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1H-NMR and 13C-NMR of Compound 5
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1H-NMR and 13C-NMR of Compound 6a
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1H-NMR and 13C-NMR of Compound 6b
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1H-NMR and 13C-NMR of Compound 6c
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1H-NMR and 13C-NMR of Compound 6d
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1H-NMR and 13C-NMR of Compound 6e
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1H-NMR and 13C-NMR of Compound 6f
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1H-NMR and 13C-NMR of Compound 7
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1H-NMR and 13C-NMR of Compound 8
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1H-NMR for S-MRI-1867
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Chiral HPLC Analysis of Compound 1 (S-MRI-1867) 

 

 

97.4 %ee

Conditions: (R,R)-Whelk-O1 chiral column (250 mm x 4.6 mm/5µm): 100% EtOH 1.0 mL/min (254 nm)



Chiral HPLC data for S-MRI-1867

Conditions: (R,R)-Whelk-O1 chiral column (250 mm x 4.6 mm/5µm): 100% EtOH 1.0 mL/min (254 nm)

=====================================================================
Acq .  Ope r a t o r    :  SYSTEM
Samp l e  Ope r a t o r  :  SYSTEM
Acq .  I ns t r umen t  :  Ag i l en t  Ana l y t i ca l  HPLC          Loca t i on  :    68
I n j ec t i on  Da t e   :  27 -Dec - 18  9 : 31 : 27  AM                  I n j  :    1
                                                I n j  Vo l ume  :  10 . 000  µ l
Me t hod           :  C : \ Chem32 \ 2 \ Me t hods \ no r ma l phase1m l 100%E t OHWhe l kO . M
Las t  changed     :  27 -Dec - 18  8 : 49 : 09  AM  by  SYSTEM
                  ( mod i f i ed  a f t e r  l oad i ng )
Samp l e  I n f o      :  10u l  R  R  whe l koE t OHp r oo f  160  ba r  ( 1 . 0  m l )
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=====================================================================
                         Ar ea  Pe r cen t  Repo r t
=====================================================================

So r t ed  By              :       S i gna l
Mu l t i p l i e r             :       1 . 0000
D i l u t i on               :       1 . 0000
Do  no t  use  Mu l t i p l i e r  &  D i l u t i on  Fac t o r  w i t h  I STDs

S i gna l  1 :  DAD1  A ,  S i g=254 , 4  Re f =o f f

Peak  Re t T i me  Type   W i d t h      Ar ea       He i gh t      Ar ea
  #    [ m i n ]         [ m i n ]    [ mAU*s ]      [ mAU]         %
- - - - | - - - - - - - | - - - - | - - - - - - - | - - - - - - - - - - | - - - - - - - - - - | - - - - - - - - |
   1    2 . 997  BV     0 . 0702    71 . 42184    13 . 84840    1 . 4749
   2    3 . 117  VB     0 . 0901   116 . 93394    17 . 92050    2 . 4148
   3    3 . 959  BV     0 . 1652  2335 . 63208   204 . 50067   48 . 2323
   4    4 . 503  VB     0 . 1765  2318 . 47241   198 . 23096   47 . 8780

To t a l s  :                   4842 . 46027   434 . 50053

Da t a  F i l e  C : \ Chem32 \ 2 \ Da t a \ Ma l l i ga \ Ag i l en t \ MR I Jan1626MR I 1867 r ac1m l E t OH . D
Samp l e  Name :  MR I Jan1626MR I 1867 r ac1m l E t OH

Ag i l en t  Ana l y t i ca l  HPLC  27 -Dec - 18  9 : 37 : 46  AM  SYSTEM Page 1 of 2



Chiral HPLC data for diastereomeric 6a and 6b

6a 6b

Conditions: (R,R)-Whelk-O1 chiral column (250 mm x 4.6 mm/5µm): 100% EtOH 1.5 mL/min (254 nm)



Chiral HPLC data for diastereomeric 6c and 6d

6d6c
Conditions: (R,R)-Whelk-O1 chiral column (250 mm x 4.6 mm/5µm): 100% EtOH 1.5 mL/min (254 nm)



Chiral HPLC data for diastereomeric 6e and 6f

6f6e
Conditions: (R,R)-Whelk-O1 chiral column (250 mm x 4.6 mm/5µm): 100% EtOH 1.5 mL/min (254 nm)



Chiral HPLC data for diastereomeric 7 (S, S)

>99.9% S, S diastereomer

Conditions: (R,R)-Whelk-O1 chiral column (250 mm x 4.6 mm/5µm): 100% EtOH 1.5 mL/min (254 nm)

