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1. Copy of NMR for the compounds (6a-6q)
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2. Copy of HRMS for the compounds (6a-6q).
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Elements Used:
C:0-100 H:0-150 ©O:3-3 Na: 1-1
xf-4-78 09:57:12
12030902 14 (0.261) AM (Cen,2, 80.00, Ht,5000.0,0.00,1.00); Sm (Mn, 2x1.00); Cm (7:14) 1: TOF MS ES+
293.1156 7.14e3
100 |
' 563.|231B
L
' 564.2390
294.1236 -
274.2780 l 299.0765 560.1946
" L. 4410057 . 73132 8896592 929.41701092.9846 -
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500

Minimum: -200.0
Maximum: 5.0 5.0 200.0
Mass Calc. Mass mDa PEM DBE i-FIT Formula
293.1156  293.1154 0.2 0.7 8.5 14.8 Cl7 H18 03 Na
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Elemental Composition Report Page 1

Single Mass Analysis (displaying only valid results)
Tolerance = 5.0 PPM / DBE: min = -200.0, max = 200.0
Selected filters: None

Monoisotopic Mass, Even Electron lons
13 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:

tBuOOC C:0-100 H:0-150 0O:3-3 Na: 1-1
xf-4-84 10:17:53
12030903 23 (0.427) AM (Cen,2, 80.00, Ht,5000.0,0.00,1.00); Sm (Mn, 2x1.00); Cm (12:23) 1: TOF MS ES+
* 647.3206 6.45e3
100 :
OMe 335.1626
(+)-6b .
% 648.3352
| 613.3094
1336.1706 '
301.1475 9.3416
] 351.1439  579.2909
ol 2742198 | | ; 8152042 931.7108 9986306 11132340 43196715 14413120
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500
Minimum: -200.0
Maximum: 5.0 5.0 200.0
Mass Calc. Mass mDa PPM DEE i-FIT Formula
335.1626  335.1623 0.3 0.9 8.5 13 C20 H24 03 Na
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CH5CH,00C

OR®
OMe

(-6

Elemental Composition Report Page 1
Single Mass Analysis (displaying only valid resulits)
Tolerance = 5.0 PPM / DBE: min =-200.0, max = 200.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
12 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:
C:0-100 H:0-150 0:3-3 Na: 1-1
xf-4-85 10:24:08
12030804 25 (0.465) AM (Cen,2, 80.00, Ht,5000.0,0.00,1.00); Sm (Mn, 2x1.00): Cm (22:29) 1: TOF MS ES+
307.1317 2.02e4

100

% 591.2808

308.1503
592.2914
301.1560
[ 309.1568 585.2979 |593.2986
, | 271.1084 J . ; 721.3620  g0a 20400000675 10808655 e
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500

Minimum: -200.0
Maximum: 5.0 5.0 200.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
307.1317  307.1310 0.7 2.3 8.5 206.5 C18 H20 O3 Na
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CgHsCH,00C

l * l

(-)-6d

OMe

Elemental Composition Report

Page 1
Single Mass Analysis (displaying only valid results)
Tolerance = 5.0 PPM / DBE: min =-200.0, max = 200.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
12 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:
C:0-100 H:0-150 0:3-3 Na:1-1
xf-4-86 12:59:33
12030905 17 (0.316) AM (Cen,2, 80.00, Ht,5000.0,0.00,1.00); Sm (Mn, 2x1.00); Cm (14:20) 1: TOF MS ES+
369.1458 4.49¢e3
100 |
715.2937
% | 716.3007
370.1512
717.3054
- 269.0017 385'1?24 533.1525 647.2886 | 7183020 g79 3154 965-68871061.5385
0 S  REmERS nas o T RABAREAR - - - — a m/z
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500
Minimum: -200.0
Maximum: 5.0 5.0 200.0
Mass Calc. Mass mDa PPM DEE i~FIT Formula
369.1458  369.1467 -0.9 -2.4 12.5 1:1 C23 H22 03 Na
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MeOOC
OMe
(-)-6e

Elemental Composition Report Page 1
Single Mass Analysis (displaying only valid resuits)
Tolerance = 5.0 PPM / DBE: min =-200.0, max = 200.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
13 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:
C:0-100 H:0-150 0:3-3 Na: 1-1
xf-4-87A 13:03:18
12030906 75 (1.395) AM (Cen,2, 80.00, Ht,5000.0,0.00,1.00); Sm (Mn, 2x1.00):; Cm (72:82) 1: TOF MS ES+
100 293.1157 1.18e4
0/0_
294.1281
301.1501
’ 25?-0053 L )  563.2522 679.0311 843.0536 92501814007 0533 1170-9839 | "
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500
Minimum: -200.0
Maximum: 5.0 5.0 200.0
Mass Calc. Mass mDa PEM DBE i-FIT Formula
293.1157 293.1154 0.3 1.0 8.5 99,6 Cl17 H18 03 Na
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Elemental Composition Report Page 1
Single Mass Analysis (displaying only valid results)
Tolerance = 5.0 PPM / DBE: min = -200.0, max = 200.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
13 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:
C:0-100 H:0-150 0:2-2 Na: 1-1
xf-4-878 13:08:33
12030907 51 (0.948) AM (Cen,2, 80.00, Ht,5000.0,0.00,1.00); Sm (Mn, 2x1.00); Cm (30:54) 1: TOF MS ES+
100 277.1201 4.14e3
|
|
% | 301.1433
2402808  531.2449
579.2878
; 259.00{)3 I | Nl Ranes ?10;46‘12 843.0110924‘9??‘,"1033.7245 -
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500

Minimum: -200.0
Maximum: 5.0 5.0 200.0
Mass Calc. Mass mDa PPM DEE i-FIT Formula
277.1201  277.1204 -0.3 -1.1 8.5 0.2 Cl7 H18 02 Na
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Elemental Composition Report

Page 1
Single Mass Analysis (displaying only valid results)
Tolerance = 5.0 PPM / DBE: min = -200.0, max = 200.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
13 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:
C:0-100 H:0-150 0:2-2 Na: 11
xf-4-89C 13:32:11
12030912 8 (0.149) AM (Cen,2, 80.00, Ht,5000.0,0.00,1.00); Sm (Mn, 2x1.00); Cm (8:20) 1: TOF MS ES+
160 319.1678 3.35e3
| .
% 615.3448
269.0054:320.1797 597.3240 !515,3555
401.1781 -
G 515.0142 17.3603
ol s Ll d b 1l % 7610314 8430303 55 0040 1089.0624 5, 1400 1335'02821499.1;.>ns;§
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500

Minimum: -200.0
Maximum: 5:0 5.0 200.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
319.1678  319.1674 0.4 1.3 8.5 5.2 C20 H24 02 Na
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Elemental Composition Report Page 1
Single Mass Analysis (displaying only valid results)
Tolerance = 5.0 PPM / DBE: min =-200.0, max = 200.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
13 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:
C:0-100 H:0-150 0:2-2 Na: 1-1
xf-4-90A 13:36:00
12030913 10 (0.186) AM (Cen,2, 80.00, Ht,5000.0,0.00,1.00); Sm (Mn, 2x1.00); Cm (8:13) 1: TOF MS ES+

MeOOC 100 313.1206 3.75e3

‘ i 603.2458
£l
%- 5 604.2678
{+)-6h 314.1392
301.1586 | 329-1103 591.2898 505 2831
é b U S | 127.3504 _343'05?‘_‘925.05231039.0924 1171.0601 1343.0713 1466.0408
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500

Minimum: -200.0
Maximum: 5.0 556 200.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
313.1206  313.1204 0.2 0.6 11.5 19.3 C20 H18 02 Na
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Elemental Composition Report Page 1
Single Mass Analysis (displaying only valid results)
Tolerance = 5.0 PPM / DBE: min = -200.0, max = 200.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
13 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:
C:0-100 H:0-150 0:2-2 Na:1-1
xf-4-90B 13:39:24
12030914 10 (0.186) AM (Cen,2, 80.00, Ht,5000.0,0.00,1.00); Sm (Mn, 2x1.00); Cm (9:18) 1: TOF MS ES+
100 313.1200 6.01e3

0/0 |

314.1302
—— | 603.2495
: | 604.2558
N . L ;.39'_5'112??433'0?3? | N 842.9855 925});5{1007.01 4  1170.9851 | | o
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500

Minimum: -200.0
Maximum: 5.0 5.0 200.0
Mass Calc. Mass mDa PPM DEBE i-FIT Formula
313.1200 313.1204 ~0.4 -1.3 11.5 21.4 C20 H18 02 Na
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Elemental Composition Report Page 1
Single Mass Analysis (displaying only valid results)
Tolerance = 5.0 PPM / DBE: min =-200.0, max = 200.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
12 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:
C:0-100 H:0-150 O:4-4 Na:1-1
xf-4-93 13:55:55
12030919 10 (0.187) AM (Cen,2, 80.00, Ht,5000.0,0.00,1.00); Sm (Mn, 2x1.00); Cm (10:20) 1: TOF MS ES+
100 623.2488 1.66e4
323.1263 '
i
% 624.2663
324.1369
25.2749
. st aaed) 405-?349 601.2?821 7872722 8692645 9791582, 0, 10, 1184.1606 .
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500

