL f1

SFO1

T
170 160 150 140 130 120

110

100

90

80

T T
70 60 50 40 30 ppm:

547

CHANNEL f2

14
12.14226913 W
0.30500001 W
400.1515703 MHz

- Processing parameters
32768

100.£177980 MH=z
EM

1.00 Hz

1.40



Area Percent Report

corr corr.

area % max
12778818 0.54%
8620398 0.37%
2996109 0.13%
88351274 3.77%
1023498 0.04%
1888313 0.08%

2345930512 100.00%

Data Path C:\msdchem\1\DATA\

Data File sjb 74 029fp.D
Acg On 15 Jun 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\METHODS\JMB2 .m
Title

Signal TIC: sjb 74 029fp.D\data.ms

peak R.T. first max last PK peak

# min scan scan scan TY height

1 7.427 491 497 525 BV 840988
2 7.944 582 588 603 BV 558514
3 8.504 680 686 707 PV 130178
4 13.731 1566 1599 1622 PV 2596360
5 13.881 1622 1625 1634 VV 5 37747
6 14.105 1652 1664 1683 VV 4 67239
7 14.782 1719 1783 1849 PV 2 31773351

Sum of corrected areas:

JMB2.m Mon Nov 12

09:52:24 2012

548

2461588922
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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-->
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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
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Abundantce

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

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

Data Path : C:\msdchem\1\DATA\
Data File : sjb 77 217fp.D

Acg On : 17 Sep 2013 11:20
Operator : sjb

Sample : sjb 77 217fp

Misc :

ALS Vial : 95 Sample Multiplier: 1

Integration Parameters: atuneWPMMarlid.e
Integrator: ChemStation

Method : C:\msdchem\1\METHODS\ckr3.m
Title
Signal : TIC: sjb 77 217fp.D\data.m

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

1 13.988 1631 1644 1656 VV 419295
2 14.755 1750 1778 1815 PV 2274434
3 14.972 1815 1816 1826 VV 6 13174

Sum of corrected

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

Abundance

5]
corr. corr. $ of
area % max. total
10837930 11.40% 10.200%
95093596 100.00% 89.494%
325675 0.34% 0.306%
areas: 106257201

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

0 b

L LA S B s A B B B R
6.00 8.00 10.00 12.00 14.00 16.00

Time-->
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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

S54



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
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= =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
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Area Percent Report

Data Path : C:\msdchem\1\DATA\
Data File : sjb 77 171fp.D

Acg 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 scan scan scan TY height area % max. total
1 7.369 481 487 521 BV 1282670 30810488 2.37% 2.176%
2 7.910 575 582 600 BV 67415 1896048 0.15% 0.134%
3 15.589 1897 1924 1947 PV 1927063 82443691 6.35% 5.824%
4 15.730 1947 1949 1953 VvV 5 27904 466958 0.04% 0.033%
5 16.860 2078 2146 2256 PV 15294204 1299084977 100.00% 91.764%
6 17.501 2256 2258 2260 VvV 3 27053 299743 0.02% 0.021%
7 17.520 2260 2261 2272 VvV 7 26207 589949 0.05% 0.042%
8 17.593 2272 2274 2278 VV 5 10384 82492 0.01% 0.006%

Sum of corrected areas: 1415674346

Abundance
TIC: sjp_77_171fp.D\data.ms
16.860
1.4e+07 H,CO O
H;CO 0o  —OCH;
1.2e+07 H
SR
le+07 OCHjs
4d
8000000
6000000
4000000
15.589
2000000 7.369
|
7.910 15.73017.593
L i e e e L s o e e e B o e o B IR A e o e e
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-->

S57



Abundan

mlz-->
Abundan

mi/z-->

c

000

S58

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
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Area Percent Report

Data Path : C:\msdchem\1\DATA\
Data File : sjb 77 020fp.D

Acg On : 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 scan scan scan TY height area % max. total
1 8.530 682 690 708 BV 5 27940 1033448 0.10% 0.092%
2 12.424 1351 1371 1395 PV 2774270 64363753 6.16% 5.746%
3 12.680 1408 1415 1425 VvV 2 28357 755335 0.07% 0.067%
4 13.142 1463 1496 1523 PV 2 24682415 1044588528 100.00% 93.256%
5 13.303 1523 1524 1533 VV 6 187569 4711073 0.45% 0.421%
6 13.361 1533 1534 1567 VV 8 94639 4673192 0.45% 0.417%

Sum of corrected areas: 1120125329
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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

S61
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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
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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
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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
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- 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
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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

S66



| 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
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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
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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

S72

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 in the Birch reduction-allylation of 4d

1. Enantioselective reaction (LC trace of UV detector 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

S73




2. Non-enantioselective (LC trace of UV detector 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
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Multiplier
Dilution

Multiplier &

VWDl &,

Signal 1:

Peak BetTime Type

[min

1 3.317 BV
2 3.673 VV
3 3.927 VB
4 4,702 BV
3 2.152 VWV
g 6.589 VV
7 6.785 VB
B 3 BV

[

10

11 20.597

BE
BB

P T R =]
i

Totals

Peak explanation:

Dilution

0.2997
0.222¢6
0.2670
0.3515

0.5084
1.243%
1.244%

Area Percent

Signal

Factor with ISTDs

Erea Height Lreas
mil*s mal] %
161.7132¢ 12.68614 0.3488
329.34579 16.81233 0.7104
151.60265 12.581174 0.4133
377.67203 22.03365 0.81l4a
6101.325%59 Z26B8.0445¢ 13.15599
7244 ,441589 203.48740 15.8255
4048.57104 176.38832 3.7280

114.57014 £.459811 0.2
1.70311e4 Z52.78012 36.7
9708.70%%& 115.50664 20.9
1055.00098 11.95725 2.2

471
3472
AS o
428
753

retention time (min.)

Compound

5.1

1S enantiomer

6.5-6.7

1R enantiomer

9.8

gamma-alkylation product of
Birch reduction

14

unreacted aromatic starting
material

20.6

regioisomer of unreacted
aromatic starting material

Analysis: Enantioselective reaction shows a small amount of the 1S enantiomer, 1.29%. Therefore the

enantioselectivity must 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
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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
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U )

|-

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

60.800 u
6.50 u
301.1 K
1.00000000 =
1

CHANNEL fl =

1H
12.50 usec
-2.00 4B
12.14226913 W

400.1524711 MH=z
32768
400.1500000 MH=z

EM

o
0.30 H=z
1]

1.00

7.5

7.0

P~
=]
(3]

||
@
<

6.5

il

T T
6.0 55 50

S I I I |
o @ =1
Q ] Q

o

L]
~
s

T
35

(4

!

o

3.0

—_
=
—

|

‘ ]

Q| |=
PH

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

582

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
6.50 usec
301.2 K
1.00000000 sec
1

N I| |
DN ML

7

g )

@
@

ol

6
L)
[ s

T
5
|

i |
@
-

L) {J Jr
= [ouf=(wo
@ Q.FQ"Z
ol |omlals

L |

-..
© (0 1] 1| @) o oo
oo || o] | —|=
e loleileils el

2

T
0 ppm

1 RUM
PROBHD
PULPROG

200

180

160

140

120

100

80

S83

usec
dB

MHz

32768

400.1500000 MHz

EM

0
0.30 Hz

0

1.00

CAPT
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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
12.50 usec
—-2.00 dB
12.14226013 W
400.1524711 MHz
32768
400.1500000 MHz
EM
0
0.30 Hz
0

1.00

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

U Voo I ) Uy ||
P~ (=] o Il = P~ L] bl B=J = =) bl 52 Bl B w0 [
< = x ~ = o @@l g| @0 ed St |CE"‘:
-l = o sl e =] cilo|clw| |alo|=|nlm mllo

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
EM

WDW

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

S84



WD
EXPNO
PROCNO
Date_
Time
INSTRUM

PROEHD
PULFROG

1
20130801
11.21

spect
mm PABEO EE-

E

TD
SOLVENT
NE

sjb_74_217fp take 2
1

32768
400.1500000
EM
o
.30
a
.oo

3.0

Ncihﬁmrm
o(=|c|a|e
ilelalsi=lo

25

I.
=10
M~
o <r|

2.0
Lol
el

1.5

el
(]

|

]
=]
[

1
20121116
9.22

INSTRUM
PROEBHD
PULPROG
D
SOLVENT
N3

spect

5 mm PABEOQ EBE-
Jjmod

£5536

CDCL13

1024

4
21929.824
0.334623
1.4942708
203

22.300

6.50

301.2
145.0000000
1.0000000
2.00000000
0.00689655

CHANNEL f1

sib_74_207fp APT
1

13C
B.00
16.00
-2.00

. 62TBED

10

CPOPRGZ
NUC2

‘)

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

S85

56.13311005 W

usec
usec
dB

MHz




023fp take 2
1

1
20130801
ime 11.02
| INSTRUM spect
PROEHD 5 mm PABEO BE-
PULPROG 230
D 65536
SOLVENT coe1
NS 16

2
8223.685 Hz
0.125483 Hz

3.9846387 sec
90.5
60.800 usec
6.50 usec
301.2 K
1.00000000 sec
1

0
0.30 Hz
a

1.00

,
[ [
|

I ALLJQM

T T T T T
8 7 6 5 4 3 2 1 0 ppm

U A PIRANYY Lol
ooy o P~ B~ w Fo ) el Dol = =2 E= s Rl 15 [oo] Rt
g3 = 3 “‘""["-"3[‘3-“*“‘-“] 23
—llea - ol e [=] glcls|o|e|c|c]s|m| |-

sib_77_023fp 13CAPT
1
1
20130104
16.42
INSTRUM
PROEHD 5

1
22058.824 Hz
0.336591 Hz
1.4855326 sec
203
22.667 usec
6.50 usec

E I0l.2 K

CNST2 145.0000000

CNST11 1.0000000

Dl 2.00000000 sec

DzOo 0.00689655 sec
e I ! oo '

- T T
‘ 1 CHANNEL £1
P

-------- CHANNEL f2 e
CPOPRG2 waltzlé
Nucz 1H
80.00 usec

32768
100.6177980 Miz
EM

200 180 160 140 120 100 80 60 40 20

0
1.00 Hz

0
1.40

S86
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by

A <
—

Current Data Parameters

HAME sib_77_122fp
f EXPNO 1
| PROCHO 1
|| F2 - Acquisition Parameters
Date_ 20130624
| Time 14.57
INSTRUM spect
PROBHD 5 mm PAEED BE-
PULPROG zg30
65536
CDC13
16
2

8223.685 Hz

0.125483 Hz

3.9845889 =sec
101

£0.800 usec
6.50 usec

301.2 K
I 1.00000000 sec
| 1
‘ r -2.00 dE
12,14226913 W
| { 400.1524711 MHz
ocessing parameters
32768
{ 400.1500000 MH=z
| EM
| [ 0
[ | 0.30 Ez
i
_A 1.00
L L B B L L B B L L B L B L B S B
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm
| 7 k { | ) o |
s |3 g B R BEEEEEY B 88
oo =] - o o (=] bl o] (=1 bl E=T117]} =T wmlio
| \ L
| |
2 Parameters
sib_77_122fp APT 2
1
\ o i
N F2Z - Acquisition Parameters
= N Date_ 20130628
S N Time
INSTRIM spect
PROBHD 5 mm PAEEOQ EB-
O LPROG jmod
D 65536
9a SOLVENT cocl3
NS 1024
Ds 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RE 203
oW 20.800 usec
DE 6.50 usec
IE 301.2 K
CNST2 145. 0000000
CHST11 1.0000000
Dl 2.00000000 sec
. . _ D20 0.00689655 =sec
[ D0 1
r CHANNEL f1
NUC1 13c
Pl B.00 usec
B2 16.00 usec
FL1 -2.00 dB
PL1W 56.13311005 W
SFO1 100. 627B593 MHz
CHANNEL £2
CPDPRG[Z waltzl6
NUCZ 18
PCED2 £0.00 usec
PL2 -2.00 dB
PL12 14.00 ds
PLIW 12.14226913 W
PL12W 0.30500001 w
SFO2 400.1515289 MHz
T T T T T T T T T F2 - Processing parameters
180 160 140 120 100 80 60 40 ppms: 32768
SF 100. 6177980 MHz
WOW EM
S5B 0
LB 1.00 Hz
GB 0
PC 1.40

S87



Area Percent Report

Data Path : C:\msdchem\1\DATA\
Data File : sjb 77 122fp.D

Acg On : 24 Jun 2013 12:57
Operator : JMB

Sample : sjb 77 122fp

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 122fp.D\data.ms
peak R.T. first max last PK peak corr. corr. % of
# min scan scan scan TY height area % max. total
1 11.771 1250 1257 1267 PV 5 23815 610660 0.06% 0.054%
2 12.360 1356 1360 1361 VV 3 14161 144431 0.01% 0.013%
3 12.492 1361 1383 1384 VvV 3 45976 1701208 0.16% 0.152%
4 12.629 1384 1407 1408 VvV 3 140358 7593364 0.70% 0.677%
5 13.152 1408 1498 1538 VvV 19156629 1087462192 100.00% 96.982%
6 13.432 1538 1547 1577 VV 5 422396 23796626 2.19% 2.122%

