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(R)-1-(1,3-dioxolan-2-yl)-3-phenylpropyl
(R)-3,3,3-trifluoro-2-methoxy-2-phenylpropanoate ((R)-1b MTPA ester): IR (neat):
2954, 2893, 1751, 1265, 1173, 1119, 1026, 702 cm'; 'H NMR (CDCls): § 7.69-7.58
(m, 2H), 7.47-7.36 (m, 3H), 7.30-7.21 (m, 2H), 7.21-7.13 (m, 1H), 7.07 (d, /= 7.2 Hz,
2H), 5.16 (dt, J = 8.4, 4.4 Hz, 1H), 5.01 (d, J=4.4 Hz, 1H), 3.99-3.81 (m, 4H), 3.62 (d,
J =12 Hz, 3H), 2.61-2.43 (m, 2H), 2.08-1.86 (m, 2H); °C NMR (CDCl): § 166.2,
141.0, 132.4, 129.6, 128.44, 128.36, 128.3, 127.5, 126.1, 102.9, 74.6, 65.5, 64.9, 55.58,
55.56, 31.4, 31.0; HR MS: caled for CyH,3F;0sNa (M+Na") 447.1390, found
447.1404.
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(R)-1-(1,3-dioxolan-2-yl)-3-phenylpropyl
(8)-3,3,3-trifluoro-2-methoxy-2-phenylpropanoate ((S)-1b MTPA ester): IR (neat):
2954, 2893, 1751, 1257, 1173, 1119, 1018, 702 cm'; '"H NMR (CDCL): & 7.67-7.56
(m, 2H), 7.50-7.36 (m, 3H), 7.33-7.23 (m, 2H), 7.23-7.11 (m, 3H), 5.20 (dt, J = 9.2,
4.0 Hz, 1H), 4.96 (d, J = 4.0 Hz, 1H), 3.86-3.69 (m, 4H), 3.59 (d, J = 1.2 Hz, 3H),
2.80-2.58 (m, 2H), 2.05 (dt, J = 8.4, 7.4 Hz, 2H); °C NMR (CDCl;): & 166.1, 140.9,
132.2, 129.5, 128.5, 128.31, 128.26, 127.7, 126.2, 102.9, 74.7, 65.5, 65.0, 55.49, 55.47,
31.5, 31.4; HR MS: calcd for C2,H,3F305Na (M+Na") 447.1390, found 447.1387.

(S)-MTPA ester (R)-MTPA ester _
position (ppm) positon  (ppm) A8 = d(s)-d(r) O-(R)-MTPA
0.1 ~23
H-1 4.96 H-1 5.01 ~0.05 j/z\/\Ph
H-2 5.20 H-2 516 +0.04 </O
H-3 2.05 H-3 1.97 +0.08
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Transition Structure [(R)-ts-rotl] (Ere] = 0.00 kcal/mol)
E(B3LYP/6-31G*) =-2470.47272 au
(Esmare(B3LYP/6-31G*) = -2470.49236 au)

T OO0 Q0000 o0 »n z 0z A0

Vis = 541i cm—1

-0.072048
0.808987
2.120064
2.825314
3.094479
1.933723
0.517408

-0.109003

-0.129210
0.338449

-0.229327

-1.262298

-1.725908

-1.163655

-1.508484

-0.576454
-0.717702
-0.709764
-0.496838
-0.913696
-0.053671
-0.410755

0.483034
-1.552223
-2.869351
-3.878026
-3.578004
-2.266947
-1.255449
-0.228628

S3

1.226215

0.047033

0.235383
-0.886447

1.652258
-1.966468
-1.398749
-1.431471
-2.158786
-2.061748
-2.837408
-3.729178
-3.836379
-3.054529
-3.140890
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-2.528130
-1.704430
0.130224
1.134110
2.049675
2.147633
-1.523438
-1.916044
0.520711
-0.458728
0.227372
-1.437488
-2.372694
-2.255794
-3.505097
-1.258822
4.547592
4.205490
5.881393
6.149496
5.185408
4.915771
6.866841
7.912822
6.520371
7.301431
-1.604102
-1.903125
-0.702999
-2.657042
-2.808463
-0.850793
0.119017

-2.027162
-4.364701
-4.898744
-3.114885
1.024575
-0.588612
-1.036271
-0.561655
-0.630802
1.379320
2.300046
1.868570
2.290500
2.362339
2.927026
1.998200
-0.730530
-0.475519
-0.770911
-0.966141
-0.252896
-0.054893
-0.552390
-0.582906
-0.293522
-0.122670
-2.555273
-5.333028
-3.453477
-3.072041
-4.445564
-4.830809
-3.075842

S4

-4.529509
-4.334858
-2.741619
-1.363208
-2.103024
-2.893511
1.048206
0.145862
2.301178
0.773273
1.579501
0.125660
-0.419013
-1.718162
-2.428215
-2.354360
0.626843
-0.714421
1.020896
2.055010
-1.680957
-2.713498
0.055281
0.344477
-1.276636
-2.011213
0.847676
0.488664
1.434161
0.080142
-0.097297
1.253539
2.035183
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-3.364316
-3.632308
-0.140434
-2.018666
-2.395919
-4.063557
-3.397033
-2.239200
-3.063238
-4.226425
-3.509522
-1.471375
-2.925026
-4.995903
-4.708793
-3.847317
-4.753183
-3.033865
-4.014754
-4.677637
-5.581948
-4.894869
-4.450445
-3.243438
-4.132377
-3.000360
-2.402157
1.134195
-0.730272
-0.179890
-1.364794
-1.381673
0.882423

-2.389128
-4.822016
-5.510891
-6.404867
-0.601380
0.165933
0.358131
-1.171728
-0.788629
0.738196
0.833679
-1.919418
-1.240842
1.487945
0.459755
4.306020
4.712193
5.021831
4.230635
1.952608
2.307843
1.867332
0.950171
3.054295
3.451603
2.083907
3.725166
3.152899
3.170725
3.852659
2.520880
3.762706
1.741659

S5

-0.384005
-0.698146
1.717352
0.350247
2.228937
4.360373
2.041348
3.499331
4.556450
3.099052
1.072161
3.663506
5.535519
2.933258
5.184506
-1.828292
-2.296030
-1.998151
-0.750592
-2.178132
-2.687536
-1.109549
-2.562483
-3.935989
-4.441327
-4.379766
-4.137154
0.685542
2.403301
3.059324
3.012704
1.750137
2.266785



O 2.204533 2.366384 0.111626
C 2.941244 4.492566 0.699565
H 2.710145 5.140771 -0.160779
C 3.417759 3.110785 0.240761
H 3.944250 3.132516 -0.720785
H 4.066373 2.639213 0.990847
H 0.554819 3.581524 -0.148400
H 3.636148 5.010018 1.365521
O 1.764284 4.176773 1.426080

Requested basis set is 6-31G(d)
There are 277 shells and 808 basis functions

Transition Structure [(R)-ts-rot2] (Ere] = +3.97 kcal/mol)
E(B3LYP/6-31G*) = -2470.46640 au

ws = 578i cm—!

C 0.378927 -0.769888 -1.170020

S6



A OOANQ0O OO0 A0 T T T T ZIIZIOOOOOOTANO0WZAZ

-0.430971
-1.698505
-2.465105
-2.556070
-1.714834
-0.262786
0.017894
0.731223
0.770576
1.650576
2.490473
2.449367
1.574681
1.526668
3.100110
3.175698
1.685013
0.132120
-2.118437
-1.757416
1.882589
2.015784
-0.110871
-0.080322
-0.829489
0.540851
1.108034
0.812134
1.248991
0.222291
-4.031381
-3.796920
-5.301037

-1.254900
-1.570883
-1.573694
-1.961049
-1.074974
-0.921675

0.131762
-1.800589
-3.188935
-3.971725
-3.376376
-1.994907
-1.206655
-0.130954
-1.525958
-3.988255
-5.045735
-3.658692
-0.111975
-1.794820
-0.653947
-0.210730
-1.004290

1.192243

1.826678

1.993861

2.782305

2.774020

4.047273

1.853205
-2.195433
-1.921998
-2.560935

S7

-0.030127
-0.261018
0.840348
-1.714211
2.000179
1.426832
1.507568
2.156237
1.973998
2.718739
3.663259
3.854988
3.103871
3.252946
4.588407
4.243944
2.557976
1.229989
2.327306
2.820823
-0.913114
0.076718
-2.272718
-0.699490
-1.706396
0.053235
0.700485
1.968092
2.725423
2.553069
-0.730208
0.629924
-1.167442
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-5.489671
-4.818108
-4.630792
-6.326879
-7.323060
-6.086672
-6.899496
2.551074
3.927348
2.114514
3.687161
4.370932
2.797226
1.239050
4.039551
5.249889
2.442491
4.458746
2.577875
3.952257
3.222071
2.632545
3.308375
3.906810
3.155583
2.141360
3.335170
4.394731
4.482710
0.371622
0.654159
-0.689554
0.490255

-2.768336
-2.008398
-1.792205
-2.652930
-2.939557
-2.378140
-2.452523
-2.038358
-4.495864
-3.112462
-2.216329
-3.430050
-4.331290
-2.996840
-1.392541
-3.543586
-5.152178
-5.444018
0.258646
1.920602
1.418067
-0.061489
0.767195
2.242520
1.700856
-0.956592
0.507504
3.141966
2.562305
5.212980
6.147433
5.024800
5.343382

S8

-2.216440
1.574998
2.622026

-0.224394

-0.547020
1.127915
1.843908

-0.896768

-0.864599

-1.683185

-0.094872

-0.078571

-1.664705

-2.313864
0.520402
0.550770

-2.283182

-0.853227

-1.923953

-3.728292

-1.477578

-3.286899

-4.182008

-2.372040

-0.431296

-3.651514

-5.237409
-2.005491
-4.427266
2.215762
2.717260
2.419274
1.136272



C 2.730281 4.347649 2.418823
H 3.046791 5.266193 2.929699
H 2.886275 4.474088 1.344583
H 3.378581 3.532940 2.765894
C 1.048201 3.861007 4.236333
H 1.331165 4.776145 4.771285
H 1.661325 3.038054 4.619392
H 0.005135 3.629707 4.470188
C -2.165867 2.300650 -1.116227
C -0.071744 2.956506 -2.409631
H -0.705982 3.417848 -3.175278
H 0.822421 2.554598 -2.892425
H 0.233545 3.723476 -1.692916
H -1.094569 1.064777 -2.457645
O -3.084038 2.689761 -2.144336
C -3.224326 4.133428 -0.332592
H -3.968944 3.688708 0.348073
C -3.637598 3.957332 -1.797190
H -4.724084 3.935279 -1.941215
H -3.209041 4.743386 -2.433891
H -2.623094 1.473992 -0.540552
H -3.040614 5.169331 -0.036461
O -1.996192 3.424041 -0.275391

Requested basis set is 6-31G(d)
There are 277 shells and 808 basis functions

S9



Transition Structure [(R)-ts-rot3] (Ere] = +0.51 kcal/mol)
E(B3LYP/6-31G*) =-2470.47191 au

T DT T OO0 000000 T wnZ Az

Vis = 5617 cm—1

0.113785
-0.854297
-2.145753
-2.909188
-3.031096
-2.075051
-0.638440
-0.011112
-0.046672
-0.496084
0.018535
0.980244
1.426999
0.917379
1.249788
2.174695
1.381280

-0.924172
-0.866528
-0.805228
-0.358963
-1.186537
0.139134
-0.319132
0.570919
-1.311458
-2.635688
-3.498521
-3.042783
-1.722903
-0.858431
0.175027
-1.362937
-3.716294

S10

-1.128950
-0.011925
-0.308086
0.700412
-1.744375
1.798428
1.370199
1.290408
2.349829
2.427170
3.392770
4.298027
4.229722
3.258585
3.205147
4.931655
5.050797
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-0.326818
-1.231335
-2.143843
-2.379489
1.550421
1.824849
-0.392249
0.393880
-0.100320
1.270038
2.119541
1.797547
2.839487
0.765090
-4.532219
-4.268718
-5.833431
-6.042236
-5.293329
-5.083426
-6.864182
-7.885653
-6.595045
-7.410394
1.667532
2.051907
0.875851
2.651841
2.845906
1.066704
0.107459
3.271650
3.616075

-4.527799
-3.001306
1.228944
-0.305931
-1.294542
-0.711881
-1.207007
1.085990
1.735701
1.713850
2.253288
2.687384
3.644278
2.373725
-0.722417
-0.277678
-0.733258
-1.070713
0.158427
0.495469
-0.296245
-0.298345
0.144359
0.481052
-2.781376
-5.488339
-3.782079
-3.159252
-4.497521
-5.124108
-3.512996
-2.394024
-4.765780

S11

3.435215
1.714967
1.856578
2.748123
-0.751831
0.130723
-2.214895
-1.057589
-2.193464
-0.389898
0.190280
1.374495
1.994803
1.987998
-0.892249
0.416117
-1.384303
-2.395075
1.254793
2.265167
-0.549000
-0.916677
0.752692
1.385773
-0.383367
0.293970
-0.961744
0.540658
0.875737
-0.623392
-1.679281
1.001209
1.594361



T A 0O T T I T O T T O T O T ITTOsIIzD oD OoooacocnanTmS T

0.442111
2.200828
2.544127
4.458033
3.579920
2479118
3.425378
4.531223
1.681193
3.356145
5.323554
5.196501
3.003563
3.746549
2.057226
3.327692
4.185211
4.948285
4.535009
4.094619
2.374123
3.116744
2.237147
1.418224
-1.163120
1.008877
0.598310
1.730585
1.532103
-0.613556
-0.621777
-2.750872
-3.439847

-5.885565
-6.533244
-0.942384
-0.331821
-0.039631
-1.539288
-1.231269
0.263257
-2.237045
-1.698918
0.972442
-0.096296
4.858589
5.556339
5.401238
4.539772
2.896841
3.555469
2.560320
2.019550
4.108117
4.785580
3.259694
4.637669
2.780958
2.385671
2.857978
1.624942
3.149341
0.983016
3.850521
3.306827
3.896575

S12

-1.084176
0.553635
-1.860718
-3.829716
-1.594673
-3.127085
-4.104387
-2.570469
-3.353267
-5.083538
-2.344609
-4.591986
1.056215
1.462631
0.945511
0.062044
2.113176
2.546587
1.133186
2.766294
3.382721
3.822121
4.060722
3.321720
-1.831589
-3.034440
-3.936327
-3.342393
-2.451431
-2.814749
-1.058298
-0.322372
-0.947711



C -1.497208 4.106470 0.040431
H -1.686325 5.183885 0.114886
H -1.034107 3.748270 0.966501
H -1.589212 3.206516 -2.759409
H -3.302412 2.914490 0.536705
O -2.214035 2.214067 -1.060231
H 3.619836 0.460159 -0.631903

Requested basis set is 6-31G(d)
There are 277 shells and 808 basis functions

1.411 A

Transition Structure [(S)-ts-(ent)rotl] (Ere] = +4.59 kcal/mol)
E(B3LYP/6-31G*) = -2470.46540 au

ws = 173i em—!