Minimum: -200.0
Maximum: 5.0 540 200.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
323.1263  323.1259 0.4 1.2 8.5 17.8 C18 H20 04 Na
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Elemental Composition Report Page 1
Single Mass Analysis (displaying only valid results)
Tolerance = 5.0 PPM / DBE: min =-200.0, max = 200.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
13 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:
C:0-100 H:0-150 0:2-2 F:1-1 Na: 1-1
xf-4-88A 13:12:43
12030908 21 (0.391) AM (Cen,2, 80.00, Ht,5000.0,0.00,1.00); Sm (Mn, 2x1.00); Cm (17:36) 1: TOF MS ES+
Me0OC 100 281.0952 2.41e3
G C % | 301.1436
F |
(-)-6k
ey 579.2868
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500
Minimum: -200.0
Maximum: 50 5.0 200.0
Mass Calc. Mass mDa PEM DBE i-FIT Formula
281.0952  281.0954 -0.2 -0.7 8.5 0.4 Cl6é H1S 02 F Na
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Elemental Composition Report Page 1

Single Mass Analysis (displaying only valid results)
Tolerance = 5.0 PPM / DBE: min = -200.0, max = 200.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

13 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:

C:0-100 H:0-150 0:2-2 Na:1-1 CI: 11

xf-4-89A

13:23:47
12030810 31 (0.577) AM (Cen,2, 80.00, Ht,5000.0,0.00,1.00); Sm (Mn, 2x1.00); Cm (24:40) 1: TOF MS ES+
100 297.0653 1.51e4
% 299.0678
269.0014 331.0067
187.0008 | | 515.0067  597.0094
ol ettt ool (. STROIST See 007,020, SO0 ipmagaus 190061
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500
Minimum: -200.0
Maximum: 5.0 50 200.0
Mass Calc. Mass mDa EPM DBE i-FIT Formula
297.0653 297.0658 -0.5 -1.7 8.5 108.2 Clé H15 02 Na Cl
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Elemental Composition Report Page 1
Single Mass Analysis (displaying only valid results)
Tolerance = 5.0 PPM / DBE: min = -200.0, max = 200.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
13 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:
C:0-100 H:0-150 ©0:2-2 Na:1-1 Br: 1-1
xf-4-898 13:28:13
12030911 15 (0.279) AM (Cen,2, 80.00, Ht,5000.0,0.00,1.00); Sm (Mn, 2x1.00); Cm (14:36) 1: TOF MS ES+
341.0156 4.52e3
100+ .
J |
i
|
D/o !
269.0034 '344 o
" 515.0112
187.0024
. ' : 597.0174 679.0224
. R 8R! Y TS DA ( 7610247 9250309 19070331447 gp34  1253.0327 1445 5455 o
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500
Minimum: -200.0
Maximum: 5.0 5.0 200.0
Mass Calc. Mass mDa PFPM DBE i-FIT Formula
341.0156  341.0153 0.3 0.9 8.5 1.8 Cl6é H15 02 Na Br
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Elemental Composition Report

Page 1

Single Mass Analysis (displaying only valid results)
Tolerance = 5.0 PPM / DBE: min =-200.0, max = 200.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
13 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:
C:0-100 H:0-150 0:2-2 F:3-3 Na: 1-1
xf-4-88B 13:16:55
12030909 40 (0.742) AM (Cen,2, 80.00, Ht,5000.0,0.00,1.00); Sm (Mn, 2x1.00); Cm (35:74) 1: TOF MS ES+
100 331.0929 4.30e3

%

301.1438 |
332.0981
296.2593 340.2846 639.1895
= 4 . i 579-?331. - 843.0182 ?25.0086100?_0130 1171.0345 104619
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500

Minimum: -200.0
Maximum: 5.0 5.0 200.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
331.0929  331.0922 0.7 2. 8.5 0.6 Cl7 H15 02 F3 Na
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Elemental Composition Report Page 1
Single Mass Analysis (displaying only valid results)
Tolerance = 5.0 PPM / DBE: min =-200.0, max = 200.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
12 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:
C:0-100 H:0-150 0O:5-5 Na: 1-1
xf-4-91A 13:43:03
12030915 13 (0.242) AM (Cen,2, 80.00, Ht,5000.0,0.00,1.00); Sm (Mn, 2x1.00): Cm (5:15) 1: TOF MS ES+

MeQOC it 353.1364 1.75e4

' 683.2750
MeQ Oie o 1684.2905
C8o  oMe ! '
354.1465
85.2952
435,
o |_190.0694 301.1516 i i 631.2943 847.3028 92930204443 4108 ,
X RAREEE aan HrT i mam TR T T : - miz
200 300 400 500 600 700 | 800 900 1000 1100 1200 1300 1400 1500

Minimum: -200.0
Maximum: 5.0 5.0 200.0
Mass Calc. Mass mDa PEM DBE i-FIT Formula
353.1364  353.1365 -0.1 -0.3 8.5 35.7 Cl9 H22 05 Na
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Elemental Composition Report Page 1
Single Mass Analysis (displaying only valid results)
Tolerance = 5.0 PPM / DBE: min =-200.0, max = 200.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
13 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:
C:0-100 H:0-150 0O:3-3 F:1-1 Na:1-1
xf-4-92A 13:47:02
12030916 21 (0.391) AM (Cen,2, 80.00, Ht,5000.0,0.00,1.00); Sm (Mn, 2x1.00); Cm (20:60) 1: TOF MS ES+

MeQOC <50 311.1052 1.60e4

E |
I 599.2230
F COMe % '
(+)-6p
312.1243 iLoo.z‘mg
3011563 | 4044000  589.2745 lﬁmz497
ol Ul oo esroreseasosas  925%Thioo7.06p3  M71O702 -
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500

Minimum: -200.0
Maximum: 5.0 5.0 200.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
311.1052  311.1059 -0.7 -2.3 8.5 113.7 cl7 H17 03 F Na
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MeOOC

(+}-6q

Elemental Composition Report

Page 1
Single Mass Analysis (displaying only valid results)
Tolerance = 5.0 PPM / DBE: min =-200.0, max = 200.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
13 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:
C:0-100 H:0-150 ©:2-2 F:4-4 Na: 11
xf-4-92B 13:51:40
12030918 45 (0.836) AM (Cen,2, 80.00, Ht,5000.0,0.00,1.00); Sm (Mn, 2x1.00); Cm (16:45) 1: TOF MS ES+
100 349.0826 1.63e4
|
% |
350.0879
301.1453 431.0862
’ W00 alial 1 g 07 5731719 454 1569 84301500,5 185 1089 0575 1171:04931278.9828 -
= ik = b SRR
200 300 400 500 600 700 800 900 1000 1100 1400 1500

Minimum: -200.0
Maximum: 50 5.0 200.0
Mass Calc. Mass mbDa PPM DBE i-FIT Formula
349.0826  349.0828 -0.2 -0.6 8.5 2781368.8 C17 H14
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3. Copy of HPLC for the Racemic and Chiral compounds (6a-6q).

Data File C:\HPCHEIN3WDATA\XFWXFOO0378.D

Data File C:\HPCHEM\3\DATA\XF\XFO00394.D
Sample Name: xf-4-75(Raceme]

Sample Name: x£-4-51C

4cg. Operator
Acg. Instrument :
Injection Date
Leog. Method
Last changed

Acrg. Operator
Acg. Instrument :
Injection Date
Acg. Method

Last changed

1100

1272772011 3:07:10 PM
C:\HPCHEMY 3% METHODSWDEF_LC.H
12/27/2011 10:38:28 AN
(modified after loading)

C: W HPCHEMY, 34 METHODSADEF_LC. M
Z/Z6/201Z B:57:52 PM
(modified after loading)

Location : Wial 1

1100

1l/z2/2012 2:27:44 N
C:4HPCHEMY, 34 METHOD 54 DEF_LC. M
1722012 2:25:56 PM
imodified after loading)
C:\HPCHEM' 3  METHODS\DEF_LC. 1
2/26/2012 6:56:59 PM
(modified after loading)

Location : Wial 1

Analysis Method :

Analysiz Method :
Last changed

Last changed

Sample Info ! Hexane/iPr0OH=90710, l.0nlL/win(44bar), 230mm, 25 C, OD-H Sample Info : Hexane/iPrOH=90710, 1l.0nlL/min(44bar), 230mm, 25 C, OD-H
DT A Wavelength=230 nm (AT S FOn0ars 1) DT wvelength= 230 nm (L F W FOD0S84 O
mal & mal =
1750 - 1750 4
3
b
=
1500 N 1500 4
1240 1250
1000 1000 ]
7450 50 ]
500 J 004
o
hd
250 250 o
. . AN .
T T T T T T T T T T T T
2 4 i} 8 0 12 min 2 4

