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S93-S96 
1
H NMR, 

13
C NMR and GC/MS for 9c 

S97-S99 
1
H NMR, 

13
C NMR and GC/MS for 9d 

S100-S102 
1
H NMR, 

13
C NMR and GC/MS for 9e 

S103-S106 
1
H NMR, 

13
C NMR and GC/MS for 10a 

S107-S111 
1
H NMR, 

13
C NMR and GC/MS for 10b 

S112-S115 
1
H NMR, 

13
C NMR and GC/MS for 10c 

S116-S119  
1
H NMR, 

13
C NMR and GC/MS for 10d 

S120-S123 
1
H NMR, 

13
C NMR and GC/MS for 10e 

S124 
1
H NMR and 

13
C NMR for 11b 

S125-S126 
1
H NMR and 

13
C NMR for 11d 

S127 
1
H NMR and 

13
C NMR for 11e 

S128 
1
H NMR and 

13
C NMR for 12a 

S129-S130 
1
H NMR and 

13
C NMR for 12b 

S131-S132 
1
H NMR and 

13
C NMR for 12d 

S133-S134 
1
H NMR and 

13
C NMR for 12e 

S135-S17 
1
H NMR, 

13
C NMR and GC/MS for 13b 

S138-S140 
1
H NMR, 

13
C NMR and GC/MS for 13d 

S141-S143 
1
H NMR, 

13
C NMR and GC/MS for 13e 

S144-S146 
1
H NMR, 

13
C NMR and GC/MS for 14b 

S147-S149 
1
H NMR, 

13
C NMR and GC/MS for 14d 

S150-S152 
13

C NMR and GC/MS for 14e 

S153-S156 
1
H NMR, 

13
C NMR, GC/MS, COSY and NOESY for 15b 

S157-S160 
1
H NMR, 

13
C NMR, GC/MS, COSY and NOESY for 15d 

S161-S163 
1
H NMR, 

13
C NMR and GC/MS for 15e 

S164-S167 
1
H NMR, 

13
C NMR, GC/MS, COSY and NOESY for 16b 

S168-S172 
1
H NMR, 

13
C NMR, GC/MS, COSY, NOESY and HSQC for 16d 

S173-S175 
1
H NMR, 

13
C NMR and GC/MS for 16e 

S176-S181 
1
H NMR, COSY and GC/MS for 17 and 18 

S182-S187 
1
H NMR, COSY and GC/MS for 19 and 20 

S188-S193 
1
H NMR, 

13
C NMR and GC/MS for 21 

S194-S198 
1
H NMR and GC/MS for 25-28 

S199-S202 
1
H NMR, 

13
C NMR, GC/MS, COSY, HSQC and NOESY for 26 
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  Area Percent Report  

 

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

  Data File : sjb_77_106 fr6 - 10.D                                  

  Acq On    : 11 J un 2013  19:45  

  Operator  : sjb  

  Sample    : sjb_77_106 fr6 - 10 

  Misc      :   

  ALS Vial  : 95   Sample Multiplier: 1  

 

  Integration Parameters: autoint1.e  

  Integrator: ChemStation  

 

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

  Title     :   

 

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

 

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

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

 ---   -----  -----  ----  ----  ---   -------    -------   ------   -------  

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

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

  3  11.592  1205 1225 1232 PV 7   20748    714829   0.07%   0.070%  

  4  11.765  1241 1255 1306 PV 2 38376200 1003659892 100.00%  98.4 48% 

  5  12.060  1306 1307 1314 VV 4  119329   2690695   0.27%   0.264%  

  6  12.107  1314 1315 1321 VV 6   81401   1599566   0.16%   0.157%  

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

 

 

                        Sum of corrected areas :  1019484764  
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  Area Percent Report  

 

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

  Data File : sjb_77_140fp.D                                       

  Acq On    :  9 Jul 2013  13:36  

  Operator  : AK  

  Sample    : sjb_77_140fp  

  Misc      :    

  ALS Vial  : 80   Sample Multiplier: 1  

 

  Integration Parameters: autoint1.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 P V    448612  11314701   2.05%   1.916%  

  3  13.511  1536 1561 1634 PV   14301284 551191459 100.00%  93.314%  

  4  13.937  1634 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  



S8 
 

 

6 .0 0 8 .0 0 1 0 .0 0 1 2 .0 0 1 4 .0 0 1 6 .0 0 1 8 .0 0 2 0 .0 0 2 2 .0 0 2 4 .0 0