Atom X Y Z

C -0.051666 -0.623706 1.190093
N 0.819789 -0.598258 -0.025342
C 2.130748 -0.615103 0.140960
N 2.820280 -0.264844 -0.959257
S 3.128494 -0.989080 1.506635
C 1.909410 0.315370 -1.953658

S13
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0.510115
-0.159351
-0.083434

0.430613
-0.086568
-1.115968
-1.627054
-1.114532
-1.499696
-2.428103
-1.519216

0.308531

1.221057

2.008284

2.117854
-1.472236
-1.915059

0.580656
-0.605596
-0.079455

0.553335
-0.145961

0.790195

1.468966
-0.911072
-1.729628
-2.628729
-2.458360
-3.724035
-1.400160

4.565694

4.202457

5.905815

-0.155276
0.703534
-1.244366
-2.547295
-3.501980
-3.161709
-1.863830
-0.907413
0.108674
-1.591968
-3.906960
-4.513897
-2.826986
1.404024
-0.071353
-1.175219
-0.660492
-0.844296
1.243586
2.354187
2.044019
1.471856
2.983778
1.457768
3.059318
1.682333
2.062517
2.430556
3.034213
2.309755
-0.666006
-0.250387
-0.749964

S14

-1.428100
-1.372055
-2.302221
-2.314122
-3.187285
-4.068390
-4.067262
-3.187954
-3.190948
-4.749773
-4.748876
-3.173544
-1.623411
-1.929839
-2.952661
0.978265
0.123086
2.224005
0.976330
1.668336
3.027774
3.641457
3.537558
2.925554
1.849984
0.244958
-0.220738
-1.473065
-2.109091
-2.093972
0.490599
-0.803948
0.854843
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6.190950
5.166324
4.879979
6.875912
7.926608
6.507926
7.276793
-1.449690
-1.575322
-0.505248
-2.456010
-2.522723
-0.566936
0.281987
-3.194806
-3.313455
0.175895
-1.624279
-2.366135
-4.089973
-3.516800
-2.090965
-2.942300
-4.373205
-3.732864
-1.203058
-2.708605
-5.259992
-4.755427
-4.117228
-5.034854
-3.330674
-4.290058

-1.070549
0.094279
0.414212

-0.409781

-0.472006
0.009961
0.273377

-2.674763

-5.429605

-3.563614

-3.190859

-4.552726

-4.927924

-3.186734

-2.516288

-4.927368

-5.599836

-6.492282

-0.910005

-0.477280

-0.125928

-1.477485

-1.258123

0.088115
0.341476

-2.084301

-1.703036
0.703101

-0.311075
4.299448
4.731991
5.061142
4.062645

S15

1.852620
-1.750605
-2.747665
-0.091248

0.175441
-1.375387
-2.095463

0.650991
0.066815

1.182552
-0.177444
-0.465629

0.889463

1.827935
-0.603561
-1.110671

1.312957
-0.156712

2.193237
4.376448
2.052181
3.445324
4.527516
3.133790
1.097000
3.576729
5.491567
3.002081
5.219878
-1.315057
-1.731795
-1.371574
-0.261406



C -4.866082 1.998061 -2.024325
H -5.775097 2.403175 -2.485283
H -5.090564 1.742393 -0.985020
H -4.605243 1.074162 -2.555807
C -3.447355 3.395750 -3.575983
H -4.336674 3.855535 -4.023749
H -3.188278 2.507906 -4.162091
H -2.613736 4.099557 -3.657621
C 0.880428 3.115122 0.739020
O 1.244501 4.356095 1.313826
C 2.558923 4.638183 0.856420
H 2.541033 5.069780 -0.156998
H 3.022424 5.348973 1.545245
H 0.403781 3.264292 -0.241238
O 2.113208 2.397735 0.498887
C 3.200842 3.251328 0.855262
H 4.003031 3.136581 0.118105
H 3.585379 2.987915 1.850267

Requested basis set is 6-31G(d)
There are 277 shells and 808 basis functions

Transition Structure [(S)-ts-(ent)rot2] (Ere] = +5.72 kcal/mol)
E(B3LYP/6-31G*) = -2470.46361 au

S16



ws = 314i cm—!

S17

C 0.037138 -0.632249 1.187548
N 0.914775 -0.642043 -0.026383
C 2.226480 -0.609159 0.160388
N 2.924101 -0.272714 -0.935658
S 3.214389 -0.895075 1.556012
C 2.025488 0.179871 -1.999914
C 0.611846 -0.199328 -1.433141
H 0.002164 0.702941 -1.369678
C -0.056914 -1.257220 -2.289163
C 0.383562 -2.587110 -2.294962
C -0.195643 -3.517770 -3.154931
C -1.210657 -3.125474 -4.031095
C -1.644788 -1.799996 -4.038996
C -1.071855 -0.867707 -3.170682
H -1.393421 0.169960 -3.181756
H -2.431691 -1.487732 -4.720642
H -1.661354 -3.851936 -4.702208
H 0.139435 -4.550939 -3.134160
H 1.162390 -2.903654 -1.606396
H 2.134992 1.258186 -2.134335
H 2.239907 -0.342825 -2.934630
C -1.395289 -1.160784 0.994688
H -1.843295 -0.629775 0.152600
O 0.667929 -0.815065 2.230615
O -0.481411 1.246031 0.926460
C -0.020090 2.312021 1.722132
C -0.312513 2.143088 3.217898
H -1.386218 2.007813 3.376014
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0.020113
0.199949
-0.551739
-1.532573
-2.467838
-2.314190
-3.629859
-1.238096
4.656951
4.302454
5.991241
6.270417
5.268247
4.987227
6.963349
8.009531
6.603921
7.374899
-1.423708
-1.652770
-0.484837
-2.479251
-2.596705
-0.598148
0.336534
-3.212282
-3.423565
0.140681
-1.741550
-2.252894
-3.880440
-3.331773
-2.005005

3.028099
1.262432
3.214898
1.648852
1.992751
2.382333
2.831051
2.373724
-0.554410
-0.205873
-0.560051
-0.821840
0.139550
0.408230
-0.215192
-0.214478
0.131555
0.400118
-2.654503
-5.390477
-3.577138
-3.125773
-4.478288
-4.933999
-3.234918
-2.418940
-4.818518
-5.635256
-6.446779
-0.876821
-0.370002
0.010356
-1.514482

S18

3.772371
3.614851
1.373418
0.212935
-0.289720
-1.532617
-2.199858
-2.138378
0.554582
-0.760792
0.948001
1.964329
-1.704652
-2.718076
0.006387
0.296593
-1.301827
-2.017658
0.654904
0.028071
1.133712
-0.138745
-0.448943
0.818804
1.756106
-0.519709
-1.067179
1.199047
-0.212285
2.232064
4.471374
2.144796
3.455129



C -2.808144 -1.259218 4.565976
C -4.140267 0.261680 3.255428
H -3.523514 0.530193 1.211859
H -1.175589 -2.206629 3.543645
H -2.594899 -1.758534 5.507873
H -4.971306 0.957305 3.167411
H -4.507283 -0.172923 5.337447
C -4.291595 3.925638 -1.336577
H -5.245433 4.228718 -1.784705
H -3.654551 4.815639 -1.268783
H -4.480570 3.563444 -0.322883
C -4.567478 1.605080 -2.280079
H -5.516241 1.887405 -2.752545
H -4.782590 1.207606 -1.283911
H -4.121315 0.801698 -2.879607
C -3.348410 3.368923 -3.610325
H -4.283521 3.700438 -4.077696
H -2.897313 2.602198 -4.247639
H -2.657559 4.217213 -3.578850
C 1.486725 2.590717 1.509088
O 1.899657 2497616 0.153043
C 1.611720 3.768851 -0.436675
H 2.400860 3.986701 -1.164112
H 0.646209 3.738692 -0.953673
H 2.104511 1.896863 2.087646
O 1.817002 3.913548 1.910112
C 1.616121 4.746947 0.767762
H 2.437702 5.469590 0.732206
H 0.669401 5.298305 0.839268

Requested basis set is 6-31G(d)
There are 277 shells and 808 basis functions

S19



1.429 A

Transition Structure [(S)-ts-(ent)rot3] (Ere] = +6.74 kcal/mol)
E(B3LYP/6-31G*) =-2470.46197 au

vts = 168i em—!

Atom X Y Z

C 0.135125 -1.008653 -1.050386
N -0.819579 -0.840455 0.083254
C -2.111242 -0.827553 -0.204798
N -2.879526 -0.316834 0.771177
S -2.996608 -1.341086 -1.599827
C -2.054880 0.237323 1.847020
C -0.603454 -0.169828 1.411286
H -0.028332 0.740262 1.236868
C 0.070774 -1.044244 2.449490
C -0.341077 -2.363267 2.682079
C 0.253810 -3.119904 3.689603
C 1.259259 -2.561674 4.482997
C 1.666099 -1.245883 4.263076
C 1.075173 -0.487603 3.249816
H 1.375604 0.542554 3.081461
H 2.446437 -0.806006 4.878629

S20
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1.723882
-0.061648
-1.111617
-2.172322
-2.330185

1.579936

1.888802
-0.398402

0.462277

0.148465

1.421086

2.190085

1.813393

2.745643

0.822080
-4.503295
-4.242706
-5.807498
-6.015416
-5.271620
-5.063559
-6.843290
-7.866706
-6.576170
-7.394798

1.691157

2.062309

0.861835

2.707396

2.894643

1.046177

0.071487

3.356269

-3.152368
-4.146964
-2.809313
1.323660
-0.203548
-1.361872
-0.700969
-1.459494
0.945442
1.771308
1.662490
2.274956
2.891209
4.048027
2.584031
-0.840796
-0.292288
-0.917195
-1.336019
0.184592
0.600617
-0.440727
-0.494793
0.104013
0.469687
-2.805033
-5.433933
-3.846555
-3.103785
-4.402912
-5.149044
-3.637462
-2.306630

S21

5.268155
3.850453
2.058105
1.894514
2.808381
-0.666165
0.147025
-2.064891
-1.145994
-2.236808
-0.365270
0.066717
1.165991
1.565924
1.831908
-0.774190
0.495135
-1.252299
-2.232448
1.306063
2.287047
-0.444874
-0.802993
0.816954
1.429430
-0.153268
0.790832
-0.591353
0.765715
1.232576
-0.120634
-1.304822
1.119740
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3.689545
0.392454
2.206621
2.536583
4.355765
3.517002
2478911
3.378020
4421813
1.723930
3.315890
5.174530
5.058971
2.756639
3.370962
1.743846
3.163918
4.170679
4.850313
4.554549
4.189477
2.238366
2.910018
2.192540
1.232349
-0.956924
-0.512117
-2.772639
-3.371402
-1.612305
-1.819028
-1.354908
-1.257473

-4.609596
-5.942806
-6.448584
-1.133663
-0.730341
-0.138334
-1.926822
-1.723032
0.060784
-2.700297
-2.345350
0.840714
-0.575852
5.076417
5.942806
5.428666
4.633822
3.493322
4.305747
3.025613
2.746336
4.704763
5.521091
3.983387
5.115156
2.775938
3.703342
3.188789
3.797020
4.005569
5.083656
3.697110
3.343930

S22

1.944662
-0.474110
1.153217
-1.838888
-3.946607
-1.755348
-2.992915
-4.039735
-2.799835
-3.074088
-4.929089
-2.715642
-4.761146
0.413528
0.688408
0.189397
-0.499289
1.780540
2.065885
0.869605
2.583970
2.858307
3.149201
3.680474
2.726064
-1.874020
-0.887144
-0.629672
-1.325756
-0.031661
-0.039810
0.987459
-2.775426
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-3.441859
-2.104818
3.559234
-0.215547
0.556262
-0.284418
-1.170194
1.027556

Requested basis set is 6-31G(d)

2.743437
2.145154
0.501391
1.053776
0.327806
1.794615
0.527435
2.403181

0.111961
-1.326969
-0.879538
-3.547004
-3.808817
-4.353628
-3.480882
-2.458983

There are 277 shells and 808 basis functions

Transition Structure [(S)-ts-(ent)rotd] (Ere] = +4.29 kcal/mol)

E(B3LYP/6-31G*) = -2470.46588 au
(Esmare,(B3LYP/6-31G*) = -2470 48656 au)

Vis = 594i cm—1

Atom X Y

C 0.437442 -0.407171
N 1.466969 -0.116679
C 2.346983 0.841575

S23

1.217079
0.194761
0.457906
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2.930672
2.871426
2.331908
1.346670
0.338946
1.672063
2.764523
3.073464
2.299658
1.216244
0.901559
0.070495
0.612169
2.540704
3.913732
3.358771
1.790455
3.102217
-0.391946
-0.647224
0.685473
-0.869815
-1.206979
-0.675018
0.420080
-0.976972
-1.061993
-0.752585
-1.651715
-2.425931
-2.081764
-3.268495
-0.921310

1.356572
1.565573
0.807572
-0.275299
0.025182
-1.662083
-2.395805
-3.639190
-4.156450
-3.425594
-2.182140
-1.598398
-3.821756
-5.126222
-4.206849
-2.006781
1.586414
0.369120
-1.667768
-1.696853
0.045642
0.912198
2.008656
3.327690
3.309935
4.172386
3.484869
1.837311
0.612697
0.285703
0.537018
0.562749
0.758147