Area Percent Report Area Percent Report

Sorted By Sigmal Yorted By Signal
Multiplier 1.0000 Multiplier 1.0000
Dilution 1.0000 Dilution 1.0000

Uszse Multiplier & Dilution Factor with ISTDs

Sigmal 1: VWDl &, Wavelength=230 nm

MeOOC

Use Multiplier & Dilution Factor with ISTDs

Signal l: VWDl &, Wavelength=230 nm

MeOOC

Peak RetTiwme Type Width Area Height Area Peak RetTime Type Width Area Height Area *
# [min] [win] nalmr %= [wd ] % # [min] [min] wAT *a [mwalr 1 %
| | | I- | | | |
7.334 VB 0.1895 2.42360e4 1999,28943 49,7771 T.273 VB 0.1669 1972Z.24622 182.47591 5.4596 OMe
2 10.033 BB 0.2592 Z2.44540e4 1473.28345 50.2229 (+/ ) OMe z 9.771 BB 0.2650 3.41522ed4 2012.415895 94.5404 ( ) 6a
Totals : 4.56910ed  347Z. 57285

1100 272642012 §:55:10 PH

*#*% End of Report #%+%

Page 1 of 1

53

Totals :

3.6l24ded  2194,89485

**%* End of RBeport *+%

1100 Z/26/2012 5:57:03 PH

Page 1 of 1
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Data File C:\HPCHEM\3'\DATA\XF\XFOOO0406.D Data File C:\HPCHEM\3\DATA\XF\XFOOO405.D
Sauple Name: xf-4-54(Raceme) Sample Name: xf£-4-84

Acg. Operator Acg. Operator
Acg. Instrument : 1100 Location : ¥ial 1 Acg. Instrument @ 1100

Location : Wial 1
Injection Date : 1/5/201Z 1:53:06 M Injection Date : 1/5/2012 1:39:20 PM

Ao Method ¢ C:\HPCHEM\3\METHODSYDEF_LC.M Acg. Method : C:ZHPCHEMY 3\METHODZA\DEF_LC.M
Last changed : 1/5/2012 1:55:05 PM Last changed : 14572012 1:36:48 PM
(modified after loading) (modified after loading)
Analysis Method : C:\HPCHEM'\3\METHODS\DEF LC.M Analysis Method : C:ZHPCHEMY 3\METHODZ\DEF LC.M
Last changed : 22642012 £:59:37 PM Last changed : Z/26/2012 6:59:37 PM
(modified after loading) (modified after loading)
Sample Info : Hexane/iPrOH=98/2, 1.0nlL/min(37bar), 230nm, 25 C, AD-H. Sample Info : Hexane/iPr0OH=98/2, l.0wl/mini37bar), 230mm, 25 C, AD-H.
VT A, Uiarvelength= 230 i (% F W FO0408 07 [ VWDOT & Wavelength= 730 rm (7 FOFOO0A05 07
mall o g Al 2
1600 3 1600
1400 o 1400
1200 1200 4
1000 1000 4
oo0 e
GO0 G600
400 a00 ]
k=
200 4 200 3
o e . I
T T T T T T T T T T T T T
2 4 & 2 10 12 14 min| 2 4 i} g 0 12 14
hrea Percent Report Area Percent Report
Gorted By H Signal Sorted By H Sigmal
Multiplier H 1.0000 Multiplier H 1.0000
Dilution H 1.0000 Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs Use Multiplier & Dilution Factor with IZTDs t
tBuOOC BuOOC
Fignal 1: VWDl &, Wavelength=Z30 nm Signal 1: VD1 A, Wawvelength=230 nm
Peak RetTime Type Widch Area Height Area Peak RetTime Type Width Area Height Area *
# [min] [nin] mal *3 [maTr ] £ # [min] [min] maT *s [wwAarr ] %
-===1 I--—-1 | | | | -1 I--—1 | | | |
1 9.332 BV 0.2151 2.28127e4 1666.01978 49,7194 1 9.343 BV 0.2145 Z.3350%e4 1708.23730 93.5301
2 10,442 Vv 0.2419 2.30702e4 1500.98438 50.2308 (+/-) OMe 2 10.477 VB 0.2376 1615.27305 105.594375 5.4699 b OMe
+)-6
Totals : 4,585828e24 3167.00415 Totals : Z.49662e4  1514.13105 ( )

*** End of Report *** ##% End of Report #*#%%

1100 /2642012 7:0Z:11 FM 1100 Z/26/201& 7:00:41 FM
Page 1 of 1 Page 1 of 1
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Data File C:%HPCHEMN\3\DATANXF\XFOO0407.D

Data File C:\HPCHEM\3\DATL\XF\XFOOO408.D
Sauwple Nawme: x£-4-85(Raceme)

Acog. Operator

koo, Instrument @

Injection Date
Acg. Method
Last changed

hnalysis Method :

Last changed

Sample Info

1100 Location :
1/11/2012 9:35:02 AM
C:%HPCHEM, 3\ METHODS Y XF. 1T

1/11/2012 S:51:00 AM

(modified after loading)

C:\HPCHEMY, 3\METHODSWDEF_LC.H

2/26/2012 7:04:24 PN

(modified after loading)

¥ial 1

Sample Name: x£-4-585

Acg. Operator H
Acg. Instrument :
Injection Date
Acg. Method
Last changed

Analysis Method :
Last changed

1100 Location :
: 171172012 10:08:20 AM

C:ZHPCHEM, SAMETHODS\DEF_LC.M
1/11/2012 10:01:16 AM
(modified after loading)
C:ZHPCHEM, WMETHODS\DEF_LC.M
272672012 7:04:24 FM
(modified afrer loading)

Vial 1

i Hexane/iPrOH=9G/Z, l.0mLsmin(36bar), 230mm, 25 C, AD-H. Sample Info : Hexane/iPrOH=38/2, l.0OwL/min(36bar), Z30nm, 25 C, AD-H.
T 2, IWawelergthe T30 fm (A F o F ooy 10y AT, Wivelengtfe T30 nim (L F S F 000408 1]
il 7 & mall 5
1750 1
1000
1500
g
800
1250 ] =
1000 4 600 4
50
400
500
200 - =
250 ] Z
bl
o e o A
T T T T T T T T T T T T T T
25 5 i 1] 12.5 15 175 min a5 & 75 1] 125 15 17.5 min
Area Percent Report Area Percent Report
Forted By Signal Sorted By Signal
Multiplier 1.0000 Multiplier 1.0000
Dilution H l.o000 Dilution H 1.0000
Use Multiplier & Dilution Factor with ISTDs Use Multiplier & Dilution Factor with ISTD=s
CH5CH,00C
Signal l: VWDl A, Wavelength=230 nm Sigmal 1: VWDL A, Wavelength=230 rm CH3CHZOOC
Pesk RetTime Type Width Area Height Area Peak RetTime Type Width Area Height Area
# [nin] [min] mAD *3 [maTr ] % # [min] [min] mald  *s [malT ] %
-===1 1----1 | | | | -=-=1 |-——1 | | | |
*
1 15.240 BV 0.2791 Z.14%903e4 1206.61987 50.5601 1 14.897 EV 0.2886 2.14264e4 115B8.39253 94,5665
2 16.063 V¥ 0.1704 2.1014led 1513.07239 49,4309 (+/-) OMe 2 15.630 VB 0.2972 1231.09651 64, 85059 5.4335
Totals : 4.25044ed  3119.69220 Totals : £.26575ed  1ZZ3. 24320 OMe
(-)-6¢

##% End of Report %% *#** End of Report **%

1100 E/26/Z012 7:04:3Z PN 1100 /2672012 7:05:09 PM
Page L of 1 Page 1 of 1
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Data File C:‘\HPCHEM\3\DATA\XF\XFO00409.1
Sample Name: xXf£-4-S6(Raceme)

Acg. Operator H

Acg. Instrument : 1100

Injection Date 1/11/2012 10:36:54 AM

Acg. Method C:\HPCHEM' 3YMETHODS\DEF_LC. M

Last changed 171172012 10:32:21 AN
(modified after loadineg)

Analysis Method : C:\HPCHEM\3YMETHODIS\DEF_LC.HM

Last changed 2/26/2012 7:07:41 PM
(modified after loading)

Location : ¥Wial 1

Sample Info : Hexane/iPr0OH=95/2, 1.0wmL/mini(36bar), Z30nm, 25 C, AD-H.
VWO A Wavelength=230 nm (RF W OO0A00 117
mAll 2
300 b3
z
p:A
250
200+
1504
100
[
T T T T T T T T
5 10 15 0 5 30 35 40 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000