Sum of corrected areas: 1121308482

S88



Abundance

TIC:sjb_77_122fp.D\data.ms
13.152

-

8e+07

-

.6e+07

—-

4e+07

-

2e+07

le+07

8000000

6000000

4000000

2000000

432

1
111112.6 43u

T L e e e L B St S B e B s e
10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00

Time-->
Abundance

Scan 1490 (13.107 min):sjb_77_122fp.D\data.ms
2000000
1900000 ,/OCH3
1800000 :
1700000

1600000

1500000
322.1
1400000
1300000
1200000
1100000
1000000
900000
800000
700000
253.0
§00000
500000
400000 1140
300000 276.0

183.0 225.0
200000

64.9 140.9

‘ 367.2

100000 “
i N O 35 SR h

i ‘MV\M‘ A ol H“ ,M ‘““ il WLM bl b by 20

0 \\Wl‘ L \uw
60 80 100 120 140 160 180 200 0 240 260 280 300 320

S89
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BRUKER

NAME sib_74_158fp
EXPNO 1
PROCNO 1
Date_ 20121005
Time 17.11
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
D 65536
SOLVENT ChCl13
NS 16
Ds

SWH

FIDREE

AQ

RG

oW

DE it
TE 301.2 K
D1 1.00000000 sec
DO 1

CHANNEL f1

13

400.1

400.1500000 MHz
EM

0
0.30 H=z
0

1.00

145.0000000
l.0000000
2.00000000 sec
0.00689655 sec

CHANNEL fl =———————
13C
9.00 usec
1B.00 usec
0.00 dB

—= CHANNEL f2 =——=—=————
2 waltzlé

T T
60 55 50 45 40 35 30 25 20 15 1.0 05 ppm
[ | ) L L |
(=] P~ (=] ™[Wn[o(r=r~0n]wo]|w L3 [l
& 5| GeEERR82 )Y 5
\\ o \/OCHg
H,CO 7
s : N
o)
9b
T T T T T T T T T T
180 160 140 120 100 80 60 40 20




Area Percent Report

Data Path C:\msdchem\1\DATA\

Data File sjb 74 158fp.D

Acg On 5 Oct 2012 16:36

Operator sjb

Sample sjb 74 158fp

Misc

ALS Vial 100 Sample Multiplier: 1

Integration Parameters: autointl.e

Integrator: ChemStation

Method C:\msdchem\ 1\METHODS\JMB2 .m

Title

Signal TIC: sjb 74 158fp.D\data.ms
peak R.T. first max last PK peak corr corr

# min scan scan scan TY height area % max
1 9.261 812 818 847 BV 3 35666 858934 0.33%
2 11.374 1180 1187 1198 BV 2 45443 646248 0.25%
3 15.307 1810 1875 1896 VV 2 3303222 262174800 100.00%
4 15.933 1969 1984 2012 vv 7 115524 5238394 2.00%
Sum of corrected areas: 268918376

JMB2 .m Mon Nov 12

09:53:58 2012

S91



Abundance

TIC:sjhb_74_158fp.D\data.ms
15.307

3200000

3000000

2800000

2600000

2400000

2200000

2000000

1800000

1600000

1400000

1200000

1000000

800000

600000

400000

200000

15.933
9261 11374 //M
0 A — " :

A e IESEEUEE S
10.00 12.00 14.00

T [N
16.00 18.00

e ot
0.00 22.00 24.00

2
Time-->

Abundance

Scan 1857 (15.207 min): sjb_74_158fp.D\data.ms
240000 121.0

220000
_OCH3
200000 s 352.1

180000

160000
140000
120000
100000
80000
60000 91.0

283.0

40000

213.0 241.0

20000 162.0

55.0 ‘ ‘
186.9
M mmw‘MWNMMthhuﬂkM\MWWNWWNWwMWuW”MMN wmhhmh‘k‘w‘ﬂhw

t t T T T Pl T
80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400

397.3
\“ |

o

|
40 60

m/z-->
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NAME s4b_74_015fp

EXPNO 1

PROCNO 1

Date 20120605

Time 14.50
INSTRUM spect

PROBHD 5 mm PABEO EE-

PULPROG zg30

D 5536
SOLVENT CDC13

NS 16

Ds 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz

AD 3.0846387 sec
G 20.2

oW £0.800 usec
DE 6.50 usec
TE 301.2 K
D1 1.00000000 sec
TDO 1

B

o

]

H,CO

6.5

9¢c

o

60 55 50

[ |
o
=] ol
=] =

I\
so|'|xc

]

5

ime
INSTRUM
PROEHD
PULFROG

TD
S0LVENT
NS

SWE
FIDRES

200

T
180

T
160

T
140

T
120

T
100

80

S93

400.152471

14

.50 usec
.00 dB
12.14226913 W

1 MHz
312768

400.1500000 MHz

EM

o
0.30 Hz

o

1.00

4
21008.404 H=z
0.320563 Hz

1.5598068 sec

145.0000000
1.0000000
2.00000000 sec
0.00689655 sec
1

CHANNEL £l =—m—e————

CHANNEL f2 =——=—=——=——
waltzlé
1H

80.00 usec

12.1422691
0.30500001 W
400.15145930 MH=z
3 B
100.61 a0 MHz
EM
0
1.00 Hz
0
1.40



Area Percent Report

Data Path :
Data File
Acqg On
Operator
Sample
Misc

ALS Vial

Integration
Integrator:

Method
Title

Signal

peak R.T. £
# min

1 16.008
2 16.422
3 16.565

C:\msdchem\1\DATA\
sjb_74_015fp.D

5 Jun 2012 12:00
sjb

sjb_74_015fp

30 Sample Multiplier: 1

Parameters: autointl.e
ChemStation

C:\msdchem\1\METHODS\JMB2 .m

TIC: sjb_74 015fp.D\data.ms

irst max last PK peak corr. corr.

scan scan scan TY height area % max.
1774 1997 2062 BV 3280944 386191361 100.00%
2062 2069 2081 vv 8 101564 5645103 1.46%
2081 2094 2159 VB 7 146121 10172724 2.63%

S94

96.065%
1.404%
2.530%



Abundance

TIC:sjh_74_015fp.D\data.ms
16.008
3200000
_OCH,
3000000 :

2800000

2600000

2400000

2200000

2000000

1800000

1600000

1400000

1200000

1000000

800000

600000

400000

200000 16.565

A B e e e e L B e e e e e e R
12.00 14.00 16.00 18.00 20.00 22.00 24.00

Time-->
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Abundance

Scan 1984 (15.933 min):sjb_74_015fp.D\data.ms

121.1
1050000

1000000
950000
900000

850000
800000
750000
700000
650000
600000
550000
500000
450000
400000
350000
300000
250000
200000
150000

100000 357 9

50000 91.1 276.1 397.2
R oL 2070 24100 L 3242 |

0 \H“\‘HH‘H”H“\“\H“HH‘HHH‘\\‘HH‘HH‘H‘H‘H\‘\‘\H \H\‘\H\‘HH‘H‘H“\‘H\‘HH“H

40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
DROBHD
PULPROG
™o

SOLVENT
N3

[ — LI
T T T T T
7.0 6.5 6.0 5.5 5.0
L |
sy g

eress RO

s3ib_T74_15%fp
1

1

20121005
14.58

spect

5 mm DUL 13C-1
zg30

65536

CcpCc13

16

2
8223.685
0.125483

3.9846387 sec

57

60.800
6.50

301.2
1.00000000
1

CHANNEL f1
1H

9.80

-4.00
19.24419975
400.1524711
32768
400.1500000
EM

1]

0.30

o

1.00

sib_74_159£pAPT
1

EXPNO
PROCHO 1
Date_ 20121031
17.25
INSTRUM spe
PROEHD 5 mm PABEQ BE-
PULPROG Jmod
TD 65536
SOLVENT CDC13
N5 1024
Ds 4
SWE 21008.404 Hz
FIDRES 0.320563 Hz
AQ 1.559B068 sec
RG 20
ou 23.800 usec
E 6.50 usec
E 301.2 K
CNST2 145.0000000
e CHSTL1 1.0000000
n D1 2.00000000 sec
D20 0.00689655 sec
TDO
CHANNEL £1
13C
B.00 usec
16.00 usec
-2.00 dB
56.13311005 W
100.6280461 MHz

\\ o \/OCH?’ CPDPRGZ
H4CO Q peoD2
H3CO O
8 od
T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40

S97

CHANNEL £2 ——————
waltzlé




Area Percent Report

Data Path C:\msdchem\1\DATA\

Data File sjb 74 159fp.D

Acg On 5 Oct 2012 11:58

Operator th

Sample sjb 74 159fp

Misc

ALS Vial 15 Sample Multiplier: 1

Integration Parameters: autointl.e

Integrator: ChemStation

Method C:\msdchem\ 1\METHODS\JMB2 .m

Title

Signal TIC: sjb 74 159fp.D\data.ms
peak R.T. first max last PK peak corr corr.

# min scan scan scan TY height area % max
1 17.904 2102 2328 2412 VvV 3198330 432129853 100.00%
2 18.426 2412 2419 2438 VvV 47849 3098396 0.72%
3 18.584 2438 2447 2477 VvV 50012 4349060 1.01%
4 18.911 2477 2504 2546 VvV 88199 7737920 1.79%
Sum of corrected areas: 447315230

JMB2.m Mon Nov 12 09:56:25 2012

Abundance

3200000
3000000 \\
2800000 Z
2600000
2400000
2200000
2000000
1800000
1600000
1400000
1200000
1000000
800000
600000
400000

200000

0

TIC:sib_T4_159fp.D

LD
HaCO 5a o

\data.ms
17.904

O \/OCHS
N

18.911
6.9 4
W,

11

96.605%
0.693%
0.972%
1.730%

T
10.00
Time-->

T
12.00

T T T T T T
14.00 16.00 18.00 20.00 22.00 24.00
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Abundance

Scan 2335 (17.942 min): sjb_74_159fp.D\data.ms
151.0

100000 \ 0 :/OCH3

90000

80000
70000
60000
50000
40000
30000
20000

10000 770 107.0 206.9
178.2 252.8 282.1 312.9 381.9 4271

04
40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420

mlz-->
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PROEBHD

3 PULPROG
D
SOLVENT
NS
o 2
9e 8223.685 Hz
0.125483 Hz
3.9846387 sec
45.2
60.800 usec
6.50 usec
301.2 K
1.00000000 sec
1
CHANNEL f1
50 usec
dB
W
MH=z
f - TEB
400.1500000 MHz
EM
| 0
0.30 Hz
I| a
1.00
| |’ - / | /
( f f | ||'
|
[ | | | J
A A WA
T T T T T T T T T T T T T T
75 70 65 6.0 55 50 40 35 3.0 25 20 1.5 1.0 05 ppm
\ [ 1] 1 ) J | -
SOFNW o o o wlolo(w|\o) o) |w=| Je|e
=l - o =} mloldlol=|aleil l=lu]  |o]|=
L\ | L L | | | ]
i [ ! ] RN, ¢
Current O ameters
NAME _145fp APT
EXFNOC 1
PROCNO 1
F2 - Rcquisition Parameters
Date_ 20130717
Time B.49
spect
5 mm PAEEQ EE-
jmod
65536
- L " N L
[ ' 20. 800
6.50
301.2
145. 0000000
1. 0000000
2.00000000 sec
0.00689655 sec
1
CHANNEL f1 ————=——e
—2.00 d&
56.13311005 w
100. 6278593 MHz
CHANNEL £2
CPDPRG[2 waltzlé
NUC2 H
PCPD2 £80.0
pL2 -z.0
FL12 14.00
PLIW 12.14226913 W
FL1ZW 0.30500001 w
SFO2 400.1515122 MHz
T T T T T T T T T T e - Frocessing parameters
200 180 160 140 120 100 80 60 40 ppms: 32768
SF 100. 6177980 MEHz
WowW M
SS5EB o
LB 1.00 Hz
GB o
PC 1.40

5100



Data Path : C:\msdchem\1\DATA\
Data File : sjb 77 146fp.D

Acqg On : 11 Jul 2013 12:27
Operator : sjb

Sample : sjb 77 l4efp

Misc :

ALS Vial : 90 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method : C:\msdchem\1\METHODS\ckr3.m
Title
Signal : TIC: sjb 77 146fp.D\data.ms
peak R.T. first max last PK peak corr. corr. % of
# min scan scan scan TY height area % max. total
1 12.936 1458 1460 1472 vV 7 10298 425396 0.53% 0.517%
2 13.053 1472 1481 1482 Vvv 7 13961 373159 0.47% 0.453%
3 13.076 1482 1485 1487 VV 4 15082 220310 0.28% 0.268%
4 13.506 1487 1560 1603 VvV 2 1898200 79627101 100.00% 96.706%
5 13.762 1603 1604 1613 VvV 8 19689 462440 0.58% 0.562%
6 13.823 1613 1615 1623 VvV 4 16918 402255 0.51% 0.489%
7 13.991 1635 1645 1661 VV 10 21265 829057 1.04% 1.007%
Sum of corrected areas: 82339717 ckr3.m Wed Mar 19 14:38:32 2014