S24

-0.634045
1.940786
-1.857089
-1.296761
-1.590754
-1.808624
-1.328297
-1.877123
-2.918916
-3.407484
-2.855948
-3.242140
-4.219435
-3.346117
-1.487135
-0.505324
-2.401868
-2.496010
0.976023
-0.085578
2.332010
0.300714
1.114079
0.541341
0.498207
1.170750
-0.469363
2.103532
-0.617615
-1.444041
-2.673705
-3.662217
-3.053792
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3.999137
3.876588
4.888851
4.985111
4.634577
4.530739
5.653496
6.354539
5.525169
6.126693
0.419008
1.759102
1.396177
0.124618
0.784591
2.061530
1.637095
-0.630190
0.539814
2.816842
2.276078
-1.705044
-4.150178
-2.916140
-1.731998
-2.946216
-4.130484
-2.912331
-0.804919
-2.949901
-5.059828
-5.094393
-4.106908

2.584599
2.347086
3.544448
3.737136
3.055681
2.868233
4.254911
5.005727
4.013612
4.581003
-2.933040
-5.341368
-2.983925
-4.107241
-5.300589
-4.179006
-2.088442
-4.083367
-6.198420
-4.197918
-6.270839
-1.667048
-1.769613
-1.763548
-1.627527
-1.670341
-1.816801
-1.754903
-1.549322
-1.628393
-1.886793
-1.808547
1.818628

S25

0.995686
-0.385614
1.469282
2.533527
-1.316364
-2.380350
0.541579
0.892931
-0.832350
-1.535859
1.297002
1.875352
2.299969
0.589839
0.875699
2.583896
2.863647
-0.192111
0.314073
3.365853
2.099644
1.761012
3.145855
1.065238
3.161680
3.846596
1.751971
-0.020425
3.717981
4.932882
1.192443
3.683165
-3.329724



H -5.012893 1.845249 -3.948658
H -3.535121 2.733238 -3.528185
H -4.393485 1.823307 -2.274365
C -4.134175 -0.697945 -3.464137
H -4.992430 -0.676078 -4.147345
H -4.505309 -0.758074 -2.438007
H -3.562500 -1.610598 -3.675791
C -2.759391 0.634446 -5.108694
H -3.605358 0.694070 -5.804816
H -2.167471 -0.250955 -5.367156
H -2.121029 1.509932 -5.257473
C -2.718838 2.081214 1.380241
O -2.950358 2.910352 2.507597
C -4.276597 3.390358 2.346858
H -5.006992 2.636911 2.681931
H -4.393899 4.297831 2.945259
H -3.119911 1.072655 1.556299
O -3.444340 2.673926 0.295042
C -4.368851 3.616053 0.831817
H -5.371790 3.424297 0.431870
H -4.066315 4.635005 0.552336

Requested basis set is 6-31G(d)
There are 277 shells and 808 basis functions

S26



Transition Structure [(S)-ts-(ent)rot5] (Ere] = +5.40 kcal/mol)
E(B3LYP/6-31G*) =-2470.46411 au

Vis = 8147 cm—1

T T OO0 0000 00w Zazao

0.218013
1.323430
2.370521
3.064615
2.994055
2.365930
1.243666
0.295819
1.424699
2.321953
2.507518
1.807647
0.917565
0.724651
0.044422
0.368147

-0.245252
-0.404381

0.406662

0.559025

1.317293
-0.080182
-0.893726
-0.572099
-2.389294
-3.126823
-4.488222
-5.122658
-4.389996
-3.028856
-2.446358
-4.877330

S27

1.270057
0.307371
0.424917
-0.711399
1.757604
-1.835709
-1.108815
-1.539802
-1.264577
-0.483408
-0.721588
-1.750024
-2.536811
-2.296075
-2.912656
-3.337969
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1.953326
3.195832
2.859401
1.932017
3.045459
-0.906709
-1.108671
0.513173
-0.700573
-0.595711
0.214422
1.230285
0.282301
-0.251868
-0.101934
-1.407402
-2.212006
-1.753597
-2.818622
-0.571794
4.306743
4.169363
5.346090
5.454319
5.060862
4.944301
6.244196
7.062491
6.100023
6.806484
-0.459907
0.199052
0.391835

-6.183762
-5.054198
-2.646641
0.676465
-0.726611
-1.271106
-1.433040
0.358889
1.168725
2.526145
3.310735
2.904692
4.370594
3.223870
2.596561
0.928612
0.719317
0.343700
0.298945
0.038732
1.899145
1.401074
2.767984
3.160075
1.757894
1.373139
3.125185
3.800087
2.627507
2.922928
-2.616021
-5.127088
-2.712649

S28

-1.934037
-0.099785
0.330064
-2.495828
-2.394080
1.164638
0.103218
2.292240
-0.034561
0.305854
-0.738019
-0.810442
-0.475856
-1.726786
1.288114
-1.017950
-1.901357
-3.057075
-4.177772
-3.289231
0.691674
-0.617051
1.010555
2.017238
-1.627811
-2.635959
0.002861
0.233642
-1.298950
-2.068592
1.763323
2.854835
2.871571
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-0.972619
-0.649438
0.718024
0.804114
-1.635112
-1.059465
1.379482
0.452509
-2.212325
-4.682896
-3.362689
-2.310094
-3.535455
-4.590675
-3.291548
-1.427702
-3.594817
-5.473236
-5.639852
-3.306528
-4.091274
-2.485704
-3.710232
-4.005050
-4.783477
-4.441947
-3.688080
-2.213069
-2.959807
-1.871210
-1.349739
-1.983505
-2.626056

-3.797155
-5.040781
-3.958806
-1.812018
-3.740202
-5.943124
-4.011887
-6.096109
-0.807573
-0.136952
-0.701644
-0.566270
-0.227329
-0.370969
-0.846985
-0.639279
-0.042501
-0.292537
0.115339
1.743251
1.755369
2.380918
2.180832
-0.569205
-0.600785
-0.168595
-1.601638
-0.278849
-0.278909
-1.308915
0.308934
3.154467
2.608150

S29

1.209608
1.749020
3.411742
3.314863
0.349682
1.302804
4.273000
3.276825
1.811220
2.968367
1.022976
3.186946
3.759103
1.596468
-0.051138
3.812908
4.829067
0.966509
3.418891
-4.427241
-5.194234
-4.778371
-3.509708
-3.710139
-4.483144
-2.791589
-3.515007
-5.465158
-6.268938
-5.317300
-5.789963
0.486835
1.613696



C -3.530872 3.609432 2.047716
H -4.446799 3.608288 1.434850
H -3.794023 3.409271 3.089180
H -2.595537 2.999172 -0.418140
O -1.878190 4.569105 0.726461
C -2.722362 4.894443 1.829143
H -3.345627 5.760123 1.574182
H -2.112155 5.143207 2.708930

Requested basis set is 6-31G(d)
There are 277 shells and 808 basis functions
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Ph

400.18 MHz
32768
223,68 Hz
8
0.0000 sec
0.0000 sec
10.00 usec
00c¢c
0.00 ppm

O

(Sy1atH.als

(S)-1a
1H

DFILE
COMNT
OBNUC
POINT
SCANS
PD
PW1
IRNUC
SLVNT
BF
RGAIN
EtO

(S)-1a

/

gy B

(S)>-1a

EtO




142.519

105.374

__—— 33.848
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PW1 10.00 usec

/ IRNUC
CTEMP 00c
SLVNT
EXREF 77.00 ppm
BF 0.12Hz
RGAIN 0
|
|
| |
I
O~ “CHPh,
k ] o ON
PPM </
O
200 150 100 50
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DFILE
COMNT
DATIM
OBNUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM

PW1
IRNUC
CTEMP
SLVNT
EXREF

RGAIN

i Pr 13C rerere.als

(R)-4b
13C

100.63 MHz
5.40 KHz
3.60 Hz
32768
24038.46 Hz
8
0.0000 sec
0.0000 sec
10.00 usec

00c
77.00 ppm

0.12 Hz
0



(R)-4c

1H.als
(R)-4c

1.30 Hz

400.18 MHz
2.47 KHz

32768
0.0c

8223.68 Hz
8
0.0000 sec
0.0000 sec
10.00 usec

1H

(R)-4c

— _ _J

coe -

/SY ,/’\/f‘} =

Wy ~on S

B —
661 S— =

PPM




DFILE
COMNT
DATIM
OBNUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM

171.986
138.706
138.640
127.143
103.457
77.321
77.000
76.679
73.391
57.280
28.978
22.402
13.814

T 27141

—

IRNUC
CTEMP
SLVNT
EXREF

RGAIN

200 150 100 50 0

S ot v UL iyl L iybwinibliel ,[Wr‘ma‘ﬂ' h bbb ot sty oty b
PPM </

13C.als
(R)-4c

13C

100.63 MHz
5.40 KHz
3.60 Hz
32768

24038.46 Hz
8

0.0000 sec

0.0000 sec
10.00 usec

0.0c
77.00 ppm

0.25 Hz
0



400.18 MHz
2.47 KHz
1.30 Hz
32768

8223.68 Hz

8

0.0000 sec

0.0000 sec
10.00 usec
0.0c

(R)-4d

b8t —

r40 ) e

(R)-4d

PPM




[To] NN O AN GO O™ © o
5 823838 2 258888 S g CONNT (R
T BE8YRE e SRRNEE & E
~ DOOANNA = NNNNOO© 10 ™ DATIM
OBNUC  13C
EXMOD
OBFRQ 100.63 MHz
OBSET 5.40 KHz
OBFIN 3.60 Hz
POINT 32768
FREQU 24038.46 Hz
SCANS 8
ACQTM 0.0000 sec
PD 0.0000 sec
PW1 10.00 usec
| IRNUC
CTEMP 0.0¢c
SLVNT
EXREF 77.00 ppm
BF 0.25 Hz
RGAIN 0
‘\
I O
! ‘ )J\
\ l l 0~ “CHPh,
. ki ' ' T FRTSINOUN, U1 W —— . ’ N OWPh
PPM
\ </O

200 150 100 50 0 ( R)- 4d
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200 150 100 50 0

DFILE
COMNT
DATIM
OBNUC
EXMOD
OBFRQ
OBSET
OBFIN
POINT
FREQU
SCANS
ACQTM

PW1
IRNUC
CTEMP
SLVNT
EXREF

RGAIN

13C.als
(R)-4f

13C

100.63 MHz
5.40 KHz
3.60 Hz
32768

24038.46 Hz
8

0.0000 sec

0.0000 sec
10.00 usec

0.0c
77.00 ppm

0.25 Hz
0

O~ “CHPh,

(R)-4f



(R)-MTPA ester

(R)-MTPA ester 1H.als
(R)-MTPA ester

400.13 MHz
2.47 KHz
1.00 Hz

32768

8278.15 Hz

8

0.0000 sec

0.0000 sec
10.00 usec

Ph
:F3C\ OMe
Ph

N

0.0c

@)
O

C

(R)-1b MTPA ester

4
|
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7

c0'e

00l —

1671 -=

98'¢c
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(R)-MTPA ester

166.249

ol

132.399
129.615
128.441

128.361
128.288

__—— 140.966
127.464
126.064

/
<

102.910

. _— 31.355

- T— 31.027

DFILE (R)-MTPA ester 13C.als

COMNT  (R)-MTPA ester
DATIM
OBNUC 13C
EXMOD
OBFRQ 100.63 MHz
OBSET 5.40 KHz
OBFIN 3.60 Hz
POINT 32768
FREQU 24038.46 Hz
SCANS 8
ACQTM 0.0000 sec
PD 0.0000 sec
PW1 10.00 usec
IRNUC
CTEMP 0.0c
SLVNT
EXREF 77.00 ppm
BF 0.25 Hz
RGAIN 0

(@)

0 Ph

N

o. FsC_OMe

</ﬁ/\/\Ph

O

sou (R)-1b MTPA ester
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(S)-MTPA ester

166.103

ST AN OO
©WO®MAN —© O wm
OV ONO =
S Qi © W WIS ©
ToAdAANNANA
-

pv

102.932

77.321
77.000
76.687
74.660

55.493
55.479

—_

DFILE (S)-MTPA ester 13C.als
COMNT  (S)-MTPA ester
DATIM
OBNUC 13C
EXMOD
OBFRQ 100.63 MHz
OBSET 5.40 KHz
OBFIN 3.60 Hz
POINT 32768
FREQU 24038.46 Hz
SCANS 8
ACQTM 0.0000 sec
PD 0.0000 sec
PWA1 10.00 usec
IRNUC
CTEMP 0.0c
SLVNT
EXREF 77.00 ppm
BF 0.25 Hz
RGAIN 0

O

0 Ph

7 ""Ph

@

eem (S)-1b MTPA ester

75

25



D-2000 HSM: T Nakahara ¥J-2": 1-114 a Vi -b4: modified ~ YATA: Sys 2
D-2000 HPLC YATh v4-Y"% Vis* —b

SHTBEEE: 2012/10/19 18:57 {ERL BB 2016/01/08 12:21
MIBEMFE: 2016/01/08 12:21

F-hn 24a 0 C:¥WIN32APP¥D2000HSM_2¥T_Nakahara¥DATA¥1-114 a¥

7 -SRI default

YATA (5 -4UNEE) : Sys 2 9[}—x“: 1-114 a
77° -3y (7 -4) © T_Nakahara NATh: 1
¥7 W - RANEF001 N ATIN347" . UNK OH
SEAES: 1 of 1 EAE: 10.0 ul EiO
#57° hasv b j)\(CHQ)ZPh
MM 1 HPLC Fyvah : 1 E10
(S)-1a
10 [Table 1, Entry 1, 0% ee]
CHIRALPAK ID
1 i-PrOH/hexane = 1/99
8 flow rate = 1.0 mL/min
il - 2
] - 8
iy 4 - =
i ' | =
1 ‘\\
0 e = —— \,f\;;‘ = e
0 5 10 15 20 25 30
BB (min)
7 -30IB A2 HTI74): default ‘
k% 1D Myh ERRE
7" AGMY) - L-2130
V7" A BEEKA: Hexane #v7° A ABEEB: 2-Propanol
V7" A BE#%C. Hex/iPrOH/DEA=9/1/0. 01 K U7°A BE&D:
STV
hmyrg47° : HPLC Fvvth : 1
E-ER: B
RS K
NO RT [ETp i RET BC
1 12. 80 103126 50. 011 BB
2 17.74 ‘ 103080 49. 989 BB