Usze Multiplier & Dilution Factor with ISTDz

CeHsCH,00C

Signal l: VWD &, Wavelength=230 nm

Peak RetTime Type Width Area Height Area

# [min] [min] waT *3 [malr 1 %
----| I-==1 I I I I

1 28.304 BB 0.5357 1.12878ed  327.76944 50.1033

z 34.645 BB 0.6720 1.12412ed  261.42886 49.8967 (+/_)
Totals : Z.25290e4  589,19830

*%% End of Report #3+%

1100 272642012 7:07:46 PH

OMe

Page 1 of 1
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Data File C:\HPCHEM,Z\DATAVXFYXFOOO4L0.D
Sample Name: xf-4-36

Acg. Operator

Acg. Instrument : 1100

Injection Date 1/11/2012 11:26:15 AM

Acg. Method C:\VHPCHEMY, 3\METHODS\DEF_LC. I

Last changed L/11/2012 11:24:28 AM
(modified after loadihg)

Analysis Method :; C:\HPCHEM\3\METHODS\DEF_LC.M

Last changed 2/26/2012 7:07:41 MM
(modified after loadihg)

Location : ¥Wial 1

Sample Info : Hexane/iPr0H=95/Z, l.0ml/min(36bar), 250nm, Z5 C, AD-H.
[ WO & Wavelength= 230 im (RT W FOO0HTD 07
mal
400
300
200 4
E
121
100 4 +
5
D,L,v_\
T T T T T T T T
& 10 15 0 5 30 35 40 min
Area Percent Report
Sorted By Figmal
Multiplier 1.0000
Dilution L.0o00

CgHsCH,00C

Uze Multiplier & Dilution Factor with ISTDs

Sigmal 1: VD1 &, Wawvelength=230 nm

*
Peak RetTime Type TWidth Area Height Area
# [win] [min] wAT *3 [l 1 %
-1 |-—1 | | | |
1l Z8.744 BE 0.5611 1.81650e4d S06.57684 54.9078 OMe
Z 34.Z19 BE 0.6649 322Z5.96655 76.171153 15.09z2 ( ) 6d
Totals : 2.1384%e4 58274798

*%% End of Report %%

1100 272672012 7:08:05 PM
Page 1 of 1
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Data File C:\HPCHEM\3\DATA\XF\XFOOD4l2.D
Sample Name: x£-4-574(Raceme)

Acg. Operator

Acqg. Instrument : 1100 Location : Vial 1

Injection Date
Acqg., Method
Last changed

Analysiz Method :

Lazt changed

2/4/2012 1:46:53 PH

C: \HPCHEM\ 3\METHODS\DEF_LC. M
2/4/2012 1:36:59 PN
(modified after loading)
C:\HPCHEM\ 3\METHODZ\DEF_LC.H
2/a6/20l2 7:i12:13 MM

(modified afrer loading)
Sample Info

: Hexane/iPrOH=80/2z0, l.0mL/mini4%bar), 230mm, Z5 C, OD-H

WADT A Wavelength=730 nm (1 F W FOD0S1Z 1)
mal o 2
600
500
400
o
300 A
=z
200
1004
—— T T T T T T T T T
25 5 75 10 125 15 175 min

Area Percent Report

Sorted By Signal
Multiplier 1.0000
Dilution 1.0000

Usze Multiplier & Dilution Factor with I3TDs

Signal 1: VDL &, Wavelength=230 nm

MeOOC

OMe

Peak PetTime Type Width Area Height Area
# [min] [win] wAlT *3 [malT 1 %
-1 |-——1 | | | |
1 5.618 VB 0.1401 6144,54639 681.69232 48,7645
2 14.380 BE 0.4061 £455.90818 246.45427 51,2355
Totals : 1.26005e4 928. 14659 (+/_)

**% End of Report **%

1100 2/26/2012 7:12:18 FM

Page 1 of 1
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Data File C:YHPCHEM\3'\DATAYXF\XFOOD413.D
Sample Name: xf£-4-374

Acg. Operator

Acg. Instrument : 1100 Location : Vial 1

Injection Date 24442012 2:09:23 MM

Acg. Method C:\HPCHEMY 34METHODSYDEF_LC. M
Last changed zj4/201z 2:08:12 MM
(modified after loading)
C:4HPCHEMY 3\METHOD 54 DEF_LC. M
afapsa0le 7:12:13 PM

Analysis Method :
Last changed

(modified after loading)

Sauple Info : Hexane/iPr0OH=80/20, l.0nL/min(49%bar), 230nm, 25 C, OD-H
AT Frelength= T30 firm (FF W FOO0ATE )
mAl 2
1200 4
1000
E00
600
400
200 =
T
=z
[
T T T T T T
25 5 75 10 125 15 7.6 miny
Area Percent Report
Sorted By Fignal
Multiplier 1.0000
Dilution 1.0000

Use Multiplier & Dilution Factor with ISTDs

MeOOC

OMe

Signal 1: VWDl &, Wavelength=230 nm

Peak RetTime Type Width Area Height Area

#  [min] [min] wdT *s  [whD ] E *
-1 I--—1 I | | |

1 5.593 V¥ 0.1565 1.41312ed4 1424,47620 94.6022

2 14,491 EB 0.3925 806.29736  31,89301  5.3978
Totals : 1.49375e4 145636920 (-)-66

*** End of Report ***

1100 272642012 7:12:36 PN

Page L of 1
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Dara File CiWHPCHEM\IWDATANXFYXFOO0414.D
Sample Name: xf-4-87B(Racene)

Acg. Operator

acg, Instrument : 1100

Injection Date : Z/4/2012 Z:37:51 PN

Acg. Method : C:VHPCHEMAZWMETHODS\DEF_LC.M

Last changed @ 2/4/2012 2:36:36 PM
(modified after loading)

Analysis Method : C:\HPCHEM\3WMETHODS\DEF_LC.M

Last changed : Z/E6/E01Z T:14:24 PM
(modified after loading)

Location : ¥ial 1

Sample Info : Hexane/iPrOH=80,/2z0, l.0wLl/min{4%ar), Z30nm, 25 C, 0OD-H

SAWDT A Wawelength=230 nm (X Fw Foo0ST S 0y
mal o 2 =
P -
©
700
600
500 o
400 4
300 4
2004
100
1]
T T T T T T T T
1 2 4 ] & 7 ] min
Area Percent Report
Sorted By H 3ignal
Multiplier : 1.0000
Dilution H 1.0000

Tsge Multiplier & Dilution Factor with ISTDs

Signal 1l: YWDl A, Wavelength=230 nm

Peak RetTime Type Width Area Height
# [min] [min] wAT *s [wdiT ]
| 1--—1 | |

MeOOC

Area

%

1 4.650 ¥V 0.1530 7421.77637 770.02319
Z B.275 VB 0.1615 7425.57764 724.60004
3 33.139 BB 0.672% 154.25591 3.44149

Totals : 1.5001l6ed4  1498.06472

|
29, 915 (+/-) Me

1l.0283

1100 272672012 7:14:30 PH

Page 1 of 1
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Data File C:%HPCHEMY3YDATA\XF\XFOOO415.D
Sample Name: x£-4-87B

Acg. Operator

Acg. Instrument : 1100 Location @ Wial 1
Injection Date @ Z/4/2012 3:15:06 PH

Acg. Method i Ci\HPCHEMY 3\METHODS\DEF_LC.M

Last changed : 2/4/2012 3:13:36 PM

(modified after loading)
Analysis Method : C:\HPCHEMY3\METHODSWDEF LC.H

Last changed i 272672012 T7ild:izd MM
(modified after loading)
Sample Info + Hexane/iPrOH=80/20, 1.0wlL/min{4%bar), 230mm, 25 C, 0D-H
AT welength= 2300 m CUF R D004 07
mal ] &
800
600
400

2004

=
>4553

Area Percent Report

Sorted By Sigrnal
Multiplier 1.0000
Dilution 1.0000 MeQOc

Usze Multiplier & Dilution Factor with I3TD=s

Aigmal 1: VND1 &, Wavelength=230 nm

%
Peak RetTime Type Width Area Height Areas
#  [nin] [win] w&U %3 [wal ] 5
=== 1--=-=1 | | | |
1 4,658 VB 0.1319 848.09338 96.23637 7.2102 M e
2 6.275 VB 0.1732 1.09143e4 1005.78247 92.7898 {4_:'_5'[
Totals : 1.17624e4 1102.01584

#%% End of Report &%

1100 2/26/2012 7:14:56 M

Page L of 1
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Data File C:‘WHPCHEM\I\DATA\XF\XFOOO425.D
Sample Name: xf-4-89C (Racemns)

Acg. Operator H
Acg. Instrument :
Injection Date
Acg., Method
Last changed

Analysis Method :
Last changed

1100

s 2/6/2012 3:59:24 M
s CiWHPCHEM, 3\METHODSZDEF_LC.M
i 2/6/2018 3:57:21 M

(modified after loading)
C:%HPCHEI, 34 METHODSY DEF_LC. M

: ZF26/201Z T:34:09 PH

(modified after loading)