Abundance

TIC:sjb_77_146fp.D\data.ms
13.506 \ o :/OCHS
: N

1800000 \‘/\(L :
oCLY
1600000 5 0
1400000
1200000
1000000
800000
600000

400000

200000
113.:113.991

0 T T

T T
6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00

Time-->
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Abundance

Scan 1552 (13462 min):sjb_77_td46fp.Dldata.ms

150000 104.9

\\‘ O :/OCH3

140000

130000

120000

110000

100000

90000

80000
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70000

60000

50000

40000

30000

20000

10000
381.3

360 380
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10a

_132fp take 2
1

1
20130801

8223.685 Hz
0.125483 Hz
3.9846387 sec

60.800 usec
6.50 usec
301.2 K
1.00000000 sec
1

32768
400.1500000 MAz
EM
]
0.30 Hz
]
1.00

o

ol =

3.5 30

ek

wlea|en
o|;|e

1
Date_ 20121116
Time 9.22
INSTRUM spect
PROEHD 5 mm PABEQ BE-
PULPROG Jmod
TD E5536
SOLVENT CDC13
N3 1024
10a DS ’
SWE 21929.824 Hz
FIDRES 0.334623 Hz
AD 1.4942708 sec
RG 203
ou 22.800
E 6.50
E 3p1.2
CNS5T2 145.0000000
CNST11 1.0000000
Dl 2.00000000 sec
D20 0.00689655 sec
TDO 1
HANNEL £1
13C
B.00 usec
I D 16.00 usec
I F -2.00 dB
¥ 56.13311005 W
100.6278600 MHz
CHANNEL £2
CPDPRG2 waltzlE
NUC2 1H
80.00 usec
-2.00 dB
14.00 dB
26913 W
ooool W
14979 MHz
32768
100.6177980 MH=
T T T T T T T T T T M
200 180 160 140 120 100 80 60 40 20 Lo
0
1.40
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Area Percent Report

Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Integration
Integrator:

Method
Title

Signal

peak R.T. £
# min

1 9.840
2 14.981
3 15.180

C:\msdchem\1\DATA\
sjb_74 207fp.D

15 Nov 2012 17:02
sjb

sib_74 207fp

5 Sample Multiplier: 1

Parameters: autointl.e
ChemStation

C:\msdchem\1\METHODS\JMB2 .m

TIC: sjb 74 207fp.D\data.ms

irst max last PK peak corr. corr.
scan scan scan TY height area % max.

911 919 950 BB 3 122085 3829247 0.28%
1623 1817 1838 vv 4 9115287 1373275457 100.00%
1838 1852 1921 VvV 2 1569203 89832411 6.54%

Sum of corrected areas: 1466937115

JMB2.m Fri Nov 16 09:07:41 2012

Abundance

Time-->

TIC:sjpb_74_207fp.D\data.ms
9000000 14.981

8000000

7000000

6000000

5000000

4000000

3000000

2000000

15.180

1000000

0.261%
93.615%
6.124%

9.840 \X‘
A T

L B e e L e o e s s S S
6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00
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Abundance

650000

500000

550000

500000

450000

400000

350000

300000

250000

200000

150000

100000

50000

Scan L7901 (14829 min)sjb_74_20T7fp.0\data.ms

135.0

161.9 1250

_-OCHs

‘ 30
L1

336.1

3811
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Ll
160

180

300
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Abundance

Scan 1852 (15.178 min): sjb_74_207fp.D\data.ms

220000 91.0
336.2
__OCHs

200000

180000

160000
140000 267.0
120000
100000
80000
50000
40000

1350 182.9

20000

2111 23920 gl

0 HHH‘ Hmm\u M\\ L ‘m“m‘ \h‘m\‘\ “\ \‘m‘m‘\‘\‘u‘ ;‘\‘ } ‘\\‘ “‘\“‘ [ » ‘2‘\‘9\‘7\‘0‘ e ‘n \‘L

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

miz-->
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_038fp take 2
1

P 1
| Date_ 20130801
I Time 11.08
INSTRUM
5”()(:P+3 | PROEHD 5
B PULPROG
| TD
SOLVENT
| NS
o} | _
0.125483 Hz
10b | 3.9846387 sec
20
¢ £0.800 usec
f 6.50 usec
301.2 K
¢ { 1.00000000 sec
| 1
| | . .
CHANNEL f1
| | 11
12.50 usec
| i | -2.00 dB
- iy 2.14226913 W
| [ o 1 MHz
| | B
| | 400.1500000 MHz
| | EM
| 0
| | | | 0.30 Hz
_ 14 0
I /| s I i | 1.00
/ [ |
| r [
' N |
| ' bl |
| | w I
. I JHL_ B S v ! (TS S .
T T T T T T T T T T T T T T T T
70 65 60 55 50 45 40 35 3.0 25 20 15 1.0 05 ppm
L] \ L) | b
= (o] c( @ Wm vgmmuﬂ| [mmm‘ c”m
= |=lei - - S ] o P P cloileil  wlle
| 1] '
Date_ 20130528
H3CO Time 9.34
INSTRUM spect
PROBHD 5 mm PABEO BE-
PULPROG jmod
10b
145. 0000000
1.0000000
2.00000000 sec
| J 0.00689655 sec
. 1 i - " 1
I | CHANNEL f1
13c
B.00 usec
usec
dB
W
MH=z
CHANNEL £2
CPDOPRG2 waltzlg
HUC2
pCPD2
PLZ
pL12
PLZW
PL12W
WOW
T T T T T T T T T T 558
200 180 160 140 120 100 80 60 40 20 ppH
eC

5107




Area Percent Report

Data Path C:\msdchem\1\DATA\

Data File sjb 77 088fp.D

Acg On 24 May 2013 15:37

Operator sjb

Sample sjb 77 088fp

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 088fp.D\data.ms
peak R.T. first max last PK peak corr corr

# min scan scan scan TY height area % max
1 16.585 2091 2098 2102 VvV 10 48273 1551911 0.12%
2 16.631 2102 2106 2108 VvV 5 53733 828375 0.06%
3 16.680 2108 2114 2116 VvV 7 59458 1463538 0.11%
4 16.701 2116 2118 2121 VvV 4 69019 1154890 0.09%
5 16.748 2121 2126 2128 VV 6 78916 1822704 0.14%
6 16.843 2128 2143 2144 vV 6 121092 5451740 0.42%
7 17.949 2144 2336 2337 VV 4 7155601 1309161021 100.00%
8 18.023 2337 2349 2413 VvV 4 8170841 805405891 61.52%
9 18.508 2413 2434 2507 VV 4 1622052 154484566 11.80%
Sum of corrected areas: 2281324637

S108



Abundance

TIC: sjb_77_088fp.D\data.ms

8000000 18W23
7500000
7000000
6500000
6000000
5500000
5000000
4500000
4000000
3500000
3000000
2500000
2000000 18.508
1500000

1000000

500000 16883

UL TR

T T
6.00 §.00  10.00 12.00 14.00 16.00 18.00 20.00 22.00  24.00

Time->
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Abundance

550000

500000

550000

500000

450000

400000

350000

300000

250000

200000

150000

100000

50000

55.0

Scan 2357 (18.068 min):sib_77_088fp.D\data.ms

366.2
_~OCH;
O
12t °
207.1
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| 227.0
147.0 ' (113
1130 4y
3181
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Abundance

326.9 ‘
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PE0 380 400

§0 80 100 20 140 180 TR0 Z00 220 240 260 280 300 310 40
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NAME ra_67_158d
EXPNO 1
PROCNO 1
Date_ 20120801
Time 12.50
INSTRUM spect
H;CO PROBED 5 mm PAEBO EE-
PULPROG 2930
D 65536
SOLVENT cpcls
] 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Ez
aQ 3.9846387 sec
RG 203
oW 60.800 usec
DE 6.50 usec
w [ TE 296.8 K
| D1 1.00000000 sec
Do 1

-2.00 dB
12.14226013 W
400.1524711 MH=z

312768
400.1500000 MHz

EM

o
0.30 H=z
o

1.00

T
75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm
| ) ]\ I | YR I J
A B B [ REEER R sl g
ol e - - o mi=l=lcm o= e o

Current Data Parameters

NAME _224fpAPT
EXPNOD 1
FROCNO 1
F2 - Acquisition Parameters
Date_ 20130924
Time 10.33
INSTRUM Spect
O FPROBHD 5 mm PABEOQ BBE-
10c PULPROG Jmod
1D E5536
SOLVENT cocl3
NS 1024
Ds 1
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AD 1.3631488 sec
RG 203
oW 20.800 usec
DE 6.50 usec
TE 2098.2 K
CHST2 145. 0000000
CHST11 1. 0000000
D1 2.00000000
D20 0.00689655
o0 1
B.00 usec
15.00 usec
~-2.00 dB

56.13311005 w
100.627B593 MHz

W |

CHANNEL £2
CPDPRG[2 waltzle
NUCZ 18
PCED2 75.00 usec
PL2 -2.00 ds
PL12 13.39 dB
PLIW 12.14226913 W
PL1ZW 0.35099408 w
SFO2 400.1514893 MHz
T T T T T T T T T T T T T T T T T T T's2 - Processing parameters
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 ppms: _2eles
SF 100. 6177980 M
WowW EM
ESB 0
LB 1.00 Hz
GB o]
PC 1.40

5112



Area Percent Report

.ms
corr corr.
area $ max
119715 0.06%
212733185 100.00%
12368129 5.81%
areas: 225221029

Data Path C:\msdchem\1\DATA\
Data File sjb 77 224fp2.D
Acg On 24 Sep 2013 11:10
Operator sjb
Sample sjb 77 224fp2
Misc
ALS Vial 90 Sample Multiplier: 1
Integration Parameters: autointl.e
Integrator: ChemStation
Method C:\msdchem\1\METHODS\ckr3.m
Title
Signal TIC: sjb 77 224fp2.D\data
peak R.T. first max last PK peak
# min scan scan scan TY height
1 17.080 2166 2184 2195 PV 5 5922
2 18.690 2249 2466 2513 VvV 4 1027532
3 19.059 2513 2530 2589 VV 2 146573
Sum of corrected
ckr3.m Wed Mar 19 12:16:28 2014

Abundance

1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000

ol

TIC:sjh_77_224fp2.D\data.ms

_OCH;

17.080
e

18.690

19.059

5.492%

Time-->

e
10.00

LR A B e B b
12.00 14.00

S113

S
16.00

T e B e e e
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S e
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Abundance

niz--

190000

180000

170000

160000

150000

140000

130000

120000

110000

100000

90000

80000

70000

60000

50000

40000

30000

20000

10000

100

Scan 2442 (18554 min)rsih_T7_224fp2.DVdata.ms
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O
O
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120 140 160 180 200 220 240 2650 280 300 320 160 380 400
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Abundance

Scan 2525 (19.029 min)rsjb_77_224fp2.DVdata.ms
121.0

_OCH;

46000

44000

42000

40000

366.2

297 .1

6000 206.9

4000 91 .1
i1

1456.9 253.0
L]

60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400

S115



o
10d |

i ) .