206206 100. 000

VK" =MD DHIELA D 0



D-2000 HSM: T_Nakahara ¥)-2": 1-114 e

bk -b44: modified ~  YATA: Sys 2

D-2000 HPLC YZ7h ¥%-Y"+% Lk -b

SHTEEF: 2012/10/20 10:53

Yepk B 2016/01/08 12:23
MIBEEE: 2016/01/08 12:23

T 4N 248 0 Co¥WIN32APP¥D2000HSM_2¥T_Nakahara¥DATA¥1-114 e¥

7 4IRS HTI74): default

YATA (7" -5URER) - Sys 2
77°Y5-3v (77 -4) . T_Nakahara

$o7° V& RENEH001
SEAMRZL: 1 of 1
#97° A b
447" 0 HPLC Fyval : 1
25
20 S
= 15 g7
- L
ae 10 &
@g
5
e — FE

0 2 4 6 8 10 12

W-2": 1-114 e

NATL: 1
N ATW547° 0 UNK O
SEAZ 10,0 ul OJ\CHPhZ
Etoj/\(CHg)QPh
EtO

(R)-2a

[Table 1, Entry 1, 3% ee]
CHIRALPAK IA-3
-PrOH/hexane = 1/9
flow rate = 0.5 mL/min

14 16 18 20 22 24 26 28

&R (min)

7 -40B RS HI74b: default
1544 1A-3
iy A(MY): L-2130
V7" A SBEEEA: Hexane
#v7°A BE#:7%C: Hex/iPrOH/DEA=9/1/0. 01
RTINSV

havb447° 0 HPLC Fvyualb 1

E-yEE: EH
EEHEAE DY
NO RT R
1 9.85 207331
2 11.91 196829
404160

VK" =M I DHITELA I 0

Fyb R
® 7" A 7B8t&B: 2-Propanol
K V77 A REERD:
RET BC
51.299 MC
48. 701 MC
100. 000



D-2000 HSM: saito Series: 001-39 alcohol Report name: modified System: Sys 2
D-2000 HPLC ¥ AT LI A—Iv LiR—b

ST BB 2014/07/04 15:44 YERL B B 2016/01/08 11:48
A8 BB 2016/01/08 11:48
F—AZ 4 C:¥WIN32APP¥D2000HSM_2¥saito¥DATA¥001-39 alcohol¥

F—ANIBEASHTT74)L: For HPLC D

AT L(T—HULE): Sys 2 $/1)—X: 001-39 alcohol
7T =3 (F—4A): saito INATIL:
Y74 RENEH001 INTILEA T UNK OH
SEABEG 1 of 1 SFEAE: 100 ul 0
(0]
4~a<Th247: HPLC Fvualb : 1
(S)-1b (= 3e)
10 [Table 1, Entry 2, 72% eg]
CHIRALCEL OD-H
g i-PrOH/hexane = 1/9
- flow rate = 0.5 mL/min
g i
o
e . N =
2
0 . - ~_ S ‘\_,—7
0 5 10 15 20 25 30 35
GREERR (min)
F—ARNIBRASHTTIFA )L: For HPLC D
NS5L4%: 1A-3 A YRIERE: Kitajima
71-3*/7}\(%4 >): L-2130
RUTA BHERA: Hexane R T A B8 KB 2—Propanol
ROTA JARERC: H/I/MEA=75/25/0.1 RUTA JBBERD:
DHI7AIAAN
Ha<TrEA4F: HPLC Fyu#lb : 1
E—J% & mi
E=FEAE @RS
NO RT mia =B BC
1 24.01 303651 85.883 MC
2 29.25 49910 14.117 MC

353561 100.000

Uik ==Y D EELA I 0



D-2000 HSM: saito Series: 001-39 ester

D-2000 HPLC 3 ZF LT F— Sy Lii—

4T BB 2014/07/04 13:02

Report name: modified =~ System:Sys 2

1R B B 2016/01/08 11:52
Q038 H B 2016/01/08 11:52

T—RINZH: C:¥WIN32APP¥D2000HSM_2¥saito¥DATA¥001-39 ester¥

T—ANEBRASHFT7A): For HPLC D
AT ILN(FT—HUNE): Sys 2

21)—X: 001-39 ester

7 —3(F—4): saito INATIL: 1
Y7 )L£: RENGF001 INTILAA T UNK e}
EAESL: 1 of 1 EAE: 100 ul /U\
"j"/j)“/:l)‘yl“l ® CHPh2

Ha<cEA4T: HPLC Fyu4lb : 1 Oj/-\(CHz)zPh

“ Co
(R)-2b (= 4e)
25 e [Table 1, Entry 2, 93% ee€]
S CHIRALPAK IA-3
T i-PrOH/hexane = 1/9
~ 20 <3 flow rate = 0.5 mL/min
= P
i 15
bl
iy
i 10 &
0 . AN S sz 7 T
,,,,,, - ‘ o )
0 5 10 15 20 25 30 35 40 45 50
G ERERM (min)

F—ARNIBRASHTTI7A )L: For HPLC D
HS5L4: 1A-3
RUTAA ) L-2130

R T A AEEA: Hexane

T A SBEEKRC: H/I/MEA=75/25/0.1

SHI7AILARA
Ha<TrE4T: HPLC Fyuslb : 1
E—Y%E: B
EEFTEAE: @E%
NO RT [k
1 27.35 773796
2 46.95 27659
801455

bk =be =) D HFELAIL: 0

A YRERE: Kitajima

R TA B8 EB: 2—-Propanol

RUTA SEBE®D:
BT BC
96.549 MC
3.451 MC
100.000



D-2000 HSM: T_Nakahara ¥!)-a": 1-155 a bk -b4&: modified YAThA: Sys 2
D-2000 HPLC YATh v%-¥" 4 L& -t

SITER: 2012/11/15 16:12 YERC BB 2016/01/08 12:25
MIBERE: 2016/01/08 12:25
F -8 A% C:YWIN32APPY¥D2000HSM_2¥T_Nakahara¥DATA¥1-155 a¥
T -4 A7 default

YATA (7 -4U&e) - Sys 2 Y)-2": 1-155 a
77" Yr-yay (7 -4) : T_Nakahara NATW: 1
#7704 RENEKHF001 N AT7V347°  UNK OH
SEAES: 1 of 1 A= 10.0 ul
¥57 a5V b 0 (CHp)oPh
(@)
hmer447° : HPLC Fyval @ 1 >%/
60 (9)-1¢
[Table 1, Entry 3, 61% ee€]
50 CHIRALPAK AD-H
i-PrOH/hexane = 1/9
40 flow rate = 0.7 mL/min
s o
E i B
i : < 5
iy ot =
i 20 e
10 "
0 2 4 6 8 10 12 14
FEFRRH (min)
F-9IBESI740: default
7171\% AD-H My ERRE
K7 A(MY) > L-2130
A 7°A FBEEBA: Hexane # 7" A BEE&B: 2-Propanol
+v7° A BE#%C: Hex/iPrOH/DEA=9/1/0. 01 U2 A FSEHED:
STV
hmyp447° 0 HPLC Fvudh 1
E-IEE: EiR
EEFEAE @ED
NO RT Mg RET BC
1 9.34 588077 80. 304 MC
2 10. 83 144236 19. 696 MC
732313 100. 000

VK b - DI D 0



D-2000 HSM: T_Nakahara %Y-2": 1-155 e V' -p%: modified  YATh: Sys 2
D-2000 HPLC YA7h v4-Y"+ L' -}

SATEEE: 2012/11/15 14:32 YR B 2016/01/08 12:27
MIBAREE: 2016/01/08 12:27

F AN 24 C:¥WIN32APPY¥D2000HSM_2¥T_Nakahar a¥DATA¥1-155 e¥

7 -5 IBR S HTI74): default

YATA (5 -4UvEE) . Sys 2 Y-2": 1-155 e 0
77°Ur-Y3v (7 -4) © T_Nakahara NATW: 1 /U\
Yo7 b RENEF001 W ATI347" . UNK 0~ “CHPh
GEAEIZL: 1 of 1 EAE: 10.0 ul H &

#57° b >§/7/\(CH2)zPh

ATRELT . HPLC Fovalh : 1 o
25 (R)-2¢

[Table 1, Entry 3, 93% ee]

CHIRALPAK AD-H

20 i-PrOH/hexane = 1/9
Z flow rate = 0.7 mL/min
S 15 il
ar 10
g -
5 i
0 - o - {\ S
0 5 10 15 20 25 30
IR (min)
7 -3IBES 774 default
h744% . AD-H Myb ERE
i ‘/7°°A ({4 ‘/); *L—2130
i v7° A BBERA: Hexane # V7" A J8B#%B: 2-Propanol
K U7°A A& C: Hex/iPrOH/DEA=9/1/0. 01 K VU7 A BERD:
VX WAL B VL
havba47" 0 HPLC Fyvtlh : 1
E-)EE: B
EEFEAE @EY
NO RT [k =E1 BC
1 19. 55 595819 96. 645 MC
2 26.52 20681 3. 355 MC
616500 100. 000

Vi b -D DEITEA L O



D-2000 HSM: T_Nakahara %Y-z": 2-001 a Vit -b4: modified ~ YAThL: Sys 2
D-2000 HPLG YATh v4-Y" % Lk b

SHTEEE: 2013/01/11 20:00 {ER B 2016/01/08 12:28
AMIBEEE: 2016/01/08 12:28
F -4 A4 C:YWIN32APP¥D2000HSM_2¥T_Nakahara¥DATA¥2-001 a¥ OH
7 4IRS HTI74L: default 5
iy cd o (CHy)oPh
YATA (7 -9UREE) : Sys 2 ¥)-2": 2-001 a
77°Y5-Y3v (7 -4) . T_Nakahara N AT 1 o
#97° W44 RENFF001 NATM47° © UNK
EABRS: 1 of 1 SAE: 10.0 ul
¥7° Wiy b: (8)-1d
[Table 1, Entry 4, 56% ee]
0 ies D - CHIRALPAK AD-H
havbs47° 0 HPLC Fvupl 1 T e T
flow rate = 0.5 mL/min

40 -

30 B
s S
= 5 S
M L
1 20 2 &
iy g N
[ .

10 )

0 = e e e SO A

0 2 4 6 8 10 12 14 16 18 26 22 24 26

R EEEM (min)
T 4IRS HT774): default
1544 AD-H Myb ERE
# 97 AGH) ;L2130
K V7" A BEERA: Hexane V7" A ABfEKB: 2-Propanol
it v2° A JBEE®C: Hex/iPrOH/DEA=9/1/0. 01 Vv A AEEED:
SISV

havpa47° 0 HPLC Fvvtlb 1
E-)EE: ER
EE2ETEAE EED

NO RT [ RE1 BC
1 21. 49 283821 22.048 MC
2 24.35 1003455 71.952 MC

100. 000

1287216

V" - - DHITELA IV 0



D-2000 HSM: T_Nakahara %Y-2": 2-001 e Ui -4 modified ~ YATA: Sys 2
D-2000 HPLC YAThL v4-Y"% L&k —-F

SFrERE: 2013/01/11 19:05 {ERCEE: 2016/01/08 12:30
MIBEMFE: 2016/01/08 12:30

F AN 24 C:YWIN32APP¥D2000HSM_2¥T_Nakahara¥DATA¥2-001 e¥

7 -hEE RS HTI74): default

YATA (7 -3URNEE) . Sys 2 Yl=3": 2-001 e
77" Y5-y3v (7 -4) . T_Nakahara NATL: 1 0
#7001 N ATHE47": UNK J\CHPh
SEAES: 1 of 1 SEAE: 10.0 ul ? 2
B WaArvh: O\(\(CHg)gph
hnb447  HPLC Fyvil @ 1 ®/o
0 (R)-2d
i [Table 1, Entry 4, 78% ee€]
CHIRALCEL OD-H
& -PrOH/nexane = 1/9
- 30 - & flow rate = 0.5 mL/min
c I
id i
& 2 - =
i S
it =
10 — .
A
0 - - \ (s T
0 5 10 15 20 25 30
REFRRE (min)
7 -8B RS HI740N: default
1544 : OD-H Myb R
i >7°°A({4y)~: L-2130
' 57°A BEEEA: Hexane # 7" A B#E&B: 2-Propanol
Y7 A SBE#7%C: Hex/iPrOH/DEA=9/1/0. 01 K V7" A BEE®ED:
PATITANASVE:
hmvbs47° 0 HPLC F4valh : 1
C-)EE: EE
TEHEAE: EiEY
NO RT s BE1 BC
1 16. 35 1121182 88. 857 MC

2 24. 81 140606 11.143 MC

1261788 100. 000

V"= -IDHITEA I 0



D-2000 HSM: T_Nakahara %Y-z": 1-150 a ik -p42: modified YATh: Sys 2
D-2000 HPLG YaTh v4-Y" % Lk b

SHT B 2012/11/13 16:04 {ERk B . 2016/01/08 12:31
MIEEME: 2012/11/13 16:42
T -AN 24 0 C:YWIN32APP¥D2000HSM_2¥T_Nakahara¥DATA¥1-150 a¥
T 4B S HTI74): default

YATA (F -5URE) : Sys 2 ¥)-2": 1-150 a
77°Y5-v3y (7 -4) : T_Nakahara NATW: 1
$7 M RAFH001 N ATV UNK \y)\CHz)zF’h
EAMBS: 1 of 1 SEAZ: 10.0 ul E/
#97° WAV b
- . ) (S)-1e
Hab4(7 0 HPLC Froth © 1 [Table 1, Entry 5, 63% ee]
CHIRALPAK AD-H
30 i-PrOH/hexane = 1/9
flow rate = 0.7 mL/min
25
R 20 §
E i
o 15 §
ﬁ =
iy
i 10 3
5 ¢
0 . (S — ;“’{\‘\\_ ] e

0 2 4 6 g8 10 12 14 16 18 20 22 24 2 28

FEEERM (min)