Location : Vial 1

Sample Info : Hexane/iPrOH=90/10, 1.0wl/min(44bar), 230mm, 25 C, OD-H
AT relength= 220 nm (A F & FO00428 07
mall 2 8
600 4 =
500
400 4
300 4
200 4
100
0
T T T T T T T T
1 2 2 4 5 i} 7 2 min|
Area Percent Report
Sorted By Signal
Maltiplier 1.0000
Dilution 1.0000

Use Multiplier & Dilution Factor with ISTDs

Sigmal 1: VWD1 &,

Peak RetTime Type

Wavelength=230 rm

Width Area Height
[min] miT %z [mdl 1

MeOOC

Area

5

# [win]
[ [J—
1 4.459 WV
2  6.033 VB
Totals :

| | |
0.1510 5825.72656 624, 76257
0.16500 5964,40918 583.68243

1.17901ed 1208.44501

49,4119
a0, 5881

(+-) tBu

#%% End of Report #%%

1100 2/26/2012 7:34:36 PN

Page 1 of 1
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Data File C:“HPCHEM\I\DATA\XF\XFOOO429.D
Sample Name: xf-4-89C

Acg. Operator H

Acg., Instrument : 1100

Injection Date @ 27672012 4:38:39 M

Acg. Method s CiWHPCHEM, 3\METHODSZDEF_LC.M

Last changed 27672012 4:36:50 FM
(modified after loading)

Analysis Wethod : C:%HPCHEI, SAWMETHODSYDEF_LC.M

Last changed : Z/E6/E01Z 7:34:09 PH
(modified after loading)

Location :

¥ial 1

Sample Info : Hexane/iPrOH=90/10, 1.0wl/min(44bar), 230mm, 25 C, OD-H
AT relength= 230 nm (A F & FO00429 0y
mAl &=
1200 4
1000 4
200
600 -
400 -
@
200 o g
o+
i
T T T T T T T T
1 2 4 5 i} 7 2 min|
Area Percent Report
Sorted By Signal
Maltiplier 1.0000
Dilution 1.0000 MeQOC
Use Multiplier & Dilution Factor with ISTDs
Sigmal 1: VWDl &, Wavelength=230 rm
A
Pesk RetTime Type Width Area Height Area
# [win] [win] mdT %= [wal ] %
-1 I-——1 | | | |
1 4,469 VB 0.1518 1155.50427 122,99761 7.8047
2 6.021 VB 0.1796 1.3649Ge4 1224,24268 92,1953 |:"+)_Eg
Totals : 1.48055e4 1347.24029

#%% End of Report #%%

1100 2/26/2012 7:34:14 PN

Page 1 of 1

tBu
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Sample Name: xE-4-304(Raceme)

Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
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Acg. Operacor
Acg. Instrument :
Injection Date
Acg., Method

Last changed

1100

2/6/2012 4:55:09 PM
C:4“HPCHEM, 34 METHODS\DEF_LC.H
2/6/2012 4:52Z:51 PH
(modified after loading)
C:4“HPCHEM, 34 METHODS\DEF_LC.H
2/26/2018 7:36:52 PM
(modified after loading)

Analysiz Method @
Last changed

Location :

¥ial 1

Sample Info i Hexane/iPrOH=90/10, l.0mL/min(4dbar), 230mm, &5 C, OD-H
DT rvelength= 230 nim (% F W FO00420 )
ml &
@
E
200 -
=
600
400
004
[ T
T T T T T T T T T T T T
25 5 TE 1] 125 18 175 20 min
Area Percent BReport
Sorted By Signal
Multiplier 1.0000
Dilution l.0000

Use Multiplier & Dilution Factor with I3TDs

Signal 1: VWDl &, Wavelength=Z30 nm

Peak RetTime Type
# [min]

Width Area
[min] mAT =2

Height
[waD ]

Area

&

L 10.235 VB 0.3697 Z.21a53ed
Z 15.923 BB 0.4995 2.32434ed4  738.34515
Totals : 4.53686ed 1652, 68683

914, 34167 48,7677

51.2323

MeOOC

(+/-)

*#%% End of Report #+%%

1100 2/26/2012 7:36:58 MM

Page 1 of 1
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Data File C:\HPCHEM'3\DATL\XF\¥XF000431.D
Sample Name: x£-4-904

Acg. Operator
Acg. Instrument :
Injection Date
Acg. Method
Lazt changed

iLo0

27672012 5:36:40 PH
:ZHPCHEM 3\ METHODSDEF_LC. M
2/6/2012 5:34:158 PH
(modified after loading)
C:HPCHEM, 3\ METHODS\DEF_LC.HM
272672012 7:36:52 PH
(modified after loading)

Analwysis Method :
Last changed

Location :

¥ial 1

Fample Info : Hexane/iPrOH=90/10, l.0nL/min(44bar), 230mm, 25 C, OD-H
[ WO A Wavelength= 230 nm (RF W OO0 107
mAl g
1750 4
1500 1
1250
1000 4
TE0 4
500
Z
250 ]
o
T T T T T T T T
25 5 X 10 125 15 175 0 min
Area Percent Report
Sorted By Sigmal
Multiplier 1.0000
Dilution H 1.0000
Use Multiplier & Dilution Factor with ISTDs
MeQOC
Signal 1: VWDl A, Wawvelength=230 nm
Peak RetTime Type Width Area Height Area i
# [min] [min] wAT *3 [ AT 1 % ¥
-1 1---=1 | | | |
1 10.04Z EE 0.4269 5.15692Zed4  1862.08513 S91.6487
2 15.934 EB 0.4494 4699, 16260 163,22632 8.3513
Totals : 5.62683e4  2045,31445 {+:|—E|'I

*%% End of Report #%%

L100 2/26/2012 7:37:20 PH

Page 1 of 1
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Data File C:\HPCHEM\I\DATANXF\XFOOO43Z.D
Sample Name: xf-4-90E (Raceme)

Acg. Operator H

Acg. Instrument @ 1100

Injection Date 2/6/2012 6:10:11 PM

Acg. Method C:\HPCHEMY 3\METHODSWDEF_LC.H

Last changed Z/6/Z012 6:08:11 PM
(modified after loading)

Analysis Method : C:\HFCHEM\Z\METHODS\DEF_LC.H

Last changed 2/26/2012 7:40:01 PH
(modified after loading)

Location @ ¥ial 1

Sample Info ¢ Hewane/iPrOH=90/10, 1.0mL/mini44har), 230nm, =5 C, O0D-H
[ WWOT A Wawelength= 230 nm (R T 0T 000432 107
mall 2 b=
=4
5004 =
20004
1500
1000
500 4
: j
—— T —— T T T T T T
25 & Th 1] 12.6 15 175 min
Area Percent Report
Sorted By H Sigmal
Multiplier H 1.0000
Dilution H 1.0000

Usze Multiplier & Dilution Factor with ISTD=

MeOOC

Gignal Ll: VWDl A, Wawelength=Z230 nm

Pesk RetTime Type Width Area Height Area
# [nin] [min] mAD *a [maTr ] %
-===1 1----1 | | | |
1 §.199 BE 0.3199 5.04238e4 2611.903058 42,2325
2 12.861 BE 0.4811 6.89721ed4 2367.92456 57.7675
Totals : 1.158396e5 45979, 62764

#*% End of Report %%

1100 /2672012 7:40:06 PM

(+/-)

Page 1 of 1
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Data File C:3\HPCHEM\3\DATA\RF\XFOOO433.1
Gample Nawme: xf-4-90B

Aog. Operator

Acg. Instrument @ 1100

Injection Date 2/6/2012 6:53:21 MM

Acg. Method C:\HPCHEM', 3\ METHODS\DEF_LC.H

Last changed 2/6/2012 6:50:32 PH
(modified after loading)

Analysis Method : C:WHPCHEM'3\METHODSWDEF LC.M

Last changed Z/26/2012 7:40:01 PH
(modified after loading)

Location : Wial 1

Sample Info i Hexane/iPr0OH=50/s10, l.0OmL/min(44bar), Z30mm, 25 C, OD-H
WD A, Wiavelength= 220 nm G F w F o003 01
Al £
2500
3000
1500
=
1000 - =
@
500 o
[
T T T T T T
25 & T4 jli] 12.6 18 178 min
Area Percent Report
Sorted By H Sigmal
Multiplier H 1.0000
Dilution : 1.0000

MeQOC

Use Multiplier & Dilution Factor with ISTDs

Sigmal 1: VWDl A, Wavelength=230 nm

Peak RetTime Type Width Area Height Area

#  [min] [min] wAU +*3  [mdU ] 5
-—1 - | | | |

1 §.216 BB 0.2013 1.05603e4 §19.53387 10.7294

2 12.745 EE 0.5476 §.7863Zed Z2676.17603 89.2706 |:+}—Ei
Totals : 9.84235e4  3495.70990

*%% End of Report **%

1100 2/26/2012 7:40:22 PH

Page 1 of 1
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Daca File Ci%CHEM3Z 1\DATA\WIYXF40 Z012-02-26 16-Z5-24\WI000Z55.D
Sample Name: XF-4-93(R)