1

20130801

10.27

INSTRUM spect
PROBHD 5 mm PAEBD BE-

PULPROG

B223.685
0.125483
3.9846387

sjb_74_219%fp take 2
1

Hz
Hz
sec

usec
usec

1.2
000 sec
1

32768
400.1500000 MHz
EM
0
0.30 Hz
0
1.00

T T T
40 35 3.0 25 20 15

fgf:jé] 1ol gl M ':ngrgjg ‘3{'3' 3 a|
b |F| - |cs |;.-'m\s| |(’!‘N |m|N
EBS:E?:E:EL!
| i | | \ n it i (l"EE:fE:;T;EJAPT
1
1
20121204
HsCO o
Hz
10d Hz
usec
usec
K
CNST11 1.0000000
DL 2.00000000 sec
Dzo 0.00689655 sec
TDO 1
|| ' |
T T T T T T T T T T T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm
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Area Percent Report

Data Path : C:\msdchem\1\DATA\
Data File : sjb 77 178fp.D

Acg On : 13 Aug 2013 14:33

Operator : sjb

Sample : sjb 77 178fp

Misc :

ALS Vial : 100 Sample Multiplier: 1

Integration Parameters: autointl.e

Integrator: ChemStation

Method : C:\msdchem\1\METHODS\ckr3.m

Title

Signal : TIC: sjb 77 178fp.D\data.ms
peak R.T. first max last PK peak corr corr. % of

# min scan scan scan TY height area % max total
1 21.994 2744 3043 3105 M3 637493 229798336 100.00% 92.496%
2 22.587 3108 3147 3225 M4 157004 18641866 8.11% 7.504%
Sum of corrected areas: 248440203

ckr3.m Mon May 12

Abundance

650000
600000
550000
500000
450000
400000
350000
300000
250000
200000
150000
100000

50000

0

15:41:13 2014

TIC:sjb_77_178fp.D\data.ms

22.587

My —_—

S il

"
v

Time-->

SRR
10.00

— T
12.00

S117

—
14.00

— T
16.00

A S e e S s e p e e e e e s e
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Abundance

Scan 3015 (21.833 min): sjb_77_178fp.D\data.ms
151.0

110000
:/OCH3
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90000

80000

70000

60000

50000

40000
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Abundance

Scan 3132 (22.502 min):sjb_77_178fp.D\data.ms
150.9

o \/OCHS

207.0

3271

8000 $96.3

281.1
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113.9

0.0
‘ T

2000

1000
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W NAME
EXPNO
PROCNO
| Date_ 20130108
| Time 15.11
| INSTRUM spect
| PROEHD 5 mm PABEO BE-
| PULPROG
|
p |
10e o
|
| AQ 3.0846387 sec
RG 25.4
;
{ ‘
| - | ‘
| i
4
|
/ | | 51 TEE
[ SF 400.1500000 MHz
s | | WO EM
| 53E ]
| | LB 0.30 Hz
| cE ]
|| | ec 1.00
- - ool
{ .,
[ f ) |l
L ."l - ﬁ P LA Ll

70 65 60 55 50 45 40 35 30 25 20 15 10 05 ppm
| | | J
‘mlm'm' kc - |gg' "N—qu—‘ o 'm[WN ||.nI
i el = = ~ a=|=T= R I A
| -J| v—| o c5| =18 L B L |U1 | |ed
| | T Yy e c">§32t)fp 13CAPT
1
1
20130108
16.42
INSTRUM spect
PROEHD 5 mm PABEOQ EE-
PULPROG
TD
SOLVENT
NS
DE
SHE
145.0000000
1.0000000
" M Hr ol 2.00000000 sec
0.008689655 sec
usec
usec
dB
MHz

14.00
12.14226913 W
0.30500001 W

10e

T T T T T T
200 180 160 140 120 100 80 60 40 20
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Area Percent Report

Data Path C:\msdchem\1\DATA\
Data File sjb 77 026fp.D
Acg On 8 Jan 2013 15:19
Operator sjb
Sample sjb 77 026fp
Misc :
ALS Vial : 5 Sample Multiplier: 1
Integration Parameters: autointl.e
Integrator: ChemStation
Method C:\msdchem\1\METHODS\ckr3.m
Title
Signal TIC: sjb 77 026fp.D\data.ms
peak R.T. first max last PK peak corr corr. % of
# min scan scan scan TY height area % max total
1 15.665 1783 1937 1969 VV 4 2054550 248861067 100.00% 93.344%
2 15.855 1969 1970 1981 VvV 8 91613 3553786 1.43% 1.333%
3 15.997 1981 1995 2017 VV 6 301860 13684775 5.50% 5.133%
4 16.137 2017 2020 2030 VvV 4 19764 505636 0.20% 0.190%
Sum of corrected areas: 266605263
ckr3.m Wed Mar 19 12:22:46 2014
Abundance
TIC:sjb_77_026fp.D\data.ms
2000000 15.665
_OCHj
1800000 H
o
1600000
O
1400000
1200000
1000000
800000
600000
400000
15.997
200000 /\R
15.855
0 —N/ 16\\%37
7600 800 1000 1200 1400 16.00 18.00 2000 22000  24.00
Time-->
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Abundance

Scan 1920 (15.567 min):sjb_77_026fp.D\data.ms
150000 105.0
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Abundance

Scan 1993 (15.985 min):sjb_77_026fp.D\data.ms
40000 350.1

38000
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32000 105.0 10e
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NAME

EXPNO

PROCHO

Date_

{ Time

II INSTRUM
PROBHD

PULPROG

D

5

| SOLVENT

o
T T T T T T T T T T T T T T T
7.0 6.5 6.0 55 5.0 45 4.0 35 3.0 25 2.0 1.5 1.0 0.5 ppm
el g |3 Bz EREEERES 33

Date_
Time
INSTRUM
PROEHD

CNST11
D1

Current Dat.
NAME

sib_74_l72fp
1

1

20121011
15.16

spect

mm DUL 13C-1
zg30

65536

CDC13

16

2

8223.685
0.125483
3. 9846387
114
E0.B00
6.50

301.0
1.00000000
1

9.80

-&.00
18.24419975
400.1524711
32768

400. 1500077
EM

0
0.30
o

1.00

Parameters
,_74_185 APT
1

1

F2 - Acquisition Parameters

20121024
9.09

Hz
Hz

sec

1
0.770

1923
0.293438

u
u
K

301.

145, 0000000
1. 0000000
2.00000000

60 50 40 30

90 80 70

ppm::
WDW
SSB
LE
GB
PC

110

T T T T
180 170 160 150 140 130 120 100

5124

2 - Proc
I

D20 0.00689655
o0 1
CHANNEL f1
13c
9.00
1B.00
0 dB
35.41759872 W
100. 6269591 MHz
CHANNEL £2
waltzl6
18
80.00 usec
-3.80 dB
13.80 ds
18.37806702 W

0.31937420

400.1514663 MHz
essing parameters
32768
100. 6177980 MHz
EM
0
1.00 Hz
0
1.40



: EELEEEE : an

\ Sie NAME sib_T4_166 £ri-7
EXPNO 1
PROCNO 1
f Date_ 20121010
| Time 15.24
INSTRUM spect
PROBED 5 mm DUL 13C-1
PULPROG 2930
| D £5536
SOLVENT CDC13
/OCH3 NS 16
B DS 2
H SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 90.5
DW £0.800 usec
DE 6.50 usec
TE 301.0 K
I D1 1.00000000 sec
o | TDO 1
. f CHANNEL f£1
f
| | | N
| | i -4.00
i | [ 19.24419875 W
{ | 400.1524711 MHz
| | | 32768
) | | | 400.1500000 MHz
| | | EM
/ 0
{
| ‘ ! | 0.30 Hz
I | 0
| c 1.00

i
| r
[ |

e

L__.Jt.J;

T T T T T T T T T T T
30 25 0.5 ppm

7.0 5!5 5[0 5.5 5.0 4.5 4.0 3.5 2!0 1.5 1.0
IN\ !‘Dl.m |-nK ' (=] (=] "—I II\-‘ [=01+] [=] {ﬂwv— C" I'ﬂ' o v—"‘ —
defele 8l Ey ERElsas @ skl

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBED
PULPROG
D
SOLVENT
NS

Ds

SWH
FIDRES
AQ

T T T
3.0 25 2.0

60 55 50 45 40 35 1.5 1.0 05 ppm
=] o 'mczl w© DL“m'J\v—/Ithv—mjh"
Bl e skl

$125

sib_74_166 £re-35
1

1
20121010
15.58
spect
13C-1

zg30
5536
CDC13
16

2
B8223.6B5
0.125483 H
3.9846387
128
60.800
6.50

5 mm DUL

301.0
1.00000000
1

CHANNEL £1 =
1H

9.80 usec

-&.00

19.24418875

400.1524711

32768

400.1500000

EM

0

0.30

o

1.00



F2 - Acguisition Parameters

20121

T
180 170

160

150

140 130

120

T T
100 90

80

70

50

40

30

F2 - Processing

SI

200

T
180

T
160

T
140

T
120

T
100

80

5126

60

40

SF 100. &
WOW
SS5B o
LB
GB o
PC 1.40
i
ent Data Parameters
1 friz-4¢ APT
ars
0.366798
1.3631488 sec
20
20.800 usec
6.50 usec
301.2 K
145.0000000
1.0000000
2.00000000 =ec
0.00&£89655 =ec
CHANNEL f2 m————
2 waltzlé
1H
80.00 usec
-2.00 d
.00 de
12.14226913 W
0.30500001 W
400.1514757 MHz
F2 - Processing parameters
I
SF
PRMwow
558 o
LB 1.00 Hz
GB o
PC 1.40



Current Data Parameters

NAME
EXPNO
PROCNO

sjb_77_148 £r 7-10
1
1

FZ - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
D

SOLVENT

N

20130730
12.21
spect

5 mm PABEOQ BE-

zg30

65536

CDC13

16

2

8223.685

0.125483

3.9845889

203

60.800 u

6.50 u

301.2 K

1.00000000 =
1

CHANNEL f1

12.50
-2.00
12.14226913 W
400.1524711

FZ - Processing parameters

5T
SF
WDW
S5B
LB
GB

PC

4|.0 3|.5 3.0 25 2.0 1.5 1.0 0.5
[ || | )L ) J
g [els (elislmis e 1l e

]
o2
o

ppm

32768
400.1500000 MH=z
EM
o
0.30 Hz
0
1.00

SFO2

51
SF
WoW

SsB

150 140 130 120 110 100 90 80 70 60 50 40 30 20

pp

5127

m

145.0000000

1.0000000

2.00000000 sec
0.00&89655 ze

0.30500001
400.1515129

F2 - Processing parameters
3

100.




Vi R ' ¥ W NAME s53b 72 017fp
EXPNO 1

PROCNO 1

v Date_ 20120118

{ Time 16.54

i f THSTRUM spect

| PROBHD 5 mm PAEEO BE-

|| I‘ PULPROG _zq32

D €553

\/OCH3 SOLVENT cpc1a

16

2
8223.685 Hz
0.125483 Hz

3.98463B7 sac

101
60.800 usec
6.50 usec
297.1 K
zec

1.00000000
1

= CHANNEL f1l =

12.50
-2.00 dB
12.14226913 W
400.1524711 MHz
32768
400.1500000 MH=z
EM
o
0.30 Hz
0

1.00

75 70 65 60 55 50 45 40 35 3.0 2‘.5 2!0 1.5 1.0 05 ppm
r-:r @ |0 k1:=) l'm" lh-l Ic:' INII' Imlr-lrto I'm" Imlr-lm .-l'r-' —kMNMI’lcfmj")
38 O = S e e

_~OCHj

vy

.00000000
D20 0.006B%6.

nn

BR

T T T T T T
200 180 160 140 120 100 80 60 40

5128



) / | (
e Lk

g

T
4.0

@
=

35

=R

T
30

|
P
LQ(D
=]

25 2.0 1.5 1
ID e L
EEEIER

mmmm o

FhOO®mG

T T
0 05 ppm

CHANNEL f1

5129

?I.5 ?.IU 6.I5 G.ID 5I.5 5I.D 4{5 4‘.0 3I.5 3I.0 2I.5 2I.0 1I.5 1.IU 0]5 pprln
o KI‘--/ l‘c:' co‘) Itgl I(’) co'ts'll'hfw \Q'J\N)'m'-v—m
o g Bl Elelslely e eEEE

10-33 take Z



T i A A —

T T T T T T
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm

T
200 180 160 140 120 100 80 60 40 20 ppm
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an
>0

NAME sib_72_147 £r5-10
EXENO 1
PROCNO 1
Date_ 20120302
Time 12.08
INSTRUM

spect
PROBHD 5 mm PAEBO EBE-

PULPROG zg30
D 65536
SOLVENT CDC13
NS 16
D8 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 szec
203
60.800 usec
6.50 usec
301.2 K
sec

l.00000000
1

CHANNEL £1 =

q
2.50 usec
-2.00
12.14226913
400.1524711
32768
400.1500075
EM

o
0.30
o

1.00

70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm
| | [ Lo I | | ]
gk: lgl L IEREIRES 21519’&; g ;":’ls' =]
BB B OE R [

NAME sjb_72_147 fr22-40
EXPNO 1
PROCHO 1
Date_ 20120302
Time 12.14
TNSTRUM spect
PROBHD 5 mm PAEBO BB-
PULPROG zg30
TD £5536
SOLVENT cDC13
NS 16
Ds 2z
SWH 8223.685 Hz
FIDRES 0.1254B3 Hz
RAQ 3.92846387 =zec
G 28.5
DW £0.800 usec
DE 6.50 usec
TE 301.2 K
D1 1.00000000 sec
TOO 1

CHANNEL f1

12.50 usec

-2.00 dB
12.14226913 W
400.1524711 MHz

32768
400.1499850 MHz

r
| |
{ IIIF— "l
T T T T T T T T T T T T T T
6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0
I‘D‘ ™ r-c; L'd’J\ o lea|euf Yol ea nf o kc’ mL -
R R R

=

5131

EM
1]
0.30 Hz

1]