T -3IBRS #7740 default ‘
7]71\% [A-3 My VERRE
& Y77 A(MY) 1 L-2130

7" A BEEBA: Hexane V7 A FHEKB: 2-Propanol

U7 A BE#%KC: Hex/iPrOH/DEA=9/1/0. 01 KV A AEERD:
SHTITANAIVL:
hovve47° 0 HPLC Fvval : 1

E-IEE: EiR
EEFTEAE ®EEY
NO RT [k BET BC
1 13.78 391719 81.570 MC
2 20. 40 88504 18. 430 MC

480223 100 000

Uik =pE =D DEIELA W 0



D-2000 HSM: T_Nakahara ¥)-2": 1-150 e

Vi -p&: modified

YATA: Sys 2

D-2000 HPLC Ya7h ¥4-Y"+ Lik" —b

SHTEEE: 2012/11/13 14:07 ERL B R

RLEE ) B :

2016/01/08 12:33
2016/01/08 12:33

T -4N A% Ci¥WIN32APP¥D2000HSM_2¥T_Nakahara¥DATA¥1-150 e¥

T -9NIBE S HTI74): default
YATA (7 -5IRE) : Sys 2

Y-2":1 1-150 e

77°V5-Y3v (7 -4) : T_Nakahara N AT 1 0
77 M4 RENEF001 N ATI547° 0 UNK J\
;I)}@;;ﬁ; 1 of 1 EAZ: 10.0 ul O~ “CHPh,
V7 WAXU B 0 £
N (CH,)oPh
hnep447° 0 HPLC Fvukl : 1 (&)
25 (R)-2e
[Table 1, Entry 5, 76% ee€]
CHIRALPAK AD-H
20 - -PrOH/hexane = 1/9
2 flow rate = 0.7 mL/min
i e
i 10
e B
5 €
R et ot ‘, pliies == e —
0 5 10 15 20 25 30 35 40 45 50 55 60 65
GEERE (min)
7 -9IBESHTI74): default )
1744 1A-3 Myb {ERRE
KV AGMY) }—2130
A V0" A FEEERA: Hexane v7°A JB#fE&B: 2-Propanol
V7" A SRE#%C: Hex/iPrOH/DEA=9/1/0. 01 U7 A BEED:
SHITANAIV:
havp447° © HPLC Fyvalh @ 1
EC-hER: EH
EEHEARZE @EY
NO RT [k =T BC
1 35.97 635490 87.962 MC
2 42.76 86967 12.038 MC
100. 000

122451

Vi =hE I DHEITELA I 0



D-2000 HSM: T Nakahara %Y-2": 2-012 a Vi -p45: modified ~  YA7h: Sys 2
D-2000 HPLC YATh v%-%"¥% L' -}

AT 2013/01/25 17:22 {Epk B 2016/01/08 12:34
AMIBAME: 2016/01/08 12:34

F AN 240 C:¥WIN32APP¥D2000HSM_2¥T_Nakahara¥DATA¥2-012 a¥

T 4B RS H774) . default

YATA (5 -4UREE) : Sys 2 YJ-2": 2-012 a OH
77°Yh-Yay (7 -4) : T_Nakahara N ATV 1 S\')\

#97° W& . RENEF001 NATM47° : UNK Q/ (CHy)oPh
FEAERS: 1 of 1 FAE: 10.0 ul S

$97 hakvh: Sl

: Table 1, Entry 6, 42%
MMIM{7": HPLC Fyvhl : 1 [CZIE-IIIReALPAr:( s % ee]

-PrOH/hexane = 1/9

30 flow rate = 0.5 mL/min

25
20 -

15 3

{ESEE (V)

45711, ~917043
- 48.23, 378201

10 -

0 5 10 15 20 25 30 35 40 45 50
FFEFEERE (min)

7 -8B RS HTI740: default
h3h%: 1A-3 b VERLE
# V7 A(MY): L-2130
#97"A FEELEA: Hexane + V2" A FSEEi%B: 2-Propanol
V7" A AE#%C: Hex/iPrOH/DEA=9/1/0. 01 V7T A TABEED:
DHTI7ANASVb:

hvpa47° : HPLC Frvtl : 1
t-IEE: EE
EEETEAE @EY

NO RT [Eafi BT BC

1 T 917043 70. 801 MC
2 48. 23 378201 29199 NG

1295244

Uk =M -IDHEIFELA D 0



D-2000 HSM: T Nakahara %Y-3": 2-012 e Vi -b4: modified ~ YATh: Sys 2
D-2000 HPLC YATh V4-¥"% L& -}

SMFEES: 2013/01/25 13:56 YERkEIBS: 2016/05/22 22:12
MIBHEEE: 2016/05/22 22:12

F AN 2% C:YWIN32APP¥D2000HSM_2¥T_Nakahara¥DATA¥2-012 e¥

T 4IRS HTI74): default

YATL (7 -5UNER) - Sys 2 Y-2": 2-012 e

77" Yr-v3v (5 -4) . T_Nakahara N AT 1 O
¥ W4 RENE001 N ATIA47" UNK O/U\CHPh
FAEZ: 1 of 1 FAE: 10.0 ul : 2
$27 Warb: s\(\(CHz)ZPh
hovhs47° 0 HPLC Fvvtlb 1 Q/S
(R)-2f

[Table 1, Entry 6, 75% e€]
CHIRALPAK IA-3

50 i-PrOH/hexane = 1/9
flow rate = 0.5 mL/min

40
o NIk
E p:
#X 30 2
i 20 S g
10 3
0 \L i _ \\ //\\, _ g
0 5 10 15 20 25 30
{150 (min)
7 -0 RS HTI74): default \
h3h% . 1A-3 Myb ERE
K97 AGMY) ;L2130
v A ABEKA: Hexane U7 A JABf#i%EB: 2-Propanol
Y7 A RE#%C: Hex/iPrOH/DEA=9/1/0. 01 U7 A BEERD:
SATITANAIVE:
havh4a47° : HPLC Fyuslh @ 1
E-yEl: EE
EEHERE EEY
NO RT [k RE1 BC
1 20. 05 034441 87. 584 MC
2 23.75 132464 12. 416 MC
1066905 100. 000

Vi -bE =D DEIELA D 0



D-2000 HSM: T_Nakahara %Y-2": 2-015 a Uk -p4: modified

D-2000 HPLC Ya7h ¥#-Y" % Ui —b
SHTEEE: 2013/01/25 20:41

F AN 24 C:YWIN32APPYD2000HSM_2¥T_Nakahara¥DATA¥2-015 a¥
T -3BASHI74): default

YATA (7 -5 4REE) . Sys 2 Y-2": 2-015 a
77°)r-Y3v (7 -4) . T_Nakahara N AT 1

77 V4 RENEF001 N ATM47° 1 UNK
SEAMESE: 1 of 1 EAZE: 10.0 ul
$7° WS

Mmeh447° 0 HPLC Fyvgh 1

R BB 2016/01/08 12:38
MIBHEHEE: 2016/01/08 12:38

~ YATh: Sys 2

OH
Sj/k(CHQ)ZPh
S

(S)-1g
[Table 1, Entry 7, 34% e€]
CHIRALPAK IA-3

30 i-PrOH/hexane = 1/9
flow rate = 0.5 mL/min

25 -
i 29 2 2
S 44 =
E . =
) 15 A iy
i/l >
o 10 '

5

0 =— SR A e R e e, = SO

0 5 10 15 20 25 30 35 40
R FEER (min)
F-4IBRSHTI74V: default ‘
154% ;. 1A-3 Myb ERE
A U2 AGMY): L-2130
AV7°A REERA: Hexane V7 A BEE&B: 2-Propanol
' Y7° A SSE#:%C: Hex/iPrOH/DEA=9/1/0. 01 U7 A ABERD:
PHTITANASVE
Hneh447° 0 HPLC Fyvth 1
E-/EE: miR
EEFHEAE EHEY
NO RT miE RE1 BC
1 29. 39 751298 66. 933 BV
2 34. 67 371163 33. 067 BB
1122461 100. 000

VE =bE" - DEITELA D 0



D-2000 HSM: T _Nakahara %)-2": 2-015 e Vi -b%& " modified ~  YATh: Sys 2
D-2000 HPLC YATh ¥4-Y % Lk -}

ST EEE: 2013/01/25 19:29 fERL BB 2016/01/08 12:40
ALIBEREE: 2016/01/08 12:40
wa@ C: ¥ IN32APP¥D2000HSM_2¥T_Nakahar a¥DATA¥2-015 e¥
-JALIB RS HT7740: default

/Z7A (7 -4UnE) . Sys 2 Y-2": 2-015 e 0
77" Yr-vay (7 -4) © T_Nakahara NAT 1 )J\
o7 148 RENEFH001 N ATI347° : UNK O™ “CHPh;,

EARSL: 1 of 1 EAE: 10.0 ul & 3
7 hakv: [:¢:T/A\(CH2hPh
S
INYb847" 1 HPLC Frvhh @ 1 (2

50 [Table 1, Entry 7, 42% ee]
CHIRALPAK IA-3
i-PrOH/hexane = 1/9

40 » flow rate = 0.5 mL/min

3

E 30 2
=
i i
ajp 20 S -
- 3
10

0 5 . : A /5 S, S A 8 e

0 5 10 15 20 25 30 35 40 45 50

GEEER (min)

F 4B #r7740h: default )
7J7A% |A-3 My YERE
K2 AGMY) : L-2130

# U7 A SBEERA: Hexane & V2" A B8t&B: 2-Propanol

U7 A SAE#%C: Hex/iPrOH/DEA=9/1/0. 01 U7 A BEfED:
DEITTANAIVL:

havba47° 0 HPLC Fvyslh 1

E-yEE: B
TEHERE @EY
NO RT [k BE1 - BC
1 217. 46 1132344 11. 209 BB

2 40. 35 457830 28. 791 BB
1590174 100. 000

VK" —hE =) DFITEWA B 0



D-2000 HSM: saito Series: 001-126

Report name: modified =~ System: Sys 2

D-2000 HPLC Y AT LR pR—I¥ Lik—k

YHTERE: 2015/01/21 12:21

ek B B 2015/11/27 10:07
AR A B 2015/11/27 10:07

T—HINR%: C:YWIN32APP¥D2000HSM_2¥saito¥DATA¥001-126¥

F—ARIIBRSIHTT7 A )L: For HPLC D

S RT INFT—HULE): Sys 2 21)—Z: 001-126 @
7 — AT —4): saito RAT I L
YT LA RENFHF001 IN{TILEA T UNK O~ "CHPh,
SEAEE 1 of 1 EAE: 100 ul 0
YT ILaAA: Q/
O
HO3r2AF: HPLC Fro%lb @ 1
(S)-3a
16 [Table 3, Entry 1, 71% ee]
CHIRALPAK IA-3
14 o -PrOH/hexane = 1/9
12 2 flow rate = 0.5 mL/min
:>*E, 10 S
i 8 &5
s 2
i 6 <
4 =
2 h
0 o . J N
0 5 10 15 20 25 30
R FFEEM (min)

F—RINIBEAS T T74 )L: For HPLC D
NI L%: 1A-3
RO TAA ) L-2130

R T A BBETRA: Hexane

RO TA BB C: H/I/MEA=75/25/0.1

SRTFAILAAUN
HOTREA4T: HPLC Froalb : 1
E—YEE: iR
E2HEAE @RS
NO RT s
1 17.95 51843
2 20.65 309512
361355

Vi = =) DI FELAIL: 0

A RERLE: Kitajima

R TA SBEE%EB: 2-Propanol

RUTA BEERD:
BE1 BC
14.347 MC
85.653 MC
100.000



D-2000 HSM: Saito Y)-2": 001-125 ester Lk —p4&: modified  YaFh: Sys 2
D-2000 HPLC YATh 4%+ LK -

SHrBEREE: 2015/01/16 18:02 e B 2016/03/09 01:01

) IR EEE: 2016/03/09 01:01
4N 2% C:YWIN32APPY¥D2000HSM_2¥Sai to¥DATA¥001-125 ester¥
F-4IBRSHI74N: default

“/X:H\ (7'-“—71!2%): Sys 2 Y-2": 001-125 ester
77" Yr-vav (7 -4) - Saito NATW: 1
Y7 48 FRENEFH001 N ATI347° : UNK o
EAES: 1 of 1 AR 10.0 ul )j\
$7" harvh: o) CHPh,
MNTNELT  HPLC Fevdh : 1 O\('\/\
Co
25 | (R)-4a
b [Table 3, Entry 1, 94% ee]
i CHIRALPAK |A-3

20 < -PrOH/hexane = 1/9
= w flow rate = 0.5 mL/min
c 5 =
i
b
L K 2

5 <

0 g N

0 5 10 15 20 25 30
RFFEER (min)
7 -3B RS HTI74): default ’
L& 1A-3 My VERRE
K v7"AG4Y) - L-2130
V7" A FEEERA: Hexane & 7" A Fa#E&RB: 2-Propanol
V7" A AEE®EC: MeOH/EA K VTN BERD:
DEIPANAIVb
havh47° 0 HPLC Frvtl - 1
t-)EE: BN
EEFHEARE BEY
NO RT [k EE1 BC
1 17.75 467763 97.116 MC
2 20.42 13889 2.884 MC
481652 100. 000

Uk -bE - DEITELA L 0



D-2000 HSM: saito

Series: 001-113 re

Report name: modified System: Sys 2

D-2000 HPLC ¥ AT LY R—IvLik—b

S HTERE: 2015/11/27 12:06

{ERL A B 2015/11/27 17:25
LIE A B 2015/11/27 17:20

F—AISNR A C¥WIN32APPYD2000HSM_2¥saito¥DATA¥001-113 re¥

F—ARMIBRASHT7A L For HPLC D
AT I(T—HYRE): Sys 2

1)—X:001-113 re

T =23 /(FT—4): saito INAT I A o
;i?@’;;l%: RENEAF001 /;4'7»’5'47’: UNK /U\
; :10f 1 FEA=: 100 ul
HoTLarsb: = 0~ “CHPh,
O
HATREAT: HPLC Frv4lb - 1 Q/\'/'\(
O
100 (S)-3b
[Table 3, Entry 2, 27% ee]
80 = CHIRALPAK IA-3
3 PrOH/hexane = 1/9
& 9 flow rate = 0.5 mL/min
3w i
g 1
i 40 S
T
20
0 - _
0 5 10 15 20 25 30 35 40
GRFFRFRE (min)