Acd. Operator Hn Sed. Line @ 1
Acdg, Instrument @ Instrumernt 1 Locarion @ Vial 33
Injection Date @ 272672012 4:25:41 PM Inj : 1

Inj Volume : 5 pl
Acg. Method @ Ci\Chem32y 1NDATAVUINKF40 2012-02-26 16-25-24\XF40.H
Last changed T ZFZBFE012 4:Z8:21 PM by WT
inalysiz Method : C:)\CHEM:3E) 1\METHODS\XF40. M

Last changed T ZFZEFE01Z 6:46:12 PM by WT
(modified after loading)
Samle Info : Hexane/i-PrOH=25/5, l.0ml/min(47bar), 25C 230nm 0D-H

SO A Wawelengtbe 230 nm QMO%FD 2012-02-26 16-28- 24000000253, 00
Al 2

300 P
E

260

a0 A

150

100

A0

a
T T T T T T -
1] 2 4 ] g o 12 rn|

Area Percent Report

Sorced By H Signal
Multiplier H 1.0000
Dilutiomn H 1.0000

Use Multiplier & Dilution Factor with ISTDs

MeOOC

Signal 1: VWDl A, Wavelength=230 rm

Peal RetTime Type Width Area Height Area

#  [min] [min] mAT *s (WA | H
-1 J-=—-1 | | | |

1 7.862 BB 0.2085 4650.66695 346.39114 50.056%

2 9.838 BE  0.2890 4679,99512 249.15150 49.5431 (+/_)
Totals : 9370.66211 585.54265

*** End of Beport ***

Instrument 1 2/26/2012 6:46:15 PH 10

OMe

OMe

Page 1 of 1
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Data File C:WCHEM32) IYDATAVITYXF40 2012-02-26 16-46-33\WJ0002558.0
Sample Name: XF-4-53

Acg. Operator Hns Seq. Line : 1
Acg, Instrument @ Instrument 1 Location @ Vial 34
Injection Date @ 272642012 4:4%5:51 PM Inj : 1

Inj Volume : 5 pul
¢ C:\Chem32Y INDATAVWINRF40 Z2012-02-26 L6-45-33\3F40.H
P 2F26/2012 S:02:4l PM by WT
(modified after loading)
Analysis Method : C:\CHEM3Z)1%METHODSXF40.H

Ao, Method
Last changed

Last changed P 2F26/2012 B:47:25 PM by WT
(modified after loading)
Sample Info 1 Hexane/i-PrOH=55/5, l.0ml/min{47har), 25C 230nm OD-H

SANDT A, Uiavelengthe 230 nm QALY FAD 2012-02-26 16-48 23%W0000252.0)

Lo

&0 4

400 7

Ao

0

100 7

=
o2 o >?914

Area Percent Report

Sorted By H Signal
Multiplier H 1.0000
Dilution H 1.0000

Use Multiplier & Dilution Factor with ISTDs

MeQOC

Signal l: VD1 A, Wavelength=230 rm

Pealk PetTime Type Width Area Height Area
# [min] [min] miU *= [mar ] 2
—=1 1--—-1 1 1 1 1
1 7.514 VB 0.2131 779.67450  56.6185%  6.0315
Z 9.754 BB 0.2552 1.21470e4  GZ5.07007 53.98635
Totals @ 1.25267=4  6GB5.68906 I: ) El

Instrument 1 Z/26/2012 6:47:31 PM WT

OMe
Ok e

Page 1 of 1
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Data File C:\HPCHEM\I\DATA\XF\XF000417.D
Sample Name: xf-4-584 (Raceme)

Acg. Operator
Acg. Instrument :
Injection Date
Acg. Method

Last changed

Analysis Method :
Last changed

1100 Location : Vial 1
2/4/2012 4:30:59 P

C:\HPCHEMY 34METHODSYDEF_LC. M

Z/4/201Z 4:18:52 MM

(modified after loading)

C:\HPCHEM" 3\METHODSA\DEF_LC. M

a/zg/z20la 9:35:13 PM

(modified after loadineg)

Sauple Info : Hexane/iPr0OH=90/10, l.0nL/min(44bar), 230nm, 5 C, OD-H
VAN A Wavelength= 30 i (AP W FOOOATT 10}
mél &
004
=
175 5
~
160
124
100
764
50
25
o
T T T T T T T
3 4 6 3 i} min
Area Percent Report
Sorted By Sigmal
Multiplier 1.0000
Dilution 1l.0000

Use Multiplier & Dilution Factor with ISTD=

Sigmal l: VUDL A,

Peak RetTime Type

Wawelength=230 nm

Width Area
[min] whU %2 [WAU

Height Area
1 %

# [min]
|

1 5.626 VB

2 7.897 VB
Totals :

49,1215
50.8785

0.1274 1845.30627 225.70041
0.1554 1911.30884 160.59164

3756.61511 386.29205

MeOOC

#*% End of Report #%%

1100 /2642012 9:35:19 PN

(+/-)

Page L of L
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Data File C:\HPCHEM\3\DATANXF\XFOOO4L1E.I
Sample Name: ®f-4-554

Acg. Operator H

Acg. Instrument : 1100

Injection Date 2/4/2012 4:47:51 PM

Acg. Method C:\HPCHEM\, 3\METHODS\DEF_LC.H

Last changed Z74f2012 4:45:42 PM
(modified after loadineg)

Analysis Method : C:\HPCHEM\3A\METHODSWDEF_LC.M

Last changed 272642012 7:16:19 PM
(modified after loadineg)

Location :

Vial 1

¢ Hexane/iPrOH=90/10, l.0mL/min(4dbar), Z30nm, 25 C, O0D-H

Sample Info
wElength= 23 A AT
mALl
260 4
200
150
100 4
04 &
2
=
o 7—/\_,_,\1\
T T T T
z &

Area Percent Report

Sorted By Sigmal
Multiplier 1.0000
Dilution l.0000

Use Multiplier & Dilution Factor with ISTD=

Signal 1: VWDl &, Wavelength=230 nm

Peak FetTime Type Widrch Area Height Area
# [win] [win] maT = [mi1T 1 %
| 1--==1 | | |
1 5.625 VB 0.1314 223.484001 25.688853 5.6473
2 7.859 VB 0.1945 3739.83643 300.88116 94.3527
Totals = 3963.67644 32Z26.76570

*%% End of Report F%%

1100 2/26/2012 T:17:10 PHM

MeOOC

Page 1 of 1



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2013

Data File C:\HPCHEM\I\DATA\XF\XF000424.D

Data File C:\HPCHEM\3\DATANXF\XFOO0425.1
Sample Name: xf-4-594 (Raceme)

Sample Name: ®f-4-594

Acg. Operator

H Acg. Operator
Acg. Instrument : 1100 Location : Vial 1

Acg. Instrument : 1100 Location : Vial 1
Injection Date @ 2/6/2012 2:41:18 MM Injection Date : 2/76/2012 2:59:52 PM
Acg. Method : C:\HPCHEM:3\METHOD3\DEF LC.HM Acg. Method + CiWHPCHEMY 3\METHODE\DEF LC.IT
Last changed T 24672012 Z:04:54 FH Last changed : Z/6/Z01Z Z:57:50 PM

(modified after loading)
Analysis Method : C:\HPCHEM\3\METHODSWDEF_LC.HM
Last changed 1 2/26/2012 7:28:01 PM

(modified after loadineg)
Analysis Method ; Ci\HPCHEM\3\METHODS\DEF_LC.I

Last changed 1 272672012 7:28:37 M
(modified after loadineg) (modified after loadineg)
Sauple Info : Hexane/iPr0OH=90/10, l.0nL/min(44bar), 230nm, 5 C, OD-H Sample Info ¢ Hexane/iPrOH=90/10, l.0mL/min(4dbar), Z30nm, 25 C, O0D-H
[ ANOT A Wavelength= 230 i (RF W FO00423 11} [ AW A Wavelength= 2 nm (R PR FO004Es 10
mAl mal =~
1400 1600 -
=
e
1200 4 M 1400 -
10004 1200 4
1000 4
00 4
=200
600 4
600
400 4
400 4 -
=
200 200 -
; : i .
— T —T T T —T — T —T T T —
3 4 6 3 10 min 2 4 6 3 10

Area Percent Report Area Percent Report

Sorted By H Sigmal Sorted By H Sigmal
Multiplier H 1.0000 Multiplier H 1.0000
Dilution H 1l.0000 Dilution H l.0000

Use Multiplier & Dilution Factor with ISTD= Use Multiplier & Dilution Factor with ISTD=

MeOOC MeOOC

Signal 1: VWDl A, Wavelength=230 nm Signal 1: VWDl &, Wavelength=230 nm

Peak RetTime Type TWidth Ares Height Area Peak FetTime Type Widrch Area Height Area