C 1.00
—_— JL
T T
0.5 ppm



301.2 K
145.0000000
1.0000000
2.00000000
0.00&689655

T 1|2d T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60

R

3oL
145.0000000
1.0000000
2.00000000

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

S$132



T T T T T T T T T T T T T T T T T
80 75 70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm

b J LA ) L | - ~
|=¥ @ r:[ ]c |c> -[ oy le |-—m|m r—[}m’ ] ‘&,I
sillg - dl e ol lal <l 1sl<l<ll&l &l <] e
) v, \ NN
Ol ] R
1
| Date_ 20130123
ime 16.41
f | INSTRUM spect
| | PROBHD 5 mm PABEO HE-
_OCHs || | ;ELPRDG ’zgzg
g | { SOLVENT 3
R | NS 16
N | | DS 2
| SWE 8223685 Hz
| FIDRES 0.125483 Hz
| A 3.09846387 sec
| RG 50.8
| DW £0.800 usec
E 6.50 usec
| | E 102.9 K
| D1 1.00000000 sec
p | TDO 1
| l CHANNEL £
& | NUC1 1H
| Pl 12.50 usec
PL1 -2.00 4B
_ | | PLIW 4226913 W
f 5F 5 1 MHz
( | | sI 32768
r | 5F 400.1500000 MHz
| WDW EM
| | | / 5SB a
( ! J LB 0.30 Hz
| | cE ]
| | [ bC 1.00
r [ {
I.‘ /
f
| Jf
o — L LN '\J .
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 3.0 25 20 15 1.0 05 ppm
\ ]\ - | |
%nmmk 8"1 m) = P~ (’l'l‘\.JS -—k-cr =1k
|<r L =] =] = = |<!: -] | |tﬂ_ (=} o (D~
sl=le - & = ail lsliglle|  leil || |&l [=la
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T T T T T
200 180 160 140 120 100 80 60 40 20 ppm

T T T T FZ - Processing pa

T T T T T T
200 180 160 140 120 100 80 60 40 ppm

10
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1 I NAME sjb_74_174fp
EXPNO 1
PROCNO 1
) ' Date_ 20121012
/ | Time 15.37
INSTRUM spect
PRCBHD 5 mm DUL 13C-1
PULPROG zg30
TD £5536
SOLVENT cDCl3
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
G 181
oW 60.800 usec
DE 6.50 usec
TE 301.2 K
D1 1.00000000 sec
TDO 1
| CHANNEL f£1
1
9.80 usec
-4.00 dB

19.24419975 W
400.1524711 MH=z
32768
400.1500000 MH=z
EM
o
0.30 H=z
1]

1.00

— Jl "mJJL,Mw_ ,lAJ4+¢JL

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

)l I / | L ) \ \
=t o (=] — @D~ el I =< @] 0w
@ S = < a2 (o= 2||ele]  |9f=
o o - o ol odll—| =] |l=lem |

1

;]

3

]

lﬂﬂi’ﬂﬂ*ﬂt .50

1.2

000

. 000
oL 2.00000000 sec
D20 0.00689655 sec

TDO 1
CHANNEL £1 ——mm—mm——

ic

0.00 di
35.41759872 W
100. 6268310 MH=z

CHANNEL £2 ——————
waltzlé
1H

T T T T T T T T T T WD EM
180 160 140 120 100 80 60 40 20 ppmigﬁ . ng -
= o
oC 1.40
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Area Percent Report

Data Path : C:\msdchem\1\DATA\
Data File : sjb 74 174fp.D

Acg On : 12 Oct 2012 15:09
Operator : sjb

Sample : sjb 74 174fp

Misc :

ALS Vial : 85 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method : C:\msdchem\1\METHODS\JMB2 .m
Title
Signal : TIC: sjb 74 174fp.D\data.ms
peak R.T. first max last PK peak corr. corr. % of
# min scan scan scan TY height area % max. total

1 12.202 1316 1332 1344 BV 5 600471 23119397 3.01% 2.924%
2 12.436 1344 1373 1479 VB 17087691 767689587 100.00% 97.076%

Abundance

TIC:sjpb_74_174fp.D\data.ms
1.7e+07 12.436

1.6e+07 H;CO
1.5e+07
1.4e+07
1.3e+07
1.2e+07

1.1e+07

le+07
9000000
8000000
7000000
6000000
5000000
4000000
3000000
2000000
1000000 12.202

N N\
L 1 D L B S L O B L B

|
.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00

Time-->
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Abundance

Scan 1366 (12.397 min): sjb_74_174fp.D\data.ms

1300000 269.0

HsCO

1200000

1100000

1000000

900000

800000

700000

600000

500000
224.0

400000

300000

200000

100000

‘ ‘ 311.1

0!

b \”12‘4\5\?‘\ “‘MHJ\ T ‘H\‘ T T \‘\3\4‘2\.\6\
60 80 100 120 140 160 180 200 220 240 260 280 300 320 340

m/z-->

S137



NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBED 5
PULPROG
punj
SOLVENT
NS

sib_74_171fp
1

f { SF 400. 1500000 MHz
| 1 WOW EM
| 358 0
| 1B 0.30 Hz
[ G 0
| B J PC 1.00
( f
J_a - _M - ,_.JJ S LT - I_F'-“L_‘_)L_.'IL_._»-_ .__.__h .....
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
| | | ] || JL | |1 L) |
5 g 2 & g8 83 |88 2
o - - - S |- PHEP={ R ) o

Current Data Parameters

NAME
EXPNO
PROCHO

sib_81_128fp
1

1

FZ - Acguisition Parameters

Date_
Time
INSTRUM
PROEHD
PULPROG
D
SOLVENT
NS

Ds

SWH
FIDRES

T
170

T
160

150

140

T
130

T
120

T
110

T T
100 90

T
80

T
70

5138

T
60

20140325

20.07

spect

5 mm PABEQO EB-
jmod

65536

CDC13
474

1.0000000

2.00000000
0.00689655

1

CHANNEL f1
100.6278593
13C

g.00

16
56.13299042 W

NUC2 1H
CPDPRE[2 waltzlé
PCPD2 90.00 usec
PLWZ 12.14200020 W
PLW1Z2 0.24369000 W
T FZ - Processing parameters
5I 32768
pPpmMzg 100.6177980 MHz
WDW E
SSB 0
LE
GBE o
PC




Area Percent Report

Data Path : C:\msdchem\1\DATA\

Data File : sjb 74 171fp.D

Acg On : 11 Oct 2012 12:24

Operator : sjb

Sample : sjb 74 171fp

Misc :

ALS Vial : 85 Sample Multiplier: 1
Integration Parameters: autointl.e
Integrator: ChemStation

Method : C:\msdchem\1\METHODS\JMB2 .m
Title

Signal : TIC: sjb 74 171fp.D\data.m
peak R.T. first max last PK peak

# min scan scan scan TY height

1 8.918 753 758 764 BV 2 35877
2 10.051 949 956 964 PV 6 33672
3 13.207 1502 1507 1516 PV 6 42452
4 13.489 1522 1557 1582 PV 2 8446940
5 13.642 1582 1584 1587 VV 4 63804
6 13.673 1587 1589 1595 VV 6 37292

Sum of corrected

JMB2.m Wed Oct 17 15:09:01 2012

Abundance

TIC:sjb_74_171fp
13.489
8000000

7500000
7000000
6500000
6000000
5500000
5000000
4500000
4000000
3500000
3000000
2500000
2000000
1500000
1000000

500000

8.9110.051 1313.673

S
corr. corr.
area % max
546275 0.14%
718804 0.18%
1193281 0.30%
397073139 100.00%
727438 0.18%
555213 0.14%
areas: 400814149
.D\data.ms

T T I I
6.00 8.00 10.00 12.00 14.00 16

Time-->

$139

00 18.00 20.

I
0

0

22.00

24.00



Abundance

m z->

200000/
180000
160000
140000
120000
100000
80000
60000
40000
20000

0,
4

54.9

60

77.0

80 100 120

Scan 1545 (13.422 min): sjb_74_171fp.D\data.ms

115.0

152.0

201.0

Lo
178.0

224.0

254.0

299.1

341.1

140 160 180 200 220 240 260 280 300 320 340

$140
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NAME 152fp take 2
EXPRO 1
PROCHNO 1
Date_ 20130726
Time .01
INSTRUM speact
PROEHD 5 mm PAEBO EBE-
PULPROG zg30
D 6

ENT

8223.685 Hz
0.125483 Hz

AQ 3.9846387 sec
RG 20

DW 60.800 usec
E 6.50 usec
E 301.2 K
Dl 1.00000000 sec
TDOD 1

32768
). 1500000 MHz
EM

0
0.30 Hz
0

1.00

7.5

|
=)
(=]
-

7.0

Il
~
ol

5

5.0

T T
45 4.0 3.

1
w0
o
-

T
5 3.0

25 2
bl

0 15

1t Data Parameters

EXPNOC
PROCNO

F2 - Rcquisition Parameters
Date_ 20130726
5.01

wn

CNST2
CNST11
D1

D20
D0

PL12W
SFO2

T
170

160

T
150

T
140

130

120

110

T
100

90

80 70 60 50

5141

T T F2 - Processing
30 ppm::

WowW

S5B 0

LB

GBE 0
PC

100.




Area Percent Report
Data Path : C:\msdchem\1\DATA\
Data File : sjb 77 152fp.D

Acg On : 16 Jul 2013 17:41
Operator : sjb

Sample : sjb 77 152fp

Misc :

ALS Vial : 85 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method : C:\msdchem\1\METHODS\ckr3.m
Title
Signal : TIC: sjb 77 152fp.D\data.ms
peak R.T. first max last PK peak corr. corr. % of
# min scan scan scan TY height area % max. total

1 11.207 1139 1158 1202 BV 11463397 276482325 100.00% 95.401%
2 17.559 2229 2268 2297 M5 248076 13329377 4.82% 4.599%
Sum of corrected areas: 289811703
ckr3.m Mon May 12 16:00:02 2014

Abundance

TIC:sjb_77_152fp.D\data.ms
11.207
1.1e+07

1e+07

9000000

8000000
7000000
6000000
5000000
4000000
3000000
2000000

1000000

K 17.559
0 L— — LS A

T T L S B e s e s s L L s s s s s s B B B B L L B A
6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00

Time-->
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Abundance

Scan 1156 (11.196 min): sjb_77_152fp.D\data.ms
1200000 253.0

1100000
1000000
900000
800000

700000 4/

600000

208.0
500000

400000

164.9
300000

100000 67.9

200000 295.1
103.3 M ‘189,9 2340
! IR .

o

127.9
H |
60 80 100 120 140 160 180 200 220 240 260 280 300

m/lz-->

$143



i | | | ' NAME s3b_74_053fp
1

EXPNO
PROCNO 1
Date_ 20120703
Time 13.50
TNSTRUM spect
PROBHD 5 mm PAEED BE-
PULPROG zg30
I | juil 65536
SOLVENT CDC13

f | | | SF 400.1500000 MHz
' EM
0

0.30 Hz
o

1.00

| | ) AR
@ @ o =] wn - @ & eI E=A 1 TR TR ]
@D =@ a =] = @ |2 @ N Sf N
=] —la - o ol ol lm - ed|l=|r|leal [~

094fp 13CAPT
1

1

20130531

§.22

spect

5 mm PABEO BE-

21929.824 Hz
0.334623 Hz
1.4942708 sec
203
22.800 usec

6.50 usec
301.2 K

145.0000000
1.0000000
2.00000000 sec
0.006809655 sec
1

CHANNEL fl =——=—=————
13C
E.00 usec
16.00 usec
—-2.00 4B
56.13311005 ¥
100.627

mmmm=——= CHANNEL f2 =m==———
CPOPRG2 waltzlg
NUC2 1%

o
T T T T T 558
200 180 160 140 120 100 80 60 40 20 ppH

5144



Area Percent Report
Data Path : C:\msdchem\1\DATA\
Data File : sjb 74 053fp.D

Acg On : 3 Jul 2012 12:50
Operator : sjb

Sample : sjb 74 053fp

Misc :

ALS Vial : 100 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method : C:\msdchem\1\METHODS\JMB2 .m

Title

Signal : TIC: sjb_74 053fp.D\data.ms

peak R.T. first max last PK peak corr. corr. % of
# min scan scan scan TY height area % max. total
1 9.694 882 894 912 BB 34783 1341908 2.20% 2.098%
2 12.674 1367 1414 1420 BV 87897 861272 1.42% 1.346%
3 13.087 1474 1487 1498 BV 4 45615 902735 1.48% 1.411%
4 13.877 1595 1625 1647 PV 2 1452537 60865753 100.00% 95.145%

Sum of corrected areas: 63971668

JMB2.m Wed Oct 17 15:30:37 2012

Abundance

TIC:sjb_74_053fp.D\data.ms
13.877

1400000
1300000
1200000

1100000
=

1000000

900000
800000
700000
600000
500000
400000
300000
200000

12.674
100000 1é087
9.694 '
A |

B e
6.00 §.00  10.00  12.00  14.00  16.00  18.00  20.00  22.00  24.00

Time-->
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Abundance

m/z-->

120000

110000

100000

90000

80000

70000

60000

50000

40000

30000

20000

10000

01

Scan 1616 (13.828 min): sjp_74_053fp.D\data.ms

OCHs

283.1

325.1

S146
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NAME sib_77_002fp take 2
EXPNO 1
PROCNO 1
s Date_ 20130805
Time 11.14
INSTRUM spect
PROEBHD 5 mm PABED BE-
PULPROG zg30
TD
SOLVENT
NS 16
uk} 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AD 3.9846387 sec
RG 181
oW 60.800 usec
E 6.50 usec
TE 3onl.z K
Dl 1.00000000 sec
TDO 1