97:3 ratio S, S + S, R diastereomers

=====================================================================
Acq .  Ope r a t o r    :  SYSTEM
Samp l e  Ope r a t o r  :  SYSTEM
Acq .  I ns t r umen t  :  Ag i l en t  Ana l y t i ca l  HPLC          Loca t i on  :    5
I n j ec t i on  Da t e   :  25 -Dec - 18  2 : 02 : 22  PM                  I n j  :    1
                                                I n j  Vo l ume  :  10 . 000  µ l
Acq .  Me t hod      :  C : \ Chem32 \ 2 \ Me t hods \ no r ma l phase1m l 100%E t OHWhe l kO . M
Las t  changed     :  25 -Dec - 18  11 : 39 : 10  AM  by  SYSTEM
                  ( mod i f i ed  a f t e r  l oad i ng )
Ana l ys i s  Me t hod  :  C : \ Chem32 \ 2 \ Me t hods \ no r ma l phase1m l 100%E t OHWhe l kO . M
Las t  changed     :  19 -Ap r - 22  12 : 22 : 11  PM  by  SYSTEM
Samp l e  I n f o      :  10u l  R  R  whe l koE t OHp r oo f  240  ba r  ( 1 . 5  m l )

Add i t i ona l  I n f o  :  Peak ( s )  manua l l y  i n t eg r a t ed
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 DAD1 A, Sig=254,4 Ref=off (Malliga\Agilent\MRIJan1426PhCf3SCOOMeSenriched2EtOHLCgrade.D)
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=====================================================================
                         Ar ea  Pe r cen t  Repo r t
=====================================================================

So r t ed  By              :       S i gna l
Mu l t i p l i e r             :       1 . 0000
D i l u t i on               :       1 . 0000
Use  Mu l t i p l i e r  &  D i l u t i on  Fac t o r  w i t h  I STDs

S i gna l  1 :  DAD1  A ,  S i g=254 , 4  Re f =o f f

Peak  Re t T i me  Type   W i d t h      Ar ea       He i gh t      Ar ea
  #    [ m i n ]         [ m i n ]    [ mAU*s ]      [ mAU]         %
- - - - | - - - - - - - | - - - - | - - - - - - - | - - - - - - - - - - | - - - - - - - - - - | - - - - - - - - |
   1    4 . 132  MM     0 . 1891  1776 . 03369   156 . 49960   74 . 6640
   2    5 . 259  MM     0 . 2456   602 . 66718    40 . 89172   25 . 3360

To t a l s  :                   2378 . 70087   197 . 39133

Da t a  F i l e  C : \ Chem32 \ 2 \ Da t a \ Ma l l i ga \ Ag i l en t \ MR I Jan1426PhC f 3SCOOMeSen r i ched2E t OHLCg r ade . D
Samp l e  Name :  MR I Jan1426PhC f 3SCOOMeSen r i ched2E t OHLCg r a

Ag i l en t  Ana l y t i ca l  HPLC  26 -Dec - 18  7 : 30 : 52  AM  SYSTEM Page 1 of 2

75:25 ratio S, S + S, R diastereomers



=====================================================================
Acq .  Ope r a t o r    :  SYSTEM
Samp l e  Ope r a t o r  :  SYSTEM
Acq .  I ns t r umen t  :  Ag i l en t  Ana l y t i ca l  HPLC          Loca t i on  :    3
I n j ec t i on  Da t e   :  26 -Dec - 18  11 : 07 : 36  AM                 I n j  :    1
                                                I n j  Vo l ume  :  10 . 000  µ l
Acq .  Me t hod      :  C : \ Chem32 \ 2 \ Me t hods \ no r ma l phase1m l 100%E t OHWhe l kO . M
Las t  changed     :  26 -Dec - 18  10 : 56 : 53  AM  by  SYSTEM
                  ( mod i f i ed  a f t e r  l oad i ng )
Ana l ys i s  Me t hod  :  C : \ Chem32 \ 2 \ Me t hods \ no r ma l phase1m l 100%E t OHWhe l kO . M
Las t  changed     :  19 -Ap r - 22  12 : 22 : 11  PM  by  SYSTEM
Samp l e  I n f o      :  10u l  R  R  whe l koE t OHp r oo f  240  ba r  ( 1 . 5  m l )

Add i t i ona l  I n f o  :  Peak ( s )  manua l l y  i n t eg r a t ed

min1 2 3 4 5 6 7

mAU

0

5

10

15

20

25

30

35

40

 DAD1 A, Sig=254,4 Ref=off (Malliga\Agilent\MRIJan1526PhCf3SCOOMeSRE2rerun2.D)
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=====================================================================
                         Ar ea  Pe r cen t  Repo r t
=====================================================================