# [min] [min] waT w2 [mAl 1 £ # [win] [win] maT = [mi1T 1 % *
| 1--—1 | | | | | 1--==1 | | | |

1 5.062 VB 0.1474 1.42660e4 1541.91345 47,6798 1 5.867 VB 0.1272 1526.31736 184.31337 5,3793

2 g.502 V¥ 0.2152 1.55513e4 1145.51611 52.1202 (+/ ) CI 2 8.467 VW 0.2446 2.68475e4  1778.35779 94,6207 CI
Totals : Z.98373ed Z687.42957 Totals = 2.8373%e4 198Z.67116 (-)_6|

#*% End of Report #%% *%% End of Report F%%

1100 2/26/2012 7:25:05 PN 1100 2/26/2012 7:23:41 PM
Page L of L Page 1 of 1
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Data File C:%HPCHEIN\3\DATA\XF\XFOOO426.D Data File C:%HPCHEIN\3\DATA\XF\XFOOO427.D
Sample Name: xf-4-5096(Racene) Sample Name: xf-4-59E

Acg., Operator Acg., Operator

Acg, Instrument : 1100 Location : ¥ial 1 Acg, Instrument : 1100 Location : ¥ial 1
Injection Date @ 2/6/2012 3:17:54 MM Injection Date @ 2/6/2012 3:40:18 M
Acg. Method = C:YZHPCHEM, 3WMETHODSYDEF_LC.M Acg. Method = C:YZHPCHEM, 3WMETHODSYDEF_LC.M
Last changed 1 2/6/2012 3:15:55 MM Last changed : 2/6/2012 3:38:19 MM
(modified after loading) (modified after loading)
Analysis Wethod : C:%HPCHEI, SAWMETHODSYDEF_LC.M Analysis Wethod : C:%HPCHEI, SAWMETHODSYDEF_LC.M
Last changed : Z/EZ6/E01Z T:29:45 PH Last changed T Z/EZ6/E01Z T:30:25 PH
(modified after loading) (modified after loading)
Sample Info : Hexane/iPrOH=90/10, 1.0nl/min(44bar), 230mm, 25 C, OD-H Sample Info : Hexane/iPrOH=90/10, 1.0nl/min(44bar), 230mm, 25 C, OD-H
[ WO A, Wavelengihe 230 nm (% F W FOO0226 17 [ AWOT A, Wavelengihe 230 nm (% W FO002ET 17
mal & mal =
2000 4 3 2000 -
El
=
1500 4 1500 4
1000 4 1000 4
500 500 .
=
©
. . S
T T T T T T T T T T
2 4 ] 3 10 min) 2 4 ] 3 10

Area Percent Report Area Percent Report

Sorted By H Signal Sorted By H Signal
Multiplier H 1.0000 Multiplier H 1.0000
Dilution H 1.0000 Dilution H 1.0000
Use Multiplier & Dilution Factor with ISTDs Use Multiplier & Dilution Factor with ISTDs [','.IBD OG
MeOOC

Signal l: VWDl 4, Wavelength=230 nm Signal l: VWDl 4, Wavelength=230 nm
Pegk RetTime Type Width Area Height Area Pegk RetTime Type Width Area Height Area -

# [min] [min] mwalT s [ maT 1 % # [min] [min] mwalT s [ maT 1 %
-1 I-——1 | | | | -1 I-——1 | | | |

1 6.154 ¥V 0.1528 2.27335e4 2368.22705 45,2893 1 6.168 VB 0.1362 1841.03748 209,07808 4,7213

2 8.942 VB 0.2193 2.43441e4 1732,53528 51.7107 Br 2 8.932 VB 0.2455 3.71533e4 2408.64844 95,2787

(+/-) {-}-6m
Totals : 4.70776ed 4100, 76233 Totals : 3.69943e4  2617.72050
#*%* End of Report *#%% #*%* End of Report *#%%

1100 2/26f2012 7:29:51 FM 1100 27262012 7:30:30 FM

Page 1 of 1 Page 1 of 1
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Data File C:\HPCHEMY3\DATA\XF\XFOOO419.D Data File C:\HPCHEM'\3\DATA\KF\XFOOD423.D
Sample Name: xf-4-586(Raceme) Sample Name: xf-4-58B
Acg, Operator H Acg. Operator
Acg. Inscrument : 1100 Location : ¥ial 1 Acg. Instrument 1100 Location : Vial 1
Injection Date : 2/4/2012 5:08:00 PM Injection Date : 27472012 &:22:01 PM
Acg. Method ¢ C:\HPCHEIM\,3YMETHODS\DEF_LC.HM Acg. Method ¢ C:\HPCHEM 3\METHODSYDEF_LC.M
Last changed 1 27472012 5:16:14 PM Last changed 1 27442012 7:49:25 PM
(modified after loading) (modified afrter loading)
Analysis Method : C:\HFCHEIN, 3ZMETHODSADEF_LC.M Analysis Method ; C:\HPCHEM' 3\METHOD:WDEF_LC.M
Last changed T ZFE6/2Z01Z T7:16:19 PM Last changed T E2/Z6/Z01Z T:16:159 PM
(modified after loading) (modified after loading)
Sample Info : Hexane/iPrOH=80/10, l.0nL/win(44bar], Z30nm, 25 C, OD-H Sample Info : Hexane/iPrOH=50/10, 1.0wmlL/min{d4bar), Z30mm, 25 C, 0D-H
WO A, Wavelength= 50 nm (NP R FOO04TS 07 AT & Wavelength= 230 nm OO W FOD04ET 1)
mAl o mAl ] bt
1000 . 200
&
b oo 4
&0+
600
BOO - &S00 4
400
a0 300 ]
200 4
0+ -
©
1004 =
0 0 S A N
T T T T T T T T T T T T T T T T
2 4 ] 8 0 min 2 4 L} 8 10
Area Percent Report Area Percent Report
Sorted By H Signal Sorted By H Zigmal
Multiplier H 1.0000 Multiplier H 1.0000
Dilution H 1.0000 Dilution : L.0000
Use Multiplier & Dilution Factor with ISTDs MeOOC Use Multiplier & Dilution Factor with ISTDs MEDOC
Sigmal l: YWD A, Wavelength=230 mm Signal 1: VDl 4, Wavelength=230 mm
Peak RetTime Type Width Area Height Area Peak RetTime Type Width hrea Height Area *
#  [min] [min] maT %3 [WAT ] % §  [min] [min] mdT %3 [wal ] 5
-1 I--—1 | | | | -1 [-—-1 | | | |
1 5.742Z VE 0.1490 1.02575e4 1090.78735 46.5455 CF 1 5.751 VE 0.1304 570.75714 B7.BA550 4.6802
2 7.859 VB 0.2028 1.0870%:4 843.27802  51.4515 (+/) 3 2 7.851 VB 0.2052 1.16244e4 896.47772  95.3198 |: J En
Totals : 2.11284e4 1934.06537 Totals : 1.21952e4 964. 14323
*** End of Beport *** *** End of Report ***
1100 2/26/2012 7:26:30 PM 1100 &/26/2012 7:26:53 PN

Page 1 of 1 Page 1 of 1
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Data File C:A\CHEM32) 1ZDATANWIYXF40 2012-02-25 13-37-114WJ000258.D
Sample Name: XF-4-S1A(R)

Acg. Operator H s Sedq. Line : 1
Acq, Instrment @ Instrumernt 1 Location : Vial 41
Injection Date : Z/25/2012 1:38:2% P Inj : 1

Inj Volume : 5 pl
Acg. Method @ C:\Chem32\ I\DATANUIVAF40 2012-02-25 13-37-114XF40.1
Last changed : Zfe5/2012 1:37:32 PM by Wd

(modified after loading)
Analysis Method : C:‘\CHEM3Z\ 14 METHODS\XF40. M

Last changed i Z/E6/2012 6:3T:2% PM by T
(modified afrer loading)
Sample Info : Hexane /AA-PrOH=05/5, l.0ml/min, 25C Z230rm AD-H

SANDT A, \Wavelengthe230 nm QAL FAD 2012-02-25 13-37-11900000258.00

Al =1 T

%04 =3

a0

150

100 4

A0

) J\
T T T T T T
1] 5 10 18 20 25 e 1] nin|

Area Percent Report

Gorted By : Signal
Multiplier : 1.0000
D lution H 1.0000

Use Multiplier & Dilution Factor with ISTD=

Signal 1: VDL A, Wawvelength=230 rm

Pealr RerTime Type Widch Area Height Area
# [min] [min] miUT *= [may ] 2
—| 1-—-1 | |

| |
1 26.808 BV 0.5343 9073.05664 263.60324  50.3279 Meo

Z 25.741 VB 0.5701 8953.7545358 244.53838 49.6721

Totals : 1.80375e4 508.14162

MeOOC

OMe
(+/-) OMe

Instrument. 1 2/26/2012 6:37:31 PM Wl

Page 1 of 1

Data File C:WCHEM3ZN1WDATAVWIVXF40 2012-02-25 13-37-11NWJ000255.D
Sample Name: XF-4-5914