F—AMIBRASHT 774 )L: For HPLC D
h5L 4 1A-3
ROTAAAL ) L-2130

R TA BEERA: Hexane

ROTA BBEHKC: H/I/MEA=75/25/0.1

DRITFAINAAU
HOTREAT: HPLC Fyuslb : 1
E—JEE: HiR
EEETEHE: @EL
NO RT [k
1 17.22 986517
2 20.51 1719325
2705842

Vi — =) D HFELAL: 0

AYRYERE: Kitajima

o T A BEERB: 2-Propanol

R TA FBEE&RD:
TR BC
36.459 MC
63.541 MC

100.000



D-2000 HSM: saito Series: 001-102 ester

Report name: modified System:Sys2

D-2000 HPLC ¥ AT LR R—IvLik—k

AT BB 2014/11/11 18:48

{E Rk B B: 2015/11/27 10:00
AIE A B 2014/11/11 19:24

T—513R % C:¥WIN32APP¥D2000HSM_2¥saito¥DATA¥001-102 ester¥

FT—RNEBRSHT74 )L For HPLC D
D RT I(T—RULE): Sys 2

21)—X: 001-102 ester

T ) r—3AF—4): saito INAT I
H$o T V4 REE 001 INATILBAT: UNK
FEAEE: 1 of 1 FEAE: 100 ul 0
YT IaArk: J\
0~ “CHPh,
9O AF: HPLC Fro4lb : 1 o 3
T
12 & (R)-4b
8 [Table 3, Entry 2, 98% ee]
10 iy CHIRALPAK IA-3
e 29 i-PrOH/hexane = 1/9
i 8 & flow rate = 0.5 mL/min
i
# 6
o
2 s
0 = e S SIS | S .
0 5 10 15 20 25 30
EREFRFR (min)

F—BNBRASHT7A )L: For HPLC D
h5L4: 1A-3
ROTAAL): L-2130

R T A AEEEA: Hexane

R TA SRR C: H/I/MEA=75/25/0.1

PHRIFAILAAN
HOTR24F: HPLC Fyuall : 1
E—VEE: HR
EEESE EBE
NO RT g
1 16.91 235043
2 20.09 2619
237662

Lk == D LA 0

A WRMERLE: Kitajima

R T A B EE&B: 2-Propanol

R T A FABERD:
EE BC
98.898 MC
1.102 MC




D-2000 HSM: saito Series: 001-101 ester Report name: modified =~ System: Sys 2
D-2000 HPLC ¥ AT LR R—TvLR—F

ST B 2014/11/12 12:13 {ERL B B 2015/11/27 10:04

AIRF B 2015/11/27 10:04
F—H8R 4 C:YWIN32APPYD2000HSM_2¥saito¥DATA¥001-101 ester¥
T—HRNIBRSHT 74 JL: For HPLC D

U RT L(T—RULE): Sys 2 <1J)—X: 001-101 ester o
7 ) r—23(F—4): saito INATI: 1 )k
'U“Jj)l/% %ﬁﬂéﬁ*—}om I(’f?)b@/{j UNK O CHPh2
SEAEBL: 1 of 1 SEAE: 100 ul o
YT Itk {/
O
HaTrEA4F: HPLC Fyual : 1
(8)-3¢
5 [Table 3, Entry 3, 61% ee]

CHIRALPAK [A-3
i-PrOH/hexane = 1/99

4 flow rate = 0.5 mL/min
g 3
i g
i 2 g £
i M
1 g
00— ~ — S — T "R .

0 5 10 15 20 25 30 35 40 45 50 55 60

G (min)

F—AMIBESHTT7 A ): For HPLC D
HS5L%: 1A-3 AYRYERLE: Kitajima
Tﬁ"zj’!\(%'f ): L2130

RUOTA RBEKA: Hexane R T A B8 EB: 2-Propanol

RO TA iABEKC: H/I/MEA=75/25/0.1 R T A S BlE#D:
BHIF7AINAAUN

~HOTREAF: HPLC Fyu4lb : 1
E—YEE: R
EEHEFE @RS
NO RT mia RE BC
1 41.93 149541 80.543 MC

2 46.54 36125 19.457 MC

185666 100.000

Uik =bE' =) DHIELA L 0



D-2000 HSM: saito

Series: 001-100 ester’

Report name: modified

D-2000 HPLC ¥ AT LR R—Ix Lik—hk

ST B R 2014/11/12 14:01

F—ARMIBESHTI7A ) For HPLC D
AT L(T—HYRE): Sys 2

{E R, B B 2016/05/22 20:43
ALIE B B 2016/05/22 20:42
F—4H,3R 4 C:YWIN32APP¥D2000HSM_2¥saito¥DATA¥001-100 ester’¥

21)—X: 001-100 ester’

T ) r— 3 (T —4): saito NATI: A
Yo7 V4 RENFF001 INTILEA T UNK
SEAEEE 1 of 1 SEAE: 100 ul
YT ILarb
sa<Tr2 47 HPLC Frysl : 1

8 g
S 6 §
E 2
#
e 4
e Z

2 i

03— — . AN

0 5 10 15 20 25 30 35 40 45

FR {7 BF R (min)

T—RMERASHTI7A )V For HPLC D
HS5L%: 1A-3
RO TAAAL ) L-2130

RUTA BEEEA: Hexane

A YRERE: Kitajima

RUOTFA 5B C: H/I/MEA=75/25/0.1 RUTA S BlE&D:
DRITFAILAAUN
HRTRRAF: HPLC Fru4lb : 1

E—/z2R: mig
EEHEAE R
NO RT [k R

1 40.87 16487 3.666

2 4522 433233 96.334
N 449720 100.000

Lik"—=re =) DHEITELA 'L 0

System: Sys 2

50

R T A BEE®EB: 2—Propanol

O
(:)/U\CHPhQ
O\(-\/\/
Co

(R)-4c

[Table 3, Entry 3, 93% ee]
CHIRALPAK IA-3
-PrOH/hexane = 1/99
flow rate = 0.5 mL/min

BC

MC
MC



D-2000 HSM: saito ) Series: 001-76 alcohol Report name: modified =~ System: Sys 2
D-2000 HPLC ¥ AT LR F—IvLiR—bk

S HT BB 2014/10/07 18:55 e B B 2015/11/27 09:38

ALIB H B 2015/11/27 09:37
F—A/SZ % C:YWIN32APP¥D2000HSM_2¥saito¥DATA¥001-76 alcohol¥
F—RIIBR DT T7 4 )L: For HPLC D

VAT INT—HYE): Sys 2 1)—X: 001-76 alcohol OH
T r—,3(F—4A): saito INT I A
B 7 L4 RENFHE001 154784 T UNK oj/'\/Ph
FEABSC 1 of 1 AR 100 ul {/
T IR @]
(S)-3d
HOrEAT: HPLC Froalb : 1 [Table 3, Entry 4, 19% ee]
CHIRALCEL OJ-H
5 -PrOH/hexane = 1/9
flow rate = 1.0 mL/min
4
g 3 5 =
m 2 g
ﬂ g ~
iy 2 -
i =
1
0 - - i = = \Tf{ - \,\‘“ = = I
0 5 10 15 20 25 30 35
IR (min)
F—AMIBRESHTI7A): For HPLC D \
H5 L4 1A-3 AUYRVERLE: Kitajima
71‘3:/7’!\(%4 >): L-2130
R T A BBERA: Hexane R T A BE&B: 2-Propanol
R T A BEEKC: H/I/MEA=75/25/0.1 RUTA FABERD:
SI7A LA
HOTR2A4T: HPLC Fyu4lb : 1
E’—?i%: mia
EEETHEAE: @EYS
NO RT miE - ;7%};1 - BC
1 22.89 55377 40.337 MC

2 25.95 81909 59.663 MC
137286 100.000

Uik —be =) D H[FELAL: O



Series: 001-76 ester Report name: modified
D-2000 HPLC ¥ RF LY R—TvLR—t

System: Sys 2

AT BB 2014/10/07 12:24 {ERL B B 2015/11/27 09:35
I8 H B 2015/11/27 09:35
F—A /R 4L CYWINI2APPYD2000HSM_2¥saito¥DATA¥001-76 ester¥
F—ARIIBRASHT7A ) For HPLC D
O RAT I(T—HULE): Sys 2

T I — 3 (F—A): saito

21J)—X: 001-76 ester
INATIL:

YT I REERF001

INATILEA T UNK

EAEEE 1 of 1 EAE: 100 ul
HTILark: o]
HATREAT: HPLC Fry4l : 1 QJ\CHth
~ Ph
Co
15 (R)-4d
[Table 3, Entry 4, 34% ee]
s 23 CHIRALPAK IB-3
= o = -PrOH/hexane = 1/9
% 10 8 s flow rate = 0.5 mL/min
e = %
o 2 *
5 =
0 == et  “¥ = et
0 5 10 15 20 25 30 35

{RiEREM (min)

F—RMIBRS T 7A )L For HPLC D
NG 1A-3
RUTA(AA ) L-2130

o T A AEERA: Hexane

AYYRYERLE: Kitajima

R T A BB TEB: 2-Propanol

R T A SREEHRC: H/I/MEA=75/25/0.1 R T A BEf&RD:
DWIFAIaAAUN
. JOIREALT: HPLC Frotll - 1
E—V%E BRE
EEETEAE BEiE%
NO RT [k BE1 BC
1 18.08 85809 33.239 MC
2 23.91 172350 66.761 MC
258159 100.000

ViR "= DEIELAL: 0



D-2000 HSM: saito YY-2": 001-89 alcohol Lk -} : modified YaFh: Sys 1
D-2000 HPLC YATA v#-Y"% L&' -}

SHTEE: 2014/10/25 10:53 R BB 2015/11/27 10:07
X MIFEEE: 2015/11/27 10:07
AN A& CI¥WIN32APPY¥D2000HSMYsa i to¥DATA¥001-89 alcohol¥

T -30B A2 HT7740: Hex/2-PrOH

*‘/X:H\ (f"-’;UlSZ%)I Sys 1 Y-2": 001-89 alcohol
77" Yr-Y3v (7 -%) - saito NATI: 1
7 b4 RENFF001 N ATV47° 0 UNK
SEAES: 1 of | SEAR: 10.0 ul
#97° AV b
yovbe47" 0 BEEREIATE, 254 nm OH
GT)\wH)m
5 2)3
Co
4 e (S)-3f
& [Table 3, Entry 6, 54% ee€]
‘ CHIRALCEL OD-H
Z 3 i-PrOH/hexane = 5/95
= flow rate = 0.75 mL/min
o
i o
1 ;
0 S e Se—— selonmmiaa el
0 5 10 15 20 25 30 35 40
GiEER (min)
T -5 A 4774l Hex/2-PrOH ‘
1544 10-3 Myb YERKE . futami
A 97" AG4Y) 1 L2130
K V7°A TSEETRA: Hexane #92° A BEEB: 2-Propanol
V7 A BB C: H/Et/DEA=90/10/0. 2 NV A BEERD:
PHRTITANASVb:
b4 BEREIAIS, 254 nm
E-EE: BE
EEHEAE @EY
NO RT [k =E1 fli B BC
1 19. 90 37968 22. 895 MC

2 22.85 127865 17.105 MC
165833 100. 000

V" =M I DHEITEA B 0



D-2000 HSM: saito YJ-2": 001-89 ester V" -4 modified ~ YATA: Sys 1
D-2000 HPLG YaTh v4-Y"+ Lk b

SHTEE: 2014/10/24 14:23 e B 2015/11/27 09:56
MIBEMFE: 2015/11/27 09:56

F-aN 24 C:YWIN32APP¥D2000HSM¥sa i to¥DATA¥001-89 ester¥

F -4 IR HTI740: Hex/2-PrOH

YATA (7 -4UR&) : Sys 1 Y)-2": 001-89 ester o)

77" Yr-vay (7 -9) : saito WA 1 L

¥ W40 RENEHF001 N ATIA47" 1 UNK O "CHPh,
AR 1 of 1 SEAZE: 10.0 ul

27 bkt Q\(\(CHg)sPh
0

havha47° 0 BEEREIT, 254 nm

19 _ (R)-4f
4 [Table 3, Entry 6, 88% ee]
i CHIRALPAK IA-3
10 i -PrOH/hexane = 1/9
flow rate = 0.5 mL/min
< 8
E
b 6
bl
i 4
: :
A
0 SESRPRRR) | \¥ iy Neo o - o
0 5 10 15 20 25 30 35 40
B (min)
7 -403B A5 HT774): Hex/2-PrOH ‘ .
1344 10-3 Myb YERE: futami
w7 A(MY): L-2130
Y7 A ARERA: Hexane ¥ V7" A SEEEB: 2-Propanol
# V7" A 3BBE%C: H/Et/DEA=90/10/0. 2 V7 A BBERED:
ST
hvhs47 0 BEEERIAI, 254 nm
E-hEE: B
EEHEFE EED
NO RT & BE1 il . BC,
1 2:].42 24646 6.167 0. 9997 MC
2 30.19 375010 93. 833 0.9977 MC

399656 100. 000

VK" —hE -9 DFEITELA I 0



D-2000 HSM: T Nakahara ¥y-2": 1-113 - Vi ~p4: modified
D-2000 HPLC %a7h V4-¥"¥ L -}

SHTEEE: 2012/10/19 17:11 YERk BIBE: 2016/03/08 22:55
AIBERE: 2016/03/08 22:55

F -4 2% C:¥WIN32APP¥D2000HSM_2¥T_Nakahara¥DATA¥1-113¥%

7 -4 HTI74b: default

~ YAFhi Sys 2

VATA (7 -5URER) - Sys 2

77" Yr-3y (5 -4) : T_Nakahara

Yo7 RAER001

Y-2": 1-113
NATW: 1
NATIE47° 0 UNK

EAES: 1 of 1 SFEAZE: 10.0 ul OH
#7° WiV b: Et
C (CH,),Ph
447" 0 HPLC Fyval : 1 EtO
: rac-1a
10 - CHIRALPAK ID
i-PrOH/hexane = 1/99
8 flow rate = 1.0 mL/min
S 6 3
E o -
o 5 5
4 & Lz
e = &
u =