1 0 0 0 0 0 0

2 0 0 0 0 0 0

3 0 0 0 0 0 0

4 0 0 0 0 0 0

5 0 0 0 0 0 0

6 0 0 0 0 0 0

7 0 0 0 0 0 0

8 0 0 0 0 0 0

9 0 0 0 0 0 0

   1 e + 0 7

 1 .1 e + 0 7

 1 .2 e + 0 7

 1 .3 e + 0 7

 1 .4 e + 0 7

T im e -->

A b u n d a n c e

T IC :  s jb _ 7 7 _ 1 4 0 fp .D \ d a ta .m s

 7 .3 6 9

 7 .8 8 9

1 3 .5 1 1

1 3 .9 3 71 3 .9 8 61 4 .0 2 51 4 .0 6 6



S9 
 

 
 

 

 

6 0 8 0 1 0 0 1 2 0 1 4 0 1 6 0 1 8 0 2 0 0 2 2 0 2 4 0 2 6 0 2 8 0 3 0 0 3 2 0 3 4 0 3 6 0

0

2 0 0 0 0 0

4 0 0 0 0 0

6 0 0 0 0 0

8 0 0 0 0 0

1 0 0 0 0 0 0

1 2 0 0 0 0 0

1 4 0 0 0 0 0

1 6 0 0 0 0 0

1 8 0 0 0 0 0

2 0 0 0 0 0 0

2 2 0 0 0 0 0

2 4 0 0 0 0 0

2 6 0 0 0 0 0

2 8 0 0 0 0 0

3 0 0 0 0 0 0

3 2 0 0 0 0 0

3 4 0 0 0 0 0

3 6 0 0 0 0 0

3 8 0 0 0 0 0

4 0 0 0 0 0 0

4 2 0 0 0 0 0

4 4 0 0 0 0 0

4 6 0 0 0 0 0

m / z - - >

A b u n d a n c e

S c a n  1 5 5 7  ( 1 3 . 4 9 0  m i n ) :  s j b _ 7 7 _ 1 4 0 f p . D \ d a t a . m s

2 5 5 . 0

3 2 4 . 1

1 2 7 . 4

1 6 4 . 9

7 6 . 9 2 1 0 . 91 0 4 . 9 2 8 4 . 05 0 . 9 3 6 9 . 1



S10 
 

 

 



S11 
 

  Area Percent Report  

 

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

  Data File : sjb_77_190fp.D                                       

  Acq On    : 10 Sep 2013   9:25  

  Operator  : sjb  

  Sample    : sjb_77_190fp  

  Misc       :   

  ALS Vial  : 85   Sample Multiplier: 1  

 

  Integration Parameters: autoint1.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   p eak      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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  Area Percent Report  

 

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

  Data File : sjb_81_015fp2.D                                      

  Acq On    : 11 Oct 2013  15:54  

  Operator  : sjb  

  Sample    : sjb_81_015fp2  

  Misc      :   

  ALS Vial  : 90   Sample Multiplier: 1  

 

  Integration Parameters: atuneWPMMar14.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.   corr.    % of  

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

 ---   -----  -----  ----  ----  ---   -------    -------   ------   -------  

  1  15.643  1895 1933 1951 BV    864446  36310266 100.00% 100.00 0% 

 

 

                        Sum of corrected areas:    36310266  

 

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

 



S16 
 

 

6 . 0 0 8 . 0 0 1 0 . 0 0 1 2 . 0 0 1 4 . 0 0 1 6 . 0 0 1 8 . 0 0 2 0 . 0 0 2 2 . 0 0 2 4 . 0 0
0

5 0 0 0 0

1 0 0 0 0 0

1 5 0 0 0 0

2 0 0 0 0 0

2 5 0 0 0 0

3 0 0 0 0 0

3 5 0 0 0 0

4 0 0 0 0 0

4 5 0 0 0 0

5 0 0 0 0 0

5 5 0 0 0 0

6 0 0 0 0 0

6 5 0 0 0 0

7 0 0 0 0 0

7 5 0 0 0 0

8 0 0 0 0 0

8 5 0 0 0 0

T i m e - - >

A b u n d a n c e

T I C :  s j b _ 8 1 _ 0 1 5 f p 2 . D \ d a t a . m s



S17 
 

 

 

 

 

4 0 6 0 8 0 1 0 0 1 2 0 1 4 0 1 6 0 1 8 0 2 0 0 2 2 0 2 4 0 2 6 0 2 8 0 3 0 0 3 2 0 3 4 0 3 6 0 3 8 0 4 0 0
0

2 0 0 0 0

4 0 0 0 0

6 0 0 0 0

8 0 0 0 0

1 0 0 0 0 0

1 2 0 0 0 0

1 4 0 0 0 0

1 6 0 0 0 0

1 8 0 0 0 0

2 0 0 0 0 0

2 2 0 0 0 0

m / z - - >

A b u n d a n c e

S c a n  1 9 2 6  ( 1 5 . 6 0 2  m in ) :  s jb _ 8 1 _ 0 1 5 f p 2 . D \ d a t a . m s
2 8 4 . 9