=== CHANNEL £1

32768
400.1500000 MHz
EM

0
0.30 Hz
0

1.00

e
-

T T
5 10 05  ppm

T T T T T T T T T T
75 7.0 65 60 55 50 45 40 35 3.0 25 20 1
|

I |l [ L A 21 | v ) D ! \
Ly [ 1= el wy @ (0 = o= o]~
8 5 8 3 288 3 2EEEEs
(=] [=] - o wl 1ol N o o= ==l

20121207
9.3

spect
5 mm PAEBO BE-
Jmod
3 3

CDC13

1024

4
18382.354 Hz
0.280492 Hz
1.7826293 sec
203
27.20
6.50
301.2
145.0000000
1.0000000
2.00000000 sec
0.006B9655 sec

CHANNEL £l ——————
usec

usec
dB

100. 6267469 MHz

CHANNEL £2
waltzlé

32768
100.6177980 MHz
EM
0
1.00 Hz
0

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

1.40
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Area Percent Report

Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

C:\msdchem\1\
sjb 72 195fp.
1 May 2012

sjb
sjb_ 72 195fp

DATAN\
D
17:23

45 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method
Title

Signal

peak R.T.
# min

U W N
(.
NN
N
o
-

Abundance

5000000

4500000

4000000

3500000

3000000

2500000

2000000

1500000

1000000

500000

C:\msdchem\1\METHODS\JMB2 .m

TIC: sjb 72

first max last
scan scan scan

Sum

195fp.D\data.ms

PK peak corr. corr % of

TY height area % max total
PV 9 232062 6716431 2.01% 1.928%
VV 6 23517 354612 0.11% 0.102%
PV 6 188248 5335080 1.59% 1.531%
PV 5381726 334739484 100.00% 96.071%
PV 10 40476 1284013 0.38% 0.369%
of corrected areas: 348429620

—

C:sjpb_72_195fp.D\data.ms
15.234

1314.267
13.839 15.673
B e

0

Time-->

T — —
6.00 8.00 10.00

L L B R e e e e LIS
12.00 14.00 16.00 18.00

5148

T
20.00

T
22.00

e
24.00



Abundance

Scan 1855 (15.195 min): sjb_72_195fp.D\data.ms
313.1
260000

240000
220000
200000
180000
160000 2011

140000 268.1
120000
100000
80000
60000
40000 Bl

20000 : 178.0

0
40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360

355.2

115.1 152.1 239.1

m/ z-->
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041fp take 2
1

1
/ 20130802
f Time 1a.21
INSTRUM
( | PROBHD
f ; DULPROG

i D
/ | | SOLVENT
NS

2
8223.685 Hz
0.125483 Hz

' AQ 3.9846387 sec
/ RG 203
| oW 60.800 usec

6.50 usec
/ E 301.2 K
Dl 1.00000000 sec
TDO 1

I27ER
400.1500000 MHz
EM
o
0.30 Hz
0
1.00

|
|

il

)

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

| | V) L/ (] } no)
o w0 o
-G ¢ Yo/ eslele
- -l - ] | led ol |eiledledl ledllen
| A/
Current Data Parameters
HAME sib_77_032fp APT
EXPRO 1
PROCNO 1
F? - Acquisition Parameters
Date_ 20130115
Time 13.
INSTRUM spec
PROBHD 5 mm PAEEQ EB-
PULPROG j
D 3
SOLVENT
NS 1024
Ds 4
18382.354
0.2804%2
1.7825792
203
- ‘ " 27.200 usec
I 6.50 usec
299.5 K
145.0000000
1.0000000
2.00000000 sec
0.00683655 sec
1
CHANKEL f1
13C
8.00 usec
16.00 usec
-2.00 dB
PL1W 56.13311005 W
EFO1 100. 6266983 MHz
CHANKEL f2
CPDPRG[2 waltzlé
NI 1H
PCPD2 80.00 usec
PL2 -2.00 dB
PL12 14.00 dB
PL2W 12.14226913 W
PL12W 0.30500001 W
SF02 400.1515831 MHz
T T T T T T T T T T T l T T l l T T"F2 - Processing parameters
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppmsl Ll
SF 100. 6177980 MH=z
WDW EM
SSB o
LB 1.00 Ez
GBE o
PC 1.40

5150



Area Percent Report

Data Path : C:\msdchem\1\DATA\
Data File : sjb 77 041fp.D

Acg On : 24 Jan 2013 16:52
Operator : sjb

Sample : sjb 77 041fp

Misc :

ALS Vial : 10 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method : C:\msdchem\1\5973N\PRECISION.M
Title
Signal : TIC: sjb 77 041fp.D\data.ms
peak R.T. first max last PK peak corr. corr. % of
# min scan scan scan TY height area % max. total
1 11.479 1205 1205 1205 M -467102 0 0.00% 0.000%
2 11.616 1227 1229 1232 VvV 3 33842 476512 0.14% 0.141%
3 11.739 1249 1251 1254 VvV 4 30352 427668 0.13% 0.127%
4 11.815 1264 1264 1264 M4 -204808 0 0.00% 0.000%
5 12.336 1336 1355 1392 VvV 11066989 336059983 100.00% 99.591%
6 16.208 2026 2032 2041 PV 10 18378 475433 0.14% 0.141%
Sum of corrected areas: 337439597

Abundance

TIC:sjb_77_041fp.D\Vdata.ms
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Abundance

Scan 1343 (12.266 min): sjb_77_041fp.D\data.ms
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) ! W NAME sib_74_193fp
EXENO 1
PROCNO 1
I Date_ 20121029
e Time 9.44
INSTRUM spect
H3CO || PROBED 5 mm DUL 13C-1
/ PULPROG 230
D 65536
SOLVENT cpe13
NS 16
DS 2
SWH 8223.685 H
N FIDRES 0.125483
\ o 3.9846387
w RG 161
| ( DW 60.800
= (o) 4 | DE .50
15b | TE 101.2
D1 1.00000000
‘ | ! TDO 1
f CHANNEL £1
‘ I -4.00 dB
19.24410075 W
| 100.1524711 MHz
32768
¢ r 400. 1500105 MHz
( EM
| 0
| 0.30 Hz
| 0
I | 1.00
| \
|
{
— S| JL. LA

7.5 7.0 6.5 6.0 55 5.0 4.5 4.0
I / p
CH- I -
|
H,CO
¢&f1
_J
15b 0

35 3.0
] |
= |slg e

T
2.0

|
w|@
=2
=

T
25

—-10 AFT

MAME sib_T4_194 fr
B 1
1
20121102
17.20
spect
5 mm PABEC EB-
jmod
65536
cocll
1024

4
20161.291 Hz
7637 Hz

sec

0.3
1.6253428
203

145.0000000
1.0000000
2.00000000
0. 00683655
i

CHANNEL f1

13C

.00

16.00

-2.00
56.13311005 w
100.6275479

CHANNEL £2
waltzlé

11

B0.00

-2.00 ds

14.00 dB

12.14226913 W

0.30500001 w

400.1514665
3z

100.617

T T T T T T T T T T
180 170 160 150 140 130 120 110 100 90

80

70
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Area Percent Report

Data Path : C:\msdchem\1\DATA\
Data File : sjb_74 193fp.D

Acg On : 26 Oct 2012 9:51
Operator : sjb

Sample : sjb_74 193fp

Misc :

ALS Vial : 25 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method : C:\msdchem\1\METHODS\JMB2.m
Title
Signal : TIC: sjb_74 193fp.D\data.ms
peak R.T. first max last PK peak corr. corr.
# min scan scan scan TY height area % max.

619 BB 2 136209 1898997 0.21%
720 BV 40169943 918832725 100.00%
739 v 7 61335 1679808 0.18%
875 BV 3 63401 749249 0.08%

Sum of corrected areas: 923160778

JMB2.m Thu Nov 08 10:08:59 2012

S154

0.206%
99.531%
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Abundance

Time-->
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HCO  ocH,

N

w

A5

15d

s3b_74_170fp
1

1
201219012
11.27
spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
T 65536
SOLVENT CDCl3
NS 16
D3 2
SWH 8223.685 Hz
FIDRES 0.1254B3 Hz
%) 3.9846387 sec
G 45.2
oW 60,800 usec
DE 6.50 usec
TE 1.2 K
D1 1.00000000 sec
TOO 1

CHANNEL f1

Pl 3.80
PLl -4.00
DL1W 19.24419075
3501 400.1524711
ST 12768
| sF 100.1500000
WOW EM
| 338 0
| La 0.30
| | Gl a
PR c 1.00
| ]
| [ | [ ] I
]
[ e H I | j_ J,L‘HJM_JJ\_“ . |
T T T T T T T T T T T T
75 50 45 40 35 30 25 20 15 1.0 05 ppm
11 Y L)
] o N"M'MJD v‘Flmjh ~)
] . 2| (g (Q=~(X=2(=
-— w L o = O == |- !—|'- -—
ARVENS >
| \ NAME sjb_74_170fp 13CAPT
EXDNO 1
PROCNO 1
H,CO Date 20121017
3 OCH; Time 17.13
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG jmod
D 65536
WH SOLVENT cDCl3
\ NS 1024
= DS 4
// SHH 24038.461 Hz
FIDRES 0.366798 Hz
= 15d o AD 1.3631988 sec
RG 203
D 20.800 usec
E 6.50 usac
E 301.2 K
CNSTZ 145.0000000
CNST11 1.0000000
DL 2.00000000 sec
D20 0.00689655 sac
| | TDO
' r
CHANNEL £1
NUC1 13c
pL 9.00 usec
p2 18.00 usec
pL1 0.00 d
PLIW 41759872 W
3FO1 100.6278583 Miz
CHANNEL £2 -
waltzl
0
1.00 Hz
0
1.40
T T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 0 ppm
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Area Percent Report

Data Path C:\msdchem\1\DATA\
Data File sjb 74 170fp.D
Acg On 12 Oct 2012 11:58
Operator th
Sample sjb 74 170fp
Misc
ALS Vial 10 Sample Multiplier: 1
Integration Parameters: autointl.e
Integrator: ChemStation
Method C:\msdchem\ 1\METHODS\JMB2 .m
Title
Signal TIC: sjb 74 170fp.D\data.ms
peak R.T. first max last PK peak corr corr
# min scan scan scan TY height area % max
1 9.520 845 863 903 BV 30303782 659142387 100.00%
2 9.769 903 907 921 VV 6 35305 957519 0.15%
3 12.858 1437 1447 1475 VvV 3 525720 16747955 2.54%
Sum of corrected areas: 676847861

JMB2.m Wed Oct 17

Abundance
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Abundance

Scan 858 (9.491 min): sjp_74_170fp.D\data.ms
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i INSTRUM spect
PROEHD 5 mm PABBD BE-
PULPROG
TD
SOLVENT
NS
n\\\H Ds
SWH 8223.685 Hz
- W FIDRES 0.125483 Hz
f // / AD 3.9846387 sec
| RG 144
= @) | oW 60.800 usec
15e | DE 6.50 usec
E 301.2 K
D1 1.00000000 sec
| TDO 1
: |
| usec
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W
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- | { | |I ( 13
l" I(r || | | II 3-_3 Hz
f I [ 1.00
| oy
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= O
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20
[ | ‘ T 20.800 usec
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E 301.2 K
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Dl 2.00000000 sec
D20 0.00689655 sec
TDO 1
CHANNEL £1 ==
13C
B.00 usec
16.00 usec
-2.00 4B
56.13311005 W
100. 6278593 MHz
-------- CHANNEL f2 =——=—————
CPDPRG2 waltzlh
NOC2 1F
PCPD2 B0.00 usec
PL2 -2.00 dB
PL1Z2 14.00 dB
PL2ZW 12.14226913 W
PL12W 0.30500001 W
SFO2 400.1514963 MHz
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Area Percent Report

Data Path : C:\msdchem\1\DATA\
Data File : sjb 77 155fp.D

Acg On : 17 Jul 2013 19:26
Operator : JMB

Sample : sjb 77 155fp

Misc :

ALS Vial : 70 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method : C:\msdchem\1\5973N\PRECISION.M
Title
Signal : TIC: sjb 77 155fp.D\data.ms
peak R.T. first max last PK peak corr. corr. % of
# min scan scan scan TY height area % max. total

1 7.438 485 499 557 PV 17547844 273377835 100.00% 99.173%
2 12.685 1406 1416 1423 BV 3 71876 1506033 0.55% 0.546%
3 12.746 1423 1427 1438 VV 6 38668 772660 0.28% 0.280%

Sum of corrected areas: 275656527

Abundance

TIC:sjo_77_155fp.D\data.
146407 S 438 sjb_77_ p ata.ms
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Abundance

Scan 504 (7.465 min):sjb_77_155fp.D\data.ms
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Area Percent Report

Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Integration
Integrator:

Method
Title

Signal

peak R.T.

w N =

min

fi
S

C:\msdchem\1\DATA\
sjb 74 055fp.D

5 Jul 2012 11:31
sjb

sib_74 055fp

100 Sample Multiplier: 1

Parameters: autointl.e
ChemStation

C:\msdchem\1\METHODS\JMB2 .m

TIC: sjb 74 055fp.D\data.ms

rst max last PK peak corr. corr.
can scan scan TY height area % max.
737 745 759 BB 519105 7434595 3.19%