N
>

0 2 4 6 8 10 12 14 16 18 20 22 24
EREFBFE (min)

T -h0EB S HT774): default
WL 1D
KV A(MY): L-2130

v A FBBERA: Hexane

My ERE

F V7" A AEEKB: 2-Propanol

it v7 A BB C: Hex/iPrOH/DEA=9/1/0. 01 iU A BEEED:
SHTITANASUb:
havb447° 0 HPLC Fyvalh 1

E-Y%EE: EiR

EEFEAE @EY

NO RT i EE BC
1 12.87 73239 49. 956 MC
2 17.90 73368 50. 044 MC

146607 100. 000

V" -ME I DHITEA I 0



D-2000 HSM: T_Nakahara %Y-2": 1-053 r

k" -p44: modified _ YATh: Sys 2

D-2000 HPLG YaTh v4-Y" % L& -

SHTEEF: 2012/07/02 20:03

R BB 2016/03/08 23:03
EEHEF: 2016/03/08 23:02

T AN 2440 CI¥WIN32APP¥D2000HSM_2¥T_Nakahara¥DATA¥1-053 r¥

T -30IB A HTI74: default
YATA (F -5UREE) : Sys 2
77°Y5-Y3y (5 -4) : T_Nakahara
#7704 REEF001

Y)-2": 1-053 r
NATL: 1

N ATVE47° 0 UNK OH

5IJ§I§I§$ZI_1 of 1 FAZ: 10.0 ul
$97° v b: 0 (CHy),Ph
hmIM447" 1 HPLC Frogl : 1 <\/C>
N rac-1b (= 3e)
6 CHIRALCEL OD-H
' & -PrOH/hexane = 1/9
5 — g flow rate = 0.5 mL/min
4 ] =
S N &
= ' , .
#y g X
ﬂﬁ I
iy
g £
1
0 R i ——— S — e
0 5 10 15 20 25 30 35
R IR (min)
7 -4 IBF S HTI740: default
7344 AD-H My ERRE

f V7 AGMY) 0 L-2130

Vv A FABtE&A: Hexane

' u7°A iAEE®EC: Hex/Et/DEA=50/50/0. 1
SHTITANASVL:

hneb447° 0 HPLC Fovlh @ 1

%S EiR
REHEFE @R
NO RT ik
1 22.83 138682
2 27.46 137341
276023

V" M-I DHITELA I 0

K V7" A AEEKB: 2-Propanol
V2" A BHEERD:

RN BC
50. 243 MC
49. 757 MC

100. 000



D 1-154 r
D-2000 HPLC YaTh v4-Y" 4 Lk’ -b

SHTBREF: 2012/11/13 17:47

UK -b4: modified

YATh: Sys 2

Ep BB 2016/03/08 23:20

AMEREREF: 2016/03/08 23:20

“')‘I\ A% C¥WIN32APP¥D2000HSM_2¥T Nakahara¥DATA¥1-154 r¥
7 -33B RS HI74b: default

/7\71-\( —Nl%) Sys 2 Y)-2": 1-154 r
77" Y5-%3y (7 -4) © T_Nakahara NATW: 1
¥7° 040 REFF001 NATME47° 1 UNK
SEAMES: 1 of 1 FAE: 10.0 ul
¥7° harvb:
hvr447° 0 HPLC Fyvtlh @ 1
16 -
14 o
12 = 3
s 10 - S
E ' il :
it 8 2
& : g
p 6-
4 77:
2 * “
0 3 N “Li_
0 2 4 6 8 10
GEEFER (min)
7 -9IBEAS 7740 default ‘
7]715% |A-3 Myb ERE
KV AGMY) L-2130
V7" A BBERA: Hexane * V7
£ VU7°A iBEE®C: Hex/iPrOH/DEA=9/1/0. 01 V7" A BEEED:
PHTI7ANALVE
havp4a47° 0 HPLC Fyuslh 1
E-%EE: EiR
TEHEARE @HEY
NO RT [TE i
1 9.10 120011
2 10. 54 120422
240433

VK - I DFITELA I 0

OH
O%(CHz)ZPh
>§(o

rac-1c

CHIRALPAK AD-H
-PrOH/hexane = 1/9
flow rate = 0.7 mL/min

A BE#%B: 2-Propanol

/EF:H BC
49. 915 MC
50 085 MC
100 000



D-2000 HSM: T_Nakahara %Y-2": 1-193 r ViK' -b48: modified ~ YATA: Sys 2
D-2000 HPLC YATh ¥%-Y" ¥ Lk' -}

SHTEEE: 2013/01/09 11:31 R AR 2016/03/08 23:24
JLIE AR 2016/03/08 23:24

T -4 A% C:¥WIN32APP¥D2000HSM_2¥T_Nakahara¥DATA¥1-193 r¥

T 4B HI74): default

YATA (F -9UREE) : Sys 2 W-2": 1-193 r OH
77°U5-v3y (7 -4) : T_Nakahara NATW: 1
$77 M RENEF001 W ATIE47° 1 UNK O (CH,),Ph
SEAES: 1 of 1 SEAE: 10.0 ul o
$7° hAfU b
hmvb47° . HPLC Fvvglh @ 1 rac-1d
CHIRALPAK AD-H
10 i-PrOH/hexane = 1/9
: flow rate = 0.5 mL/min
8 V "
g ¢ % o
" I
o 4 - S :
L R
2 - | | \
B e t‘;_ o
e o R
0 5 10 15 20 25 30
{REEmER (min)
7 -hAnIB S ATI740: default .
h3L4 : AD-H My ERE
U7 A(MY) - L2130
V7" A JBBfti&EA: Hexane K V7" A BEti&B: 2-Propanol
V7" A AE%C: Hex/iPrOH/DEA=9/1/0. 01 U7 A AEEED:
SATITANAIVE:
havhh47° . HPLC Fyvalh 1
E-YEE: HEiR
TEHESE @EY
NO RT [k R BC
1 21.65 179544 50. 011 MC
2 24. 71 179463 49. 989 MC
100. 000

359007

V" =P =9 DEITELA" ). 0



D-2000 HSM: T_Nakahara %Y-z": 1-146 r bik"-b4: modified ~ YATA: Sys 2
D-2000 HPLC YATA v4-Y" % L -}
SHBER: 2012/11/13 09:31 ERCERE: 2016/03/08 23:16
MIEREE: 2016/03/08 23:16

F -4 2450 C:¥WIN32APP¥D2000HSM_2¥T Nakahara¥DATA¥1-146 r¥
T -303B A HT7740: default

YATA (F -9URER) © Sys 2 YJ-2": 1-146 r
77" Yr-Y3v (7 %) : T_Nakahara NATh: 1 OH
¥o7 0 RENEH001 N ATHE47° . UNK o
FEAEZ: 1 of 1 FAZE: 10.0 ul (CHy),Ph
$7° WAy b: 0
hneb47° : HPLC Fvvdl : 1 rac-1e
CHIRALPAK AD-H
8 : -PrOH/hexane = 1/9
flow rate = 0.7 mL/min
6
S 5 %
E <
i 4 n
& S
i 3 g
2
i \
0= 2 e S e ecs—— —
0 2 4 6 8 10 12 14 16 18 20 22 24 26 28
BEFRR (min)
7 -4 IB RS HT7740: default
7)71\% [A-3 Myb ERE
7’ A(M/) L-2130
v A BBEKA: Hexane ' v7° A SEEtEB: 2-Propanol
v A BBE%C: Hex/iPrOH/DEA=9/1/0. 01 V7 A BEfED:
SHTITANARVL:
havp447° 0 HPLC Fvvgl © 1
E-)EE: EiR
TEHEAE @EY
NO RT g ,}EFH BC
1 14. 41 66893 50. 033 MC
2 22.00 66805 49, 967 MC

133698 100 000

Uik =bE - DEIFELA b 0



D-2000 HSM: T _Nakahara %Y-2": 2-011 50 Ui -p4a: modified ~ YATA: Sys 2
D-2000 HPLC YAFhA v4-Y" % Lk’ -}

S>HrEEE: 2013/01/25 15:58 1ERCEIRS: 2016/03/08 23:31
MIBERE: 2016/03/08 23:31
T =8N 2% C:¥WIN32APP¥D2000HSM_2¥T_Nakahara¥DATA¥2-011 50¥%
T -40BRE 27740 default

OH
/xTA(T -4UR k) : Sys 2 Y-2": 2-011 50
77" Y53y (7 -4) : T Nakahara NATL: 1 (CHy),Ph
BT RAEE01 N ATIS4T  UNK <;,,s
FEARE: 1 of 1 EAE: 10.0 ul
#97° v b: rac-1f
CHIRALPAK IA-3
o Vi, i-PrOH/hexane = 1/9
/Yh447": HPLC Fyvih : 1 flow rate = 0.5 mL/min

20

15 Z B
= s =
E - T g
4 10 — '
#ﬁ :
Iy :
ME S|

5

o

{3 B RS (i n)
T 4B RS HT7740: default
7]71\% [A-3 My ERE
V7 A(HJ) L-2130
K 7" A FABERA: Hexane v7°A SBEE%EB: 2-Propanol
V7" A iAEE%C: Hex/iPrOH/DEA=9/1/0. 01 KV A BEERD:
SATITANASVE:
havps47° 0 HPLC Fyvglh @ 1
E-YEE: iR
EEFEAE: @EY
NO RT ki BE1 BC
1 46. 74 515309 49.973 MC
2 49. 81 515871 50. 027 MC
1031180 100. 000

Vi - =D DHITELA I 0



D-2000 HSM: T Nakahara %Y-z": 2-005 r bk" -t modified ~ YATA: Sys 2
D-2000 HPLC YATA v4-Y"% L& -}

SHTEEF 2013/01/21 13:42 {ERX ARF: 2016/03/08 23:29
B EBF: 2016/03/08 23:29
T AN 24 C¥WIN32APP¥D2000HSM_2¥T_Nakahara¥DATA¥2-005 r¥

T -4 47740 default

YATA (T -44REE) . Sys 2 YY-2": 2-005 r
77°Vr-Y3y (7 -4) : T_Nakahara N AT 1 OH
770 RENEAF001 N A7W347° - UNK S
SEAES: 1 of 1 EAZ: 10.0 ul (CHo)oPh
$7° WAfV b S
.. . . rac-1g
havhs47° 0 HPLC Fvugl 1 CHIRALPAK I1A-3
70 - i-PrOH/hexane = 1/9
flow rate = 0.5 mL/min
60 —
50 — ‘
z 40 2
= 30 o 5
i 2 i
20 N -
10 i
0 = - R — - -
0 5 10 15 20 25 30 35 40
GREFFM (min)
T -SRI S 7740 default ‘
hh%: 1A-3 Myb ERE
i ‘/7°°A({4‘/): L-2130
7" A FEHERA: Hexane K V7°A 5B 2-Propanol
V7" A AEE®C: Hex/iPrOH/DEA=9/1/0. 01 K V7T A SBEERD:
SATITANIAAVE:
havh447" : HPLC Fvvth © 1
E-)EE: HiR
EEEEAE BEY
NO RT [k RET
1 29. 49 1421309 49. 994
2 34. 91 1421626 50. 006
2842935 100. 000

VK =MD DHITEA I 0

BC
MC

BB



D-2000 HSM: saito

SHTEEE: 2014/10/03 18:35

7 -an 24 C¥WIN32APP¥D2000HSM¥sa i to¥DATA¥001-62 0J-H 1.0 pure¥
7 -4 03B 77740 Hex/2-PrOH
YATA (7 -5UREE) : Sys 1
77" Ur-93y (7 -49) . saito

¥ WA REEAF001
EAEZ: 1 of 1

7" harv b
10
8
z 6
i
iy 4
T
2
03—

F 43RS #r774) . Hex/2-PrOH

h3h%: 16-3
V7 A(MY) 1 L-2130

U7 A ABtEKA: Hexane
f V7 A BE%C: H/Et/DEA=90/10/0. 2

SISV
E-)EE. EiE
EEFEAL @HEY
RT

22.93
26.09

O

" =M =D DHIELA I 0

10

R

96016
95387

191403

hnybe47 . BEREIEI, 254 nm

15

Myb YERE : futami

hoeha47" 0 BEEREINC, 254 nm

YJ-2": 001-62 OJ-H 1.0 Lk -+4a: modified

D-2000 HPLC YaTh v4-Y"% Lik*-b

s BEE: 2016/03/18 08:19
AMIEARKE: 2016/03/18 08:19

EReFE R (min)

R

—— 26.09

YATL: Sys 1

Y)-2": 001-62 0J-H 1.0 pure
NATh: 1
N AT7I547° 1 UNK
EAE: 10.0 ul

OH

O\‘/g\/

Co
rac-3d
CHIRALCEL OJ-H

i-PrOH/hexane = 1/9
flow rate = 1.0 mL/min

Ph

950. 164

49. 836

& V7" A BEti&B: 2-Propanol
V7 A JARtiED:

e BC

MC
MC

100. 000



D-2000 HSM: saito Series: 001-72AD-H 0.75 Report name: modified =~ System:Sys2
D-2000 HPLC ¥ AT LR R—IvLiR—bk

ST BB 2014/10/04 15:10 e BB 2016/03/18 08:13

A0IE B B 2016/03/18 08:13
F—A2NR 4 C:XWIN32APPY¥D2000HSM_2¥saito¥DATA¥001-72AD-H 0.75¥%
T—RNIBRSHT74)L: For HPLC D

VAT I(T—HYE): Sys 2 $1)—X: 001-72AD-H 0.75
7)o —2a(F—4): saito ST

YT LA RENFF001 N T ILEA T UNK
SEAESL 1 of 1 SEAR: 100 ul

YT ILaA

OH
AT 2AT: HPLC Frvdl : 1 {J:X\(CHg)sph
o)