3 5 4 . 01 4 2 . 4
9 4 . 0

2 4 0 . 9 3 9 9 . 02 1 0 . 91 8 0 . 85 4 . 9



S18 
 

 

 



S19 
 

  Area Percent Report  

 

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

  Data File : sjb_77_139fp.D                                       

  Acq On    :  8 Jul 2013   9:53  

  Operator  : ep  

  Sample    : sjb_77_139fp  

  Misc       :   

  ALS Vial  : 90   Sample Multiplier: 1  

 

  Integration Parameters: autoint1.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   p eak      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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  Area Percent Report  

 

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

  Data File : sjb_74_196fp.D                                       

  Acq On    :  6 Nov 2012  17:26  

  Operator  : sjb  

  Sample    : sjb_74_196fp  

  Misc      :   

  ALS Vial  : 5   Sample Multiplier: 1  

 

  Integration Parameters: autoint1.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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  Area Percent Report  

 

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

  Data File : sjb_74_028fp.D                                       

  Acq On    : 12  Jun 2012  15:29  

  Operator  : sjb  

  Sample    : sjb_74_028fp  

  Misc      :   

  ALS Vial  : 35   Sample Multiplier: 1  

 

  Integration Parameters: autoint1.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 BV    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    37 5776   0.04%   0.034%  

 

 

                        Sum of corrected areas:  1110263990  

 

JMB2.m Wed Oct 17 15:12:44 2012    
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Area Percent Report  

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

  Data File : ra_67_145a.D                                         

  Acq 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: autoint1.e  

  Integrator: ChemStation  

 

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

  Title     :   

 

  Signal     : TIC: ra_67_145a.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 1 00.00%  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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  Area Percent Report  

 

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

  Data File : sjb_77_169fp.D                                       

  Acq On    :  7 Aug 2013  10:34  

  Operator  : sjb  

  Sample    : sjb_77_169fp  

  Misc      :   

  ALS Vial  : 85   Sample Multiplier: 1  

 

  Integration Parameters: autoint1.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  
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Area Percent Report  

 

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

  Data File : sjb_77_019fp.D                                       

  Acq On    : 19 Dec 2012  16:13  

  Operator  : sjb  

  Sample    : sjb_77_019fp  

  Misc      :   

  ALS Vial  : 5   Sample Multiplier: 1  

 

  Integration Parameters: autoint1.e  

  Integrator: ChemStation  

 

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

  Title     :   

 

  Signal     : TIC: sjb_77_019fp.D \ data.ms  

 

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

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

 ---   -----  -----  ----  ----  ---   -------    -------   ------   -------  

  1  12.894  1430 1453 1474 PV   1521351  34495405   6.14%   5.785%  

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

 



S40 
 

 

6 . 0 0 8 . 0 0 1 0 . 0 0 1 2 . 0 0 1 4 . 0 0 1 6 . 0 0 1 8 . 0 0 2 0 . 0 0 2 2 . 0 0 2 4 . 0 0
0

5 0 0 0 0 0

1 0 0 0 0 0 0

1 5 0 0 0 0 0

2 0 0 0 0 0 0

2 5 0 0 0 0 0

3 0 0 0 0 0 0

3 5 0 0 0 0 0

4 0 0 0 0 0 0

4 5 0 0 0 0 0

5 0 0 0 0 0 0

5 5 0 0 0 0 0

6 0 0 0 0 0 0

6 5 0 0 0 0 0

T i m e - - >

A b u n d a n c e

T I C :  s j b _ 7 7 _ 0 1 9 f p . D \ d a t a . m s

1 2 . 8 9 4

1 6 . 8 3 5



S41 
 

 

6 0 8 0 1 0 0 1 2 0 1 4 0 1 6 0 1 8 0 2 0 0 2 2 0 2 4 0 2 6 0 2 8 0 3 0 0 3 2 0 3 4 0 3 6 0

0

5 0 0 0 0

1 0 0 0 0 0

1 5 0 0 0 0

2 0 0 0 0 0

2 5 0 0 0 0

3 0 0 0 0 0

3 5 0 0 0 0

4 0 0 0 0 0

4 5 0 0 0 0

5 0 0 0 0 0

5 5 0 0 0 0

6 0 0 0 0 0

6 5 0 0 0 0

7 0 0 0 0 0

7 5 0 0 0 0

8 0 0 0 0 0

8 5 0 0 0 0

9 0 0 0 0 0

9 5 0 0 0 0

1 0 0 0 0 0 0

1 0 5 0 0 0 0

1 1 0 0 0 0 0

1 1 5 0 0 0 0

1 2 0 0 0 0 0

1 2 5 0 0 0 0

1 3 0 0 0 0 0

1 3 5 0 0 0 0

1 4 0 0 0 0 0

1 4 5 0 0 0 0

1 5 0 0 0 0 0

1 5 5 0 0 0 0

1 6 0 0 0 0 0

m / z - - >

A b u n d a n c e

S c a n  2 1 2 7  ( 1 6 . 7 5 2  m i n ) :  s j b _ 7 7 _ 0 1 9 f p . D \ d a t a . m s