8.844
9.079
9.434

779 786 796 BV 347741 4764015 2.05%
833 848 892 BV 11665755 232806835 100.00%

Sum of corrected areas: 245005445

JMB2.m Mon Nov 12 10:09:42 2012

Abundance

Time-->
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Abundance

Scan 847 (9.428 min): sjp_74_055fp.D\data.ms
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Area Percent Report

Data Path : C:\msdchem\1\DATA\
Data File : sjb_72 198fp.D

Acg On : 3 May 2012 11:59
Operator : sjb

Sample : sjb_72 198fp

Misc :

ALS vial : 55 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method : C:\msdchem\1\METHODS\JMB2.m
Title
Signal : TIC: sjb_72 198fp.D\data.ms
peak R.T. first max last PK peak corr. corr. % of
# min scan scan scan TY height area % max. total
1 9.415 838 845 854 PV 3 35843 523833 0.06% 0.060%
2 9.771 888 907 926 PV 639609 9434624 1.12% 1.081%
3 9.958 926 940 964 VvV 3 682972 12270772 1.45% 1.406%
4 10.386 999 1015 1076 PV 37735401 845131612 100.00% 96.870%
5 10.748 1076 1078 1083 VvV 5 44991 946871 0.11% 0.109%
6 10.788 1083 1085 1090 Vv 5 27602 321745 0.04% 0.037%
7 14.044 1628 1654 1680 VvV 5 82632 3807415 0.45% 0.436%

Sum of corrected areas: 872436873

JMB2.m Thu Nov 08 10:05:52 2012

Abundance

TIC:sjb_72_198fp.D\data.ms
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Abundance

Scan 1003 (10.320 min): sjpb_72_198fp.D\data.ms
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Area Percent Report

Data Path : C:\msdchem\1\DATA\
Data File : sjb 77 035fp.D

Acg On : 17 Jan 2013 9:18
Operator : sjb

Sample : sjb 77 035fp

Misc :

ALS Vial : 15 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

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

Title

Signal : TIC: sjb 77 035fp.D\data.ms
peak R.T. first max last PK peak corr

# min scan scan scan TY height area

1 7.859 567 573 586 BV 921047 12330088

2 8.115 602 618 630 BV 2 742118 9405778

3 8.452 662 677 691 VvV 22818856 436485499 100.00%
4 11.442 1191 1199 1218 PV 3 413116 8016772

Sum of corrected areas:

Abundance
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6000000

4000000

2000000

) L 11.142

a.ms

2.82%

2.15%

1.84%

466238136

—— L L S e e e e e e e e N B S e e w
6.00 8.00 10.00 12.00 14.00 16.00

Time-->
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18.00

— T
20.00

T
22.00

T
24.00



Abundance

m/z--

1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000

Scan 671 (8.421 min):

128.0

155.0

170.1

195.0

sjp_77_035fp.D\data.ms

212.0

S175

180

200



Current Data Parameters

NAME 5jb_81_139fp HC1 wash
p EXPHNO 1
f FROCND 1
F2 - Acguisiticn Parameters
Date_ 20140404
Time 9.53
INSTRUM spect
PROBHD 5 mm PABED EE—
PULPROG zg30
65536
copcl3
16
2
8012.820 Hz
0.122266 Hz
4.0894465 sec
57
62.400 usec
6.50 usec

E
sec

301.2
1. 00000000
1

—— CHANNEL f1 -

SFO1 400.1524711

NUC1 1H

Pl 12.50 usec
PLW1 12.14200020 w

F2 - Processing parameters
65536

5L
SF 400.1500000 MHz
WOW EM
/‘ S5B o
/ LB 0.30 Hz
GB o
PC 1.00

-

Lﬂtjt \

T T
45 4.0

T T T
35 3.0 25 20

T
5.0 15 0.5 ppm
I I LI ) L) I
w| (e Ly = |2 |= ] @ ledf I~
o |@ =x @) = |2 - [ F~ =]
o ‘c5| ‘ui‘ c:‘ =10k \luﬂ[ v;‘ o -]
o
| |
b [ i
Current Data Parameters
NAME sjb_81_139fp HC1 wash
EXFNO 1
PROCND 1
F2 - Acguisition Parameters
20140404
9.53
spect
5 mm PAEBO EE-
zg30
65536
cDCl3
16
2
8012.820 Hz
0.122266 Hz
4.0894465 sec
57
62.400 usec
&£.50 usec
| 301.2 K
1.00000000 sec
I 1
| —— e CHANNEL £l m——————
SFO1 400.1524711 MHz
| \ NUC1 1H
r1 12.50 usec
h ‘ "Lq FLW1 12.14200020 W
|
| \ F2 - Processing parameters
A
| ! ST 65536

400.1500000 MAz

I 57
| WDoW EM
| | SSB 0
| LE 0.30 Hz
| GE 0
[ sC 1.00

\‘ A

T
535 530 525 520 515 510 505 500 495 490 4.85

T T T T T T T T
480 475
|

ppm
-

o —
@
D{

5176



"sjb 81 13

9fp HCl wash 2™

il

A

2 1 C:\omrusers\malachowskilsburke

b I ,lm_uﬂ.‘,um&

SRS |
s s E
- =
5 H - i e ﬁ% L
. 5 i e B L
- . - -
- - = - r
s migE = L e
H ' ®
i * - N - # & == .- L
H] ou ol g -
- - P o r
am _g' “ D oa mu | .
- L
# rar r
fa 1w .
'.-. = T == -— = I

S177

F2 [ppm]



"sjk_81_139fp HCl wash 2" 2 1 C:\nmrusers‘\malachowski)sburke l

i, A T |
o

Q =

)

3 @

= == = 54

B

]
:j

Area Percent

Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

Integration
Integrator:

Method
Title

Signal

peak R.T. £
# min

1 8.833
2 10.539
3 10.570

5.8 5.6 54 5.2 5.0 4.8 4.6

Report

C:\msdchem\1\DATA\
sjb 81 139fp.D

4 Apr 2014 10:33
sjb
sjb 81 139fp

100 Sample Multiplier: 1

Parameters: autointl.e
ChemStation

C:\msdchem\1\METHODS\ckr3.m

TIC: sjb 81 139fp.D\data.ms

irst max last PK peak corr. corr.
scan scan scan TY height area % max.
737 743 748 BV 449693 5482203 1.36%
1028 1041 1044 BV 22326971 404324493 100.00%
1044 1047 1076 VB 15532325 199850556 49.43%

S178

—
F2 [ppm]

32.781%

2.0 F1 [ppm]

3.0 2.5

3.5



Abundanc

Time--

>

00
00
00
00
00
00
00

TIC:sjb_81_139fp.D\Vdata.ms
10.539
10.570
T T T T T T T T T T T
10.20 10.30 10.40 10.50 10.60 10.70 10.80 10.90 11.00 11.10 11.20

S179



Abundance

mlz--

4200000
4000000
3800000
3600000
3400000
3200000
3000000
2800000
2600000
2400000
2200000
2000000
1800000
1600000
1400000
1200000
1000000
800000
600000
400000
200000
0

Scan 1041 (10.538 min):sjb_81_139fp.Dldata.ms
269.1

216.1

175.0
141.0

115.0

‘ 244.0
IR

302.1
uyll

321
|

A ‘
I

358.1

400.2

40

60

80

100 120 140 160 180 200 220 240

$180

260

280

300

320

340

360
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Abundance

2800000

2600000

2400000

2200000

2000000

1800000

1600000

1400000

1200000

1000000

§00000

500000

400000

200000

115.0

Scan 1046 (10.566 min):sjb_81_139fp.Didata.ms
358.1

H3CO

2210 1171 1002

1410

I
140 160 180 200 220 240 260 280 300 320 340 360 380 400
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Current Data

Parameters

HAME sjb_Bl_1l18fp
- EXPNO 1
|/ PROCNO 1
OCH3 F2 - Acquisition Parameters
Date_ 20140307
Time
INSTRUM spect
PROEHD 5 mm PABEO EE-
H PULPROG zg3l0
& 65536
SOLVENT CDC13
N5 1
D3 F
SWH 8012.820 Hz
oTBS FIDRES 0.122266 Hz
4.0894465 sec
4 1 71.8
£2.400 usec
6.50 usec
anl1.2 K
1.00000000 sec
1
CHANNEL f1
400.1524711 MH=z
1H
12.50 usec
12.14200020 W
Processing parameters
65536
i 400.1500000 MH=z
EM
] o
0.30 Hz
o
- I 1.00
A - k
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
R P | | | )
gl3|[c 8 SIES s [2lglel e [slz] ) 5
~-|e||l- - alls|a 4] S|=|~ %] —|ea| e 3
Current Data Parameters
NAME =jb_81_1l18fp
EXPNO 1
OCH3 OCH3 PROCNO 1
F2 - Acquisition Parameters
Date_ 201403207
Time 9.05
INSTRUM spect
H PROEHD 5 mm PAEED BE-
.\\\‘H + & PULPROG zg30
TD £5536
W W SOLVENT CDC13
/‘ /’ S 16
Ds 2
= 19 oTBS =~ 20 OTBS SHE 8012.820 Hz
FIDRES 0.122266 Hz
4 1 AD 4.08%4465 sec
RG T1.8
oW 62.400 usec
DE 6.50 usec
E 301.2 K
Dl 1.00000000 sec
TDO 1
CHANNEL f1
S5FO1 400.1524711 MH=z
NUC1 1H
Pl 12.50 usec
PLW1 12.14200020 W
F2 - Processing parameters
51 £5536
SF 400.1500000 MH=z
WOW EM
S55B 0
/ 1 LE 0.30 Hz
II GB o
J ! PC 1.00
o b M
T T T T T T T T T T T T
6.8 6.6 6.4 6.2 6.0 5.8 5.6 5.2 5.0 4.8 4.6 ppm
[\ J S L _J L
- =]
5 Wo[
- -




=ib 81 _11Bfp 2 1 C:\omrussrs\malachowski)sburke
______ I T BT TN
=ib_81_118fp COSY = om R E
H - . 'L
;-h [ L] = -
- " -" a
- B -
- ‘: k] : '—‘ ]
- ﬁ" = :ﬁ : 5..-_-‘ |
.’ -
- [ L
- 4 T :
- - a » .
al-_ﬂ‘. = I
E i
T T T T T T T T T T T
6 4 2 F2 [ppm]
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A K i
_ﬂ/JUr{ Jl'L_JJH\ Ao \K_____ o

_ M _ —
1' =b_81_118fp COSY E
ﬁ_’ -
’155%1
__'_!!.
__~53 4 1
§ - @ re
_%_
1
|
d = "
‘ C T T : T T T T T T T T
5.2 50 4.8 4.6 4.4 4.2 F2 [ppm]
Area Percent Report
Data Path C:\msdchem\1\DATA\
Data File sjb 81 118fp2.D
Acg On 7 Mar 2014 10:09
Operator sjb
Sample sjb 81 118fp2
Misc
ALS Vial 85 Sample Multiplier: 1
Integration Parameters: autointl.e
Integrator: ChemStation
Method C:\msdchem\1\METHODS\ckr3.m
Title
Signal TIC: sjb 81 118fp2.D\data.ms
peak R.T. first max last PK peak corr corr. % of
# min scan scan scan TY height area % max total
1 5.201 104 108 114 PB 2 87210 899707 0.52% 0.342%
2 8.484 674 682 687 PV 120399 1516861 0.87% 0.577%
3 8.838 736 744 755 PV 1657895 20458627 11.73% 7.776%
4 9.977 936 943 948 VvV 2 341301 4863739 2.79% 1.849%
5 10.028 948 952 961 VvV 193154 3209783 1.84% 1.220%

S184



6 10.130 965 970 973 VV 6 39706 723550 0.41% 0.275%

7 10.273 990 995 997 vv 5 131194 1980406 1.14% 0.753%

8 10.302 997 1000 1010 vv 2 213577 4417680 2.53% 1.679%

9 10.431 1010 1022 1030 vV 3434232 48673209 27.91% 18.499%
10 10.508 1030 1036 1050 VvV 13009865 174420154 100.00% 66.291%
11 10.611 1050 1054 1056 VvV 5 112236 1948724 1.12% 0.741%

Sum of corrected areas: 263112441

ckr3.m Tue Mar 25 16:57:32 2014

Abundance

TIC:sjb_81_118fp2.D\data.ms
10.508

1.2e+07 OCH;

1.le+07

let07

9000000 4 1

8000000

7000000

6000000

5000000

4000000
10.431

3000000

2000000 8838

1000000

o)
5.001 pags 400611
e
5.00  8.00 1000 1200 1400 1690 1800 2000 2200 2400

Time-->
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Abundance

Scan 1033 (10.492 min):sjb_81_118fp2.Dldata.ms
253.0
500000

450000

400000

350000

300000

210.9

250000
200000

150000
170.9

100000

140.9
50000 oy

3271 353.1 3831
2808 ‘ ‘ ‘
" I \‘\ IL ‘\

04 bl ‘w\m L .
L B B
40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380
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Abundance
Scan 1023 (10.435 min):sjb_81_118fp2.D\data.ms
342.1