Acg. Operator H 1) sed. Line : 2
Acd. Instrment : Instrumernt 1 Locacion @ Vial 42
Injection Date : Z/25/2012 Z2:20:47 PM Inj : 1

Inj Volume : 5 pl
Acg. Method @ C:3Chem32 L\DATAVWIVAF40 2012-02-25 13-37-11\3F40.H
Last changed : E/25/2012 Z:15:30 PM by T

(modified after loading)
Inalysis Method : C:%CHEM3ZY 1%\ METHODG\®F40. M

Last changed i E/26/201Z 6:38:21 PM by T
(modified afrer loading)
Sample Info : Hexane/1i-Pr0OH=55/5, 1.0ml/min, 25C &230rm AD-H
AN A, Wanelengthe 230 o (MUTFAD 2012-02-25 12371 1WV000259.0)
mAll 2
410 4
04
004
260
w0 g
160
100
=
509 E
ki
. F AN
T T T T T T
i & 10 1 2 5 30 riin|

Area Percent Report

Zorced By H Aignal

Maltiplier H 1.0000

i lutiom : 1.0000

Use Multiplier & Dilution Factor with ISTD=

MeQOC._

Signal 1: VD1 A, Wavelength=230 rm

Pealy RetTime Type Width Area Heighr Area

# [min] [min] maU ¥z [mar ] %

-1 ] I | | |
1 26.420 BV 0.5220 1.46064et  438.45%45 25.1655 Py @i])
Z 28.460 VB 0.5563 746.59552  20.51420  4.5345

Totals : 1. 54420e4 455.41365

Instrument 1 2/26/2012 6:38:26 PM G

Page 1 of 1
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Data File C:\CHEM324 INDATAVWILXF40 2012-02-25 10-18-37\WIT000Z55.0
Sample Name: XF-4-%ZA4(R)

Acg. Operastor : T Seq. Line : 1
Acg. Instrument : Instrument L Location : Vial 31
Injection Date : 272572012 10:15:54 AM Inj : 1

Inj Volume : 5 pl
Acg. Method i Ci\Chem32h 1\DATANUTYXFA0 2012-02-25 10-16-37%xF40.10
Last changed P ZFZ5/Z0l2 10:18:34 AM by T
Analysis Mechod : C:\CHEM3Z) 1\ METHIDS\XF40.

Last changed : 22672012 6:43:32 FM by WT
(modified after loading)
Sample Info ¢ Hexane/i-PrOH=9545, l.0ml/min, 25C Z30rm 0D-H

WD A Wavelengt e 230 nm (OUNFAD 20M2-02-25 10-15-37900000258. 0
HAll ] = -
=
Z
=
00
00
00
100
ol
T T T T T
i 3 4 ] 10 it
Area Percent Report
Sorted By H Sigmal
Mulciplier H 1.0000
Dilution H 1.0000

Use Multiplier & Dilution Factor with ISTDs

MeOOC

Signal 1: VDL A, Wavelength=230 rm

Pealr RetTime Type Width Area Height Area

#  [min] [min] mAU *s  [mdl | %
——1 I-——-1 | | | |

1 7.871 BV 0.1731 5345.44531 48Z.1204Z 50.0143

2 B.6BE VYV 0.1533 5345.30330 429.32727 49.5857 F
Totals = 1.065938ed S11.4476%

*%% End of Report ***

Instrument 1 Z/26/2012 6:43:35 PH W

(+/-)

OMe

Page 1 of 1

Data File C:\CHEM324 INDATAVWILXF40 2012-02-25 10-18-37\WIT000Z55.0
Sample Name: XF-4-%24

Acg. Operastor : T Seq. Line : 2
Acg. Instrument : Instrument L Location : Vial 32
Injection Date : 272572012 10:39:22 M Inj : 1

Inj Volume : 5 pl

Acg. Method i i\ Chem32\ 1VDATANTINVKFA0 2012-02-25 10-16-3T\XF40.10
Last changed P ZFZ5/Z0l2 10:18:34 AM by T
Analysis Method @ C:\CHEM3Z) 1, METHODZ\XF40. 11
Last changed : 22672012 6:43:32 FM by WT
(modified after loading)
Sample Info ¢ Hexane/i-PrOH=9545, l.0ml/min, 25C Z30rm 0D-H

WD A Wavelengt e 230 nm (OUNFAD 20M2-02-25 10-15-37900000259. 00
20
a o
00
0
400
A0
an

100 4

2.606

i

Area Percent Report

Sorted By H Sigmal
Mulciplier H 1.0000
Dilution H 1.0000

Use Multiplier & Dilution Factor with ISTDs

MeQOC

Signal 1: VDL A, Wavelength=230 rm

Pealr RetTime Type Width Area Height Area
#  [min] [min] mAU *s  [mdl | %
——1 I-——-1 | | | |
1 7.860 WV 0.1735 5254.36035 S3Z.51836 54.7562 F
2 B.6% VYV 0.1%34 514.3530%  39.5071%  5.2438
Totals = 53058.71344 872.72555

*%% End of Report ***

Instrument 1 Z/26/2012 6:43:56 PM W

68
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Data File C:A\CHEM3Z) 1Z\DATANWIYXF40 2012-02-26 14-15-264WJ000255.D
Sample Name: XF-4-92B

Acg. Operator H s Sedq. Line : 2
Acq, Instrment @ Instrumernt 1 Location : Vial 32
Injection Date : Z/26/2012 2:33:31 P Inj : 1

Inj Volume : 5 pl
Acg. Method @ C:\Chem32\ L\DATANUIVAF40 2012-02-26 14-15-264XF40.1
Last changed D ZF2B/2012 Z:15::l PM by Wd
Inalysis Method : C:%\CHEM32Y 14 METHODSXF40. 1

Last changed : Z/E6/201Z 6:45:35 PM by WJ
(modified after loading)
Sample Info : Hexane /Ai-Pr0OH=895/5, l.0ml/min, 25C Z230rm AD-H

“VNDT A, Wavelengtfe220 rm (O P 20 12-02-26 19 15-26 I 000258, 0
Al 2
I
=
400 o
00 J
00
260
200 o
10
100
50
[
T T T T T T T T
0 1 z k] 4 5 5 7 2 i
Area Percernt Report
Forted By H Signal
Multiplier : 1.0000
Dilution H 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: WDl A, Wawvelength=230 rm

Pealz RetTime Type Width Area Height Area
# [min] [min] mAT *s [T 1 2
—=1 1-—-1 1 1 1 1
1l  B.266 BY 0.1155 3l68.68091 427.85803 45,7055
2 6.741 V¥ 0.1308 3205.66626 384.50861 50.2501 F

Totals : 6374.34717 812.36664

MeOOC

CONNEEE

%% End of Report #+%

Instrument. 1 2/26/2012 6:45:37 PM WI

Page 1 of 1
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Data File C:WCHEM3IZ\1WDATAVWIVXF40 2012-02-26 14-15-ZeNWI000258.D
Sample Name: XF4-9ZE(R)

Acg. Operator
Acd. Instriment @
Injection Date

Acg. Method
Last changed
Inalysis Method :
Last changed

Sample Info

H 1) sed. Line : 1
Instrument 1 Location : Vial 31
1 E/26/2012 Z:16:40 PM Inj : 1

Inj Volume : 5 pl

= C:%Chew32), 1\ DATAVWTWANF40 2012-02-26 14-15-2643F40. 1
T Z/26/2012 2:15:21 PM by W

Cz % CHEM3Z2Y 14 METHODS WX F40. M

T EZf26/201Z2 6:45%:35 PM by W

(modified after loading)

¢ Hexane/i-PrOH=85¢5, 1.0ml/min, 25C Z230rm AD-H

VDT A, Wanelengtfe 230 rom (USR] 2012-02-26 14 15- 26U 000254, 0
mall 2

160 4

141

120

100 ]

204

607

a0 ]

I
i} g
T T T T T T T T
] 1 z k] 4 5 5 7 3 i
Area Percent Reportc
Zortced By H Hignal
Maltiplier H 1.0000
Dilution H 1.0000
Use Maltiplier & Dilution Factor with ISTDs
MeOOC
Fignal l: WDl A, Wavelength=230 rm
Pealy RetTime Type Width Area Height Area
# [min] [min] maU ¥z [mar ] % bl
-—=-1 I=-==-1 | 1 1 1
1 6.26l BB 0.1125 76.11201  10.47010  5.0995
2  6.738 BV 0.1282 1416.41541 171.85335 954.5005 F
Totals 1452.52742  182.32349 {+}—ﬁq
*%% End of Report *%%
Instrumert 1 2/26/2012 6:49:55 PM T Page 1 of 1



	Chiral Olefin–Sulfoxide as Ligands for Rhodium-Catalyzed Asymmetric Conjugate Addition of Arylboronic Acids to Unsaturated Esters