2 5 1 . 0

1 7 8 . 0

3 6 5 . 1

3 2 0 . 1

1 5 2 . 0
8 8 . 9 1 1 5 . 0

2 2 1 . 0
5 4 . 9 2 8 0 . 1



S42 
 

 
 

 
 

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

50000

100000

150000

200000

250000

300000

350000

400000

450000

m/ z-->

Abundance

Scan 1454 (12.901 min): sjb_77_019fp.D\ data.ms
251.0

320.1
178.0

152.1 207.970.1 114.8 365.1280.9



S43 
 

 



S44 
 

  Area Percent Report  

 

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

  Data File : sjb_74_199fp.D                                       

  Acq On    :  9 Nov  2012  13:56  

  Operator  : sjb  

  Sample    : sjb_74_199fp  

  Misc      :   

  ALS Vial  : 15   Sample Multiplier: 1  

 

  Integration Parameters: autoint1.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 VV 3   41194    970477   0.26%   0.246%  

  2  11.983  1281 1294 1302 BV   1081831  18401106   4.91%   4.665%  

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

 

 

                        Sum of corrected areas:   394460412  

 

JMB2.m Mon Nov 12 09:44:14 2012    
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  Area Percent Report  

 

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

  Data File : sjb_74_029fp.D                                       

  Acq On    : 15 Jun 2012   8:44  

  Operator  : sjb  

  Sample    : sjb_74_029fp  

  Misc      :   

  ALS Vial  : 30   Sample Multiplier: 1  

 

  Integration Parameters: autoint1.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      corr.   corr.    % of  

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

 ---   -----  -----  ----  ----  ---   -------    -------   ------   -------  

  1   7.427   491  497  525 BV    840988  12778818   0.54%   0.519%  

  2   7.944   582  588  603 BV    558514   8620398   0.37%   0.350%  

  3   8.504   680  686  707 PV    130178   2996109   0.13%   0.122%  

  4  13.731  1566 1599 1622 PV   2596360  88351274   3.77%   3.589%  

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

  6  14.105   1652 1664 1683 VV 4   67239   1888313   0.08%   0.077%  

  7  14.782  1719 1783 1849 PV 2 31773351 2345930512 100.00%  95.301%  

 

 

                        Sum of corrected areas:  2461588922  

 

JMB2.m Mon Nov 12 09:52:24 2012    
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 Area Percent Report  

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

  Data File : sjb_77_217fp.D                                       

  Acq On    : 17 Sep 2013  11:20  

  Operator  : sjb  

  Sample    : sjb_77_217fp  

  Misc      :    

  ALS Vial  : 95   Sample Multiplier: 1  

 

  Integration Parameters: atuneWPMMar14.e  

  Integrator: ChemStation  

 

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

  Title     :   

 

  Signal     : TIC: sjb_77_217fp.D \ data.ms  

 

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

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

 ---   -----  -----  ----  ----  ---   -------    -------   ------   -------  

  1  13.988  1631 1644 1656 VV    419295  10837930  11.40%  10.200%  

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

  3  14.972  1815 1816 1826 VV 6   13174    325675   0.34%   0.306%  

 

 

                        Sum of corrected areas:   106257201  

 

ckr3.m Wed Mar 19 09:43:04 2014   
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  Area Percent Report  

 

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

  Data File : sjb_77_171fp.D                                       

  Acq On    :  7 Aug 2013  16:17  

  Operator  : sjb  

  Sample    : sjb_77_171fp  

  Misc      :   

  ALS Vial  : 100   Sample Multiplier: 1  

 

  Integration Parameters: autoint1.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   7.36 9   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 VV 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 VV 3   27053    299743   0.02%   0.021%  

  7  17.520  2260 2261 2272 VV 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  
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  Area Percent Report  

 

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

  Data File : sjb_77_020fp.D                                       

  Acq On    : 21 Dec 2012  11:20  

  Operator  : sjb  

  Sample    : sjb_77_020fp  

  Misc      :   

  ALS Vial  : 20   Sample Multiplier: 1  

 

  Integration Parameters: autoint1.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 VV 2   28357    755335   0.07%   0.067%  

  4  13.142  1463 1496 1523 PV 2 24682415 1044588528 100.00%  9 3.256%  

  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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Analysis of stereoselectivity in the Birch reduction-allylation of 4d 

1. Enantioselective reaction (LC trace of UV detector reading) 
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2. Non-enantioselective (LC trace of UV detector reading) 
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Peak explanation: 

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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