220000 210.9 OCHj OCHj,4

200000

180000

160000

140000

120000

100000

253.0

80000 170.9

60000 31840

40000

1149 140.9
20000 286.1

312.0

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

L.
I I I I I I I I I I I I I I I
70 65 60 55 50 45 40 35 30 25 20 15 1.0 05 ppm
| | J ) | I |
= Y= f 'me \ofloNe( (o ladel (ed)
] M - bl bl B e L B N (e =
I o N ]
)
|
Current Data Parameters
NAME sjb_T4_180 fr 3=5 13c
EXPNO 1
PROCHO 1
FZ = Acquisition Parameters
Date_ 20121022
Time 11.38
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30
o 65536
SOLVENT cDcl3
NS 256
DS 4
SWH 24038.461 Hz
0.366798 Hz
1.3631488 sec
203
20.800 usec
6.50 usec
301.2 K
2.00000000 sec
0.02000000 sec
CHAMNEL f1
13c
9.00 usec
0 48
35.41759872 W
100.6278593 MHz
CHAMNEL £2
CEDERG[2 walczlé
NUC2 1H
cPD2 80.00 usec
pL2 =3.80 dB
PL12 1380 ds
PL13 13180 ds
PLIW 18.37806702 W
PL12W 0.31937420 W
PL13W 0.31937420 W
SFO2 400.1516006 MHz
FZ = Processing parameters
I I I I I I I I I I I 51
sF "
200 180 160 140 120 100 80 60 40 20 0 ppm:, 100.6177580 Mz
S5B o
LB 1.00 Hz
GB o
PC 1.40

5188



Area Percent Report

Data Path
Data File
Acg On
Operator
Sample
Misc

ALS Vial

C:\msdchem\1\DATA\
sjb 74 180 fr3-5.D
19 Oct 2012 11:34
sjb

sib 74 180 fr3-5

10 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method
Title

Signal

peak R.T.

1
2
3

min
9.494
9.969
10.725

C:\msdchem\1\METHODS\ckr3.m

TIC: sjb 74 180 fr3-5.D\data.ms

first max last PK peak corr. corr
scan scan scan TY height area % max
850 859 872 BV 798947 11914481 5.98%
931 942 967 BV 11427409 199102091 100.00%
1063 1074 1082 BV 1129946 14764330 7.42%
Sum of corrected areas: 225780902

ckr3.m Mon Apr 07 17:09:08 2014

$189

5.277%
88.184%
6.539%



Abundance

TIC:sjb_74_180 fr3-5.0\data.ms
9.969

1.1e+07 H,CO OCH,

16407
9000000 N

)\\\“ O
/21
8000000
7000000
6000000
5000000
4000000
3000000

2000000

1000000 9.494

i
L S L B B A O I B L B B

|
00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00

Time-->
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Abundance

Scan 856 (9.479 min):sjb_74_180 fr3-5.0\data.ms
2420

50000 HsCO  ocH,

45000

40000

35000

30000

284.1

25000

20000

15000

10000

128.0 2009

152.9
5000 180.9

‘ 2

I I |

| 7
UH\HW\UH L
0 00

L e
] 220 240 260 280

| | |
‘8‘0 100 £ZU 140 160 180 é

S$191



Abundance

1300000

1200000

1100000

1000000

900000

800000

700000

600000

500000

400000

300000

200000

100000

Scan 940 (9.960 min):sjb_74_180 fr3-5.D\data.ms

284.1
HsCO  oCH,
e (6]
i
2420
1150 189.0
2110
7.0 165.0
1450
530 |
H\\ H \\“wu M“ o m”\\‘ ‘ M\H‘ “H H‘ ‘\u‘ ‘HHHM‘H“\‘H‘HH‘MH \‘HHH‘HMH‘H“ ‘\} ‘\ - \‘ | H} 26‘7;\0‘ - “ —
60 80 100 120 140 150 180 200 220 240 260 280
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Abundanc

]

0010

0010

000

000

000

000

102.0

100

120

Scan

140

1073 (10

160

180

T20 min)osjb T4 _ 180 fr3-5.01data.ms

22010

3211

200 220 240 260 280 300 320 340

5193

360

380
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o

Current Data Parameters
NAME sjb_81_121fp
/ EXPNO 1
[ PROCNO 1
f F2 - Acquisition Parameters
| Date_ 20140314
OCHjs OCHj .-/ | Time B.12
| f INSTRUM spect
| | DROEHD 5 mm PABEO EE-
| | PULPROG zg30
| | ™ 65536
)l f SOLVENT cDel3
f NS 16
SHo+ WH / ‘ DS 2
. | SWE aalz.sig ﬁz
, ¢ FIDRES 0.1222 z
= ~ JI AQ 4.089%94465 sec
RG 114
o) 28 o / ‘ oW £2.400 usec
27 | f E 6.50 usec
| | TE 297.8 K
{ | D1 1.00000000 sec
| | TDO 1
| { ------ CHANNEL £l =——m———m—
| | 400.1524711 MHz
/ | 1H
ro | 12.50 usec
(. | 12.14200020 W
i
: FZ - Processing parameters
| { 51 £5536
o | ER 400.1500000 MH=z
WOW EM
[ SSB 0
LB 0.30 Hz
- cB o
ec 1.00

T T T T T T
. 0 2.5 2.0 1.5 ppm

GI.S 6.0 5.5 5.0 4.5 4.0 35 3.
L L S S N S b I G
[ EERY  EEER O B E
olo ol lo oo|olo (=1Ll =] (=] - wn o w

T
7.0
ey
b B ] B
clalala

| |
Current Data Parameters
HAME sib_81_121fp
EXPND 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20140314
Time B.12
INSTRUM spect
PROEHD 5 mm PAEBD EBE-
PULPROG zg30
T 65536
SOLVENT CDC13
N3 16
os 2
SWH B012.820 Hz
FIDRES 0.122266 Hz
AQ 4.08%4465 sec
RG 114
oW 62.400 usec
DE 6.50 usec

E 297.8 K
1.00000000 sec
1

------ CHANNEL £1 ——m————

400.1524711 MHz
;2_55 usec

12.14200020 W

F2 - Processing parameters

5T £5536

S5F 400.1500000 MHz
WDW EM
S55B 0

LB 0.30 Hz
GB 0

Jk "J_JL) . oC 1.00
/ __/ _Jn’

Sy

5194



Area Percent Report

Data Path C:\msdchem\1\DATA\

Data File sjb 81 121fp.D

Acg On 14 Mar 2014 9:05

Operator sjb

Sample sjb 81 121fp

Misc

ALS Vial 90 Sample Multiplier: 1

Integration Parameters: autointl.e

Integrator: ChemStation

Method C:\msdchem\1\METHODS\ckr3.m

Title

Signal TIC: sjb 81 121fp.D\data.ms
peak R.T. first max last PK peak corr corr.

# min scan scan scan TY height area % max
1 8.867 743 749 758 BV 3522428 56027446 14.44%
2 8.942 758 762 782 VB 398136 10292277 2.65%
3 9.218 805 810 818 BV 561113 10095541 2.60%
4 9.298 818 824 863 VvV 22894893 387965102 100.00%
5 9.594 867 876 917 VvV 24458757 380749882 98.14%
Sum of corrected areas: 845130248

ckr3.m Thu Mar 27

12:26:01 2014

$195



Abundance

TIC:sihb_81 121fp.D\data.ms
2 46407 Jose
OCHj; OCHj3 OCHjs

2.2et07

let017

1.8e+07

1.6e+07

Lde+07

1.2e+07

let07

8000000

6000000

4000000 8867

2000000

1
§.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00

Time-->
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Abundance

Scan 879 (9.611 min):sjhb_81_121fp.D\data.ms
225.9 268.0

360000
310000 OCHg; OCHj3 OCHj;
320000
300000
280000

260000

240000
220000
200000
180000
160000
140000
120000
100000 172.9

114.9

80000

000 147.9
60000 197.9

40000
‘2498
I

L] Hm“\ o ‘MJ“M\MHML\‘\\ ‘M ‘M HJM\ MMNWM\ | M‘ I !

o

60 100 120 140 160 180 200 220 240 260 280
milz-->
Abundance

Scan 825 (9.302 min): sjb_81_121fp.D\data.ms
268.0

1800000
OCH, OCH, OCH,

1600000 211.9
1400000

1200000

1000000

800000

600000
92.9 239.9

400000 1149 164.9

146.9
200000

o

60 100 120 140 160 180 0 220 240 260 280

m/z-->
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Abundance

mlz-->

38000
36000
34000
32000
30000
28000
26000
24000
22000
20000
18000
16000
14000
12000
10000

8000

6000

4000

2000

o

Abundance

190000

180000

170000

160000

150000

140000

130000

120000

110000

100000

90000

80000

70000

60000

50000

40000

30000

20000

10000

0

Scan 811 (9.222 min):sjb_81_121fp.D\data.ms

268.0
OCHj,4 OCHj,4 OCHjs
211.0
114.9
140.9
1789
54.8 76.8
| ) ld=te |
HM \MH\H\HHHMH‘\L\M"\‘H‘ \\ H‘ \‘H\ \\ H\\‘_‘ 1 T
100 120 140 160 180 200 220 240 260 280
Scan 747 (8.855 min):sjb_81_121fp.D\data.ms
211.9
OCHj; OCHj
239.9
268.0
164.9
114.9
194.9
549 140.9

| me‘“$““m“H‘\‘w
100 120 140 160 18 200 220 240 260 280
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Current Data Parameters

sjb_B1_163 fr3 2
1
/ 1
F2Z - Acquisition Parameters
20140508
B.24
speact
5 mm PAEBO BE-
zg30
£5536
CDC1
16
2
| 8012.820 Hz
0.122266 Hz
| 4.0854465 sec
161
| 62.400 usec
6.50 usec
301.2 K
1.00000000 sec
1
CHANNEL f£1
400.1524711 MHz
H
12.50 usec
i | 12.14200020 W
r
FZ - Processing parameters
51 £5536
SF 400.1500000 MHz
wWow EM
55B o
LB 0.30 Hz
GB o
J PC 1.00
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
| 1)y - Lo/ P
| @ = cllREERE E R EE
8(@0 @ - ’gc—mam] m’/ﬂ)F‘-—}h
- == o o —lel=le|-|s] |aleile|m|e
Current Data Parameters
HAME =jb_81_163fr4 APT
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20140508
Time 12.29
INSTRUM spect
PROBHED 5 mm PAEEQ BE-
PULPROG Jmod
o 5536
SOLVERT CDC13
\\\\.-- (@] NS 1024
26 DS . 4
SWH 24038.461 Hz
, L ) f FIDRES 0.366798 Hz
- i - 1.3631488 sec
| RG 203
oW 20.800 usec
DE 6.50 usec
TE 301.2 K
CNST2 l45.0000000
CNST1 1.0000000
D1 2.00000000 sec
D2o 0.00689655 sec
DO 1
CHANNEL f1 -
SFOL 100.6293690 MHz
NUCL 13c
Pl B.0D usec
pz 16.00 usec
PLWL 56.13290942 W
CHANNEL f£2 -
SFO2 400.1516006 MHz
NUC2 1H
CPDPRG[2 waltzlh
PCPD2 90.00 usec
PLWHZ 12.14200020 W
PLH1Z 0.24369000 W
T T T T T T T T T F2 - Processing parameters
200 180 160 140 120 100 80 60 40 ppmZ; oo el lEE
WOW EM
SEB o
LE 1.00 Hz
GE o
PC 1.40

5199



Area Percent Report
Data Path : C:\msdchem\1\DATA\
Data File : sjb 81 163 fr4.D

Acg On : 7 May 2014 16:54
Operator : sjb

Sample : sjb 81 163 fr4

Misc :

ALS Vial : 100 Sample Multiplier: 1

Integration Parameters: autointl.e
Integrator: ChemStation

Method : C:\msdchem\1\METHODS\ckr3.m

Title

Signal : TIC: sjb 81 163 fr4.D\data.ms
peak R.T. first max last PK peak corr. corr. % of

# min scan scan scan TY height area % max. total

1 8.861 743 748 757 BV 436595 6037089 1.74% 1.626%
2 9.316 817 827 862 VB 18042696 347130619 100.00% 93.508%
3 9.585 867 875 897 BB 1151425 18062141 5.20% 4.865%

Sum of corrected areas: 371229849

ckr3.m Mon May 12 15:24:00 2014

Abundance

TIC:sjb_81_163 fr4.D\data.ms
1.8e+07 9.316

OCH,

1.6e+07

1.4e+07

1.2e+07

le+07

8000000

6000000

4000000

2000000
9ﬁ585

8amn
[ Jp S ————————
§.00 8.00  10.00 12.00 14.00 16.00 18.00  20.00  22.00  24.00

Time-->
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Abundance

Scan 825

115.0

(9.302 min):

sib

OCH,

147.0

165.0

81_163

fr4 D\data.ms

195.0

225.0

268.0

milz-->
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