So r t ed  By              :       S i gna l
Mu l t i p l i e r             :       1 . 0000
D i l u t i on               :       1 . 0000
Use  Mu l t i p l i e r  &  D i l u t i on  Fac t o r  w i t h  I STDs

S i gna l  1 :  DAD1  A ,  S i g=254 , 4  Re f =o f f

Peak  Re t T i me  Type   W i d t h      Ar ea       He i gh t      Ar ea
  #    [ m i n ]         [ m i n ]    [ mAU*s ]      [ mAU]         %
- - - - | - - - - - - - | - - - - | - - - - - - - | - - - - - - - - - - | - - - - - - - - - - | - - - - - - - - |
   1    4 . 137  MM     0 . 1722    59 . 07510     5 . 71797    9 . 0403
   2    5 . 257  MM     0 . 2451   594 . 38745    40 . 41832   90 . 9597

To t a l s  :                    653 . 46255    46 . 13629

Da t a  F i l e  C : \ Chem32 \ 2 \ Da t a \ Ma l l i ga \ Ag i l en t \ MR I Jan1526PhC f 3SCOOMeSRE2 r e r un2 . D
Samp l e  Name :  MR I Jan1526PhC f 3SCOOMeSRE2 r e r un2

Ag i l en t  Ana l y t i ca l  HPLC  26 -Dec - 18  11 : 18 : 41  AM  SYSTEM Page 1 of 2

Chiral HPLC data for diastereomeric 8 (S, R)

Conditions: (R,R)-Whelk-O1 chiral column (250 mm x 4.6 mm/5µm): 100% EtOH 1.5 mL/min (254 nm)

9:91 ratio S, S + S, R diastereomers17:83 ratio S, S + S, R diastereomers

=====================================================================
Acq .  Ope r a t o r    :  SYSTEM
Samp l e  Ope r a t o r  :  SYSTEM
Acq .  I ns t r umen t  :  Ag i l en t  Ana l y t i ca l  HPLC          Loca t i on  :    4
I n j ec t i on  Da t e   :  26 -Dec - 18  10 : 35 : 18  AM                 I n j  :    1
                                                I n j  Vo l ume  :  20 . 000  µ l
Acq .  Me t hod      :  C : \ Chem32 \ 2 \ Me t hods \ no r ma l phase1m l 100%E t OHWhe l kO . M
Las t  changed     :  26 -Dec - 18  10 : 24 : 51  AM  by  SYSTEM
                  ( mod i f i ed  a f t e r  l oad i ng )
Ana l ys i s  Me t hod  :  C : \ Chem32 \ 2 \ Me t hods \ no r ma l phase1m l 100%E t OHWhe l kO . M
Las t  changed     :  19 -Ap r - 22  12 : 22 : 11  PM  by  SYSTEM
Samp l e  I n f o      :  20u l  R  R  whe l koE t OHp r oo f  240  ba r  ( 1 . 5  m l )

Add i t i ona l  I n f o  :  Peak ( s )  manua l l y  i n t eg r a t ed
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 DAD1 A, Sig=254,4 Ref=off (Malliga\Agilent\MRIJan1526PhCf3SCOOMeSRE2.D)
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=====================================================================
                         Ar ea  Pe r cen t  Repo r t
=====================================================================

So r t ed  By              :       S i gna l
Mu l t i p l i e r             :       1 . 0000
D i l u t i on               :       1 . 0000
Use  Mu l t i p l i e r  &  D i l u t i on  Fac t o r  w i t h  I STDs

S i gna l  1 :  DAD1  A ,  S i g=254 , 4  Re f =o f f

Peak  Re t T i me  Type   W i d t h      Ar ea       He i gh t      Ar ea
  #    [ m i n ]         [ m i n ]    [ mAU*s ]      [ mAU]         %
- - - - | - - - - - - - | - - - - | - - - - - - - | - - - - - - - - - - | - - - - - - - - - - | - - - - - - - - |
   1    4 . 136  MM     0 . 1740   519 . 71161    49 . 78249   17 . 1594
   2    5 . 248  MM     0 . 2431  2509 . 01270   172 . 04076   82 . 8406

To t a l s  :                   3028 . 72430   221 . 82325

Da t a  F i l e  C : \ Chem32 \ 2 \ Da t a \ Ma l l i ga \ Ag i l en t \ MR I Jan1526PhC f 3SCOOMeSRE2 . D
Samp l e  Name :  MR I Jan1526PhC f 3SCOOMeSRE2

Ag i l en t  Ana l y t i ca l  HPLC  26 -Dec - 18  10 : 49 : 00  AM  SYSTEM Page 1 of 2