10
rac-3f
8 A CHIRALCEL OD-H
: i-PrOH/hexane = 5/95
- flow rate = 0.75 mL/min

i
i L o
iy 4 — S i
L R

2 = = g

o i PP " © S U U S-S ‘\\ ) \Lﬂ,‘__h‘f B SR —

0 5 10 15 20 25 30 35 40
G EEFRM (min)
T—RIIBER 4T T7 4 )L: For HPLC D
NS5, 4 1A-3 A RERLE: Kitajima
R TAAA2): L-2130
RO TA ABEKA: Hexane 71‘3:/7’A A EERB: 2-Propanol
RUOTA BEERC: H/I/MEA=75/25/0.1 RO T A FABERD:
SHITTAILA(N
HOTr24F: HPLC Fryutlb : 1
E—JEE: B
EEFEFE ERY
NO RT [k RE1
1 19.63 51498 50.305
2 22.49 50873 49.695

102371 100.000

Ui —bE =) D HITELAIL: 0



D-2000 HSM: T_Nakahara %Y-2": 0007

SHTEEF: 2012/10/20 10:02

" -b4: modified ~ YATA: Sys 2

D-2000 HPLC YaTh ¥4-Y % Lk’ -b

{ERCEEE: 2016/03/08 22:57
MIBEFE: 2012/10/20 10:26

T -9 248 CI¥WIN32APP¥D2000HSM_2¥T_Nakahara¥DATA¥0007¥

T 480 RS HI740: default

YATL (7 -H9UNEE) : Sys 2 Y-2": 0007
77" U593y (F -4) © T_Nakahara N AT 1 o
7 h4a . RENEF001 NATIME47° 0 UNK J\
EAEIZL: 1 of 1 FAE: 10.0 ul 0~ “CHPh
v, =° . . 2]
#97° WArV b —
- i . 4 (CHy)oPh
hvb447° 0 HPLC F4usl EtO
= . rac-2a
60 | CHIRALPAK [A-3
E % -PrOH/hexane = 1/9
50 i flow rate = 0.5 mL/min
| ® l
s 40 i =
% 0 i
iy ] &
“ 20 —
10 —
0+ R —
A - Sy S, S——
0 2 4 6 8 10 12 14 16
R EFEERE (min)
7 4B RS HTI74): default ‘
L% 1A-3 My VERRE

U7 A(MY) L-2130

U7 A BEE®A: Hexane

#v7°A B87%C: Hex/iPrOH/DEA=9/1/0. 01
SATITANAIVE:

havha47° 0 HPLC Fvval 1

E-)EE: EiR
EEFEAE: EE)
NO RT ki
1 9.98 687136
2 12.15 698837
1385973

UK =pE =) DEIFELA L. 0

/T\:‘/?:A BEE®B: 2-Propanol
TV A BEED:

=B BC
49.578 MC
50. 422 MC

100. 000



D-2000 HSM: saito

SHrBEE: 2014/05/13 17:25

7 4IRS HT7740 . Hex/2-PrOH

YATA (7 -44REE) : Sys 1
77°Yh-y3y (7 -4) : saito
W7 hA L RAEHFH001

W= 17 1A%
D-2000 HPLC Ya7h ¥4-%"+ Lk -b

V" ~b44 - modified

~ YATh: Sys 1

e AR 2016/03/09 00:09
MIBAFE: 2016/03/09 00:09
F AN 2% C:¥WIN32APP¥D2000HSMYsaito¥DATA¥17 |A-3' ¥

YI-2": 17 |A-3’
NATL: 1

NATIME47° 0 UNK
FAE: 10.0 ul

b7 0 BEEREMI, 254 nm

EARZ: 1 of 1
7 12 b:
10
s
=
= 6
i
b
e 4 -
I
2 3
B
0 5

7 -4 03B #r7740 . Hex/2-PrOH

1344 1C-3
v AMY)  L-2130
V7" A AEE®A: Hexane

15

# V7" A A& C: H/Et/DEA=90/10/0. 2

SHTITANIAAVE

2566

S| £ S —

20 25 30 35
EREFRFRE (min)

Myb {EpE: futami

- 43.15

K V7 A BEi%B: 2-Propanol

W V7°A FEREERD:

havh4a47° 0 BEEREINC, 254 nm

E-)EE: EiR
EEHEAE B
NO RT

4? 25. 66
2 43,15

Vi =MD DRITEA D 0

1R

261997
262769

524766

HRET
49. 926

100. 000

1. 0000

P

O

N

O~ “CHPh,

O (CHy),Ph
Co

rac-2b (= 4e)
CHIRALPAK lA-3
-PrOH/hexane = 1/9
flow rate = 0.5 mL/min

50

BC

MC
MC



D-2000 HSM: T Nakahara %)-2": 1-151 i -p%: modified ~ YATA: Sys 2.
D-2000 HPLC YaTh &Y'+ Uik —b

SHTEEE: 2012/11/15 15:16 {ERCBRF: 2016/03/08 23:18
WEBRRF: 2016/03/08 23:18
T -4 244 CI¥WIN32APP¥D2000HSM_2¥T_Nakahara¥DATA¥1-151¥

T RS HI7AV: default 0
YATA (7 -8UREE) : Sys 2 =2 1-151 O/U\CHPh
77" Y5-3v (7 -4) . T_Nakahara NATW: 1 2
#9744 RENELF001 N A7W447° 1 UNK Oj/i(CH )oPh
SEAMREC 1 of 1 FAE: 10.0 ul 2/2
$97° Warv b 0
hneha47° 0 HPLC Fyvplb 1 rac-2¢
] CHIRALPAK AD-H
20 i-PrOH/hexane = 1/9
E flow rate = 0.7 mL/min
23 2
il 10~ | i
i : <
ul,p —~ ~
0 B — \e. o B _J L,_ o _ i E = la_
0 5 10 15 20 25 30
&R (min)
7 -9IBAR S HT 774 default ‘
744 AD-H Myb {ERRE
K V7 AGY) ;L2130
£ 7 A FABEHRA: Hexane K V7" A EE%B: 2-Propanol
V7" A AEE:%C: Hex/iPrOH/DEA=9/1/0. 01 h U7 A AEE®D:
SATTTANARVL:
Havba47° 0 HPLC Fvvalb 1
-y EiE
EEFEAE EEY
NO RT miE =E1 BC
; 19. 39 284955 49. 981 MC

26. 23 285172

50. 019 MC
570127

100. 000

Vi =bE -0 DEITELA" I O



D-2000 HSM: T_Nakahara ¥Y-z": 1-168 r

V' -b4: modified  YATL: Sys 2

D-2000 HPLC YA7h ¥#-Y" 4 bk -b

SHTBEREE: 2012/12/21 12:42

{ER AR 2016/03/08 23:22
AEEARF: 2016/03/08 23:22

T 4N 2% 0 Co¥WIN32APP¥D2000HSM_2¥T_Nakahara¥DATA¥1-168 r¥

7 -40B ARSI default
YATA(F -4IREE) : Sys 2
77°Y5-Y3v (7 -4) . T_Nakahara
#7740 RENEAFH001
EAESL: 1 of 1

Y-2": 1-168 r
N AT

N AT7N547° 1 UNK
SAE: 10.0 ul

$#97° harv b
haers47° © HPLC Fyvtlh : 1

20

15 §
s = .
E = 3
i 10 - = =
s w5
tp ©
o 3

5 |

0 E i *:i e

0 5 10 15 20 25
GRiEEEM (min)

7 -4 HI74): default )
1344 AD-H My VERRE

w U7 AGMY) 0 L-2130

it U7 A BEE%A: Hexane

V7 A SRE#%EC: Hex/iPrOH/DEA=9/1/0. 01
SATTTANAIVE:

havh447" 0 HPLC Fvutlh 1

E-)EE: EiR

EEFHERE @R

NO RT [k
1 16.11 273436

2 24. 65 274254
547690

VE b - DEIELA D 0

0]

X

0~ “CHPh,

O\(&(CHZ)QPh
O

rac-2d

CHIRALCEL OD-H
-PrOH/hexane = 1/9
flow rate = 0.5 mL/min

K V7" A AEki®&B: 2-Propanol

U7 A FARfti&D:

49. 925
50.075

100. 000

BC

MC
MC



D-2000 HSM: T _Nakahara %Y-2": 1-131 r

D-2000 HPLG YATh v4-¥"% L&' -}

SHTBEEE: 2012/11/13 12:55

Vi -b& . modified

YATh: Sys 2.

R B#E: 2016/03/08 23:13

LIERRBF: 2016/03/08 23:13

T 4N 244 CI¥NIN32APP¥D2000HSM_2¥T_Nakahara¥DATA¥1-131 r¥

7 -30IB A HTI74N: default
/ZTA(T ')”11%) Sys 2 Y-2": 1-131 r O
77" 9593y (7 -4) © T_Nakahara N AT 1 PY
$97°V& - RENEF001 N AT7V347° 0 UNK Q" "CHPh,
SEAES: 1 of 1 SEAE: 10.0 ul o%
$97° SV h: E/O (CHp)oPh
hnIb447" 0 HPLC F4vdh @ 1 rac-2e
) CHIRALPAK AD-H
10 -PrOH/hexane = 1/9
flow rate = 0.7 mL/min
8 i
g g 5
i 4 T
M |
2 {
' P I | e N . S . -
A ‘ R R, e =
0 5 10 15 20 25 30 35 40 45 50 55 60
G iR (min)
7 -3IB RS #7740 default
7J7A% [A-3 My ERRE
V) eA({'(J) L-2130
K V7" A SRBETRA: Hexane & V7" A FEREIEB: 2-Propanol
Fv7° A iBE%C: Hex/iPrOH/DEA=9/1/0. 01 K U7 A AEEED:
PRTI7ANA Vb
havb47° 0 HPLC Fvutlh @ 1
E-yEE: mEiR
EEFTE AL EEYS
NO RT miE AEF” BC
1 36. 90 244652 49. 961 MC
2 43. 47 245032 50. 039 MC
100 000

489684

V" =bE I DHEIEA L 0



D-2000 HSM: T_Nakahara %Y-2": 2-013 r Uik’ -p4: modified

D-2000 HPLC Ya7h 4%+ ik -

SHTEEF: 2013/01/25 10:38 {EREBEE: 2016/03/08 23:35
IBEMFE: 2016/03/08 23:35

F AN 244 C:¥WIN32APP¥D2000HSM_2¥T_Nakahara¥DATA¥2-013 r¥

T -90IBFR S HTI74): default

 YATh:

YATA (7' -44SE) : Sys 2 YI-2": 2-013 r
77°Y5-93v (F -4) : T_Nakahara N AT 1
#7714 REEF001 N ATIA47° : UNK
EAMBRSL: 1 of 1 EAE: 10.0 ul
¥7° haArvb:
havb447° : HPLC Fvual : 1
5 o
4 I =
s S e
E s =
% ’ | g
1 i
B
o =; N - s D R .- S ﬁ___—__dﬁv~__) \x_ el S s
o T o e
0 5 10 15 20 25
IR (min)
7 -4 RIBRASHITAN: default ‘
hihg: 1A-3 My ERE
w7 A(M/) L-2130
A V7°A BEERA: Hexane & V2" A FABE%B: 2-Propanol
V7 A ABE%C: Hex/iPrOH/DEA=9/1/0. 01 1%" A BEE&D:
SHTITANASVb
havb447° 0 HPLC Fvuph 1
)& ER
EE2EEAE EEY
NO RT i MEF;1
1 20. 28 116960 50. 060
2 24.06 116678 49 940
100. 000

233638

Uk =bE =IDEITELA D O

Sys 2

@)

N

0~ “CHPh,

Cl
rac-2f
CHIRALPAK IA-3

-PrOH/hexane = 1/9
flow rate = 0.5 mL/min

(CHy)oPh



D-2000 HSM: T_Nakahara ¥%Y-2": 2-004 r bf"-p42: modified ~ YATA: Sys 2
D-2000 HPLC YATh v%-Y % LE -

SHBEE: 2013/01/21 09:35 {ERCERE: 2016/03/08 23:27
MIBEME: 2016/03/08 23:27
T AN 2480 C:¥WIN32APP¥D2000HSM_2¥T Nakahara¥DATA¥2-004 r¥ 0
T -30B A HTI74: default )k
YATA (7 -4UREE) : Sys 2 YJ-2": 2-004 r Q" "CHPhy
77°Yr-yay (77 -4) : T_Nakahara N AT 1 SW}\ CHo).Ph
#57° M4 REE 001 N ATWS47° 2 UNK K/ (CHz)
EAEZ: 1 of 1 FAZ: 10.0 ul S
977 WaArvb: rac-2g
. CHIRALPAK IA-3
JAIb5AT" - HPLC Fruph - 1 i-PrOH/hexane = 1/9
= flow rate = 0.5 mL/min

40 =

35 f

0
s 25 - I »
E 3 = »
i 20 i b4
i : &
i = "

10 —

i

0— . = S/ S — g N

0 5 10 15 20 25 30 35 40 45
R FFEFR (min)
T -8B HI74): default
15h%: 1A-3 Myb ERE
A V7 AGM) 1 L-2130
7" A FBEERA: Hexane & V7 A BEEEB: 2-Propanol
i V7" A JAB#%C: Hex/iPrOH/DEA=9/1/0. 01 KU A BE&D:
SETITANArYL:
havbs47° 0 HPLC Fruglb @ 1

E-/EE: EiR
EEFHEAE EHIED
NO RT [Tk =E1 BC
1 28.15 776584 49. 969 MC
2 41.78 777534 50. 031 MC

1554118 100. 000

VK" =MD DHITELA b 0



D-2000 HSM: saito ~ ¥J-3": 001-120 1A~ Vi ~p4: modified
D-2000 HPLC %aTh v4-Y" ¥ Lk b

SHrBEEE: 2015/01/10 16:05

~ YATA® Sys 1

{ERCBRF: 2016/03/09 00:59

MIBREE: 2016/03/09 00:59

T -AN A4 C:YWIN32APP¥D2000HSM¥sa i to¥DATA¥001-120 |A-¥
7 -4 R HT7740: Hex/2-PrOH
YATA (7 -3 UREE) : Sys 1

77° -3y (7 -4) © saito

77 V4 0 RENEF001

SEAES: 1 of 1

YU-2": 001-120 |A-
NATW: 1

N A7V347° © UNK
FAE: 10.0 ul

#7° Wafvh:
hvha47’ 0 BEEERIAI, 254 nm
6 \
5 = 5
E 4
il 3 =
3
i 2
1 “
0 S N 1 -
0 5 10 15 20

B R (min)

7 -850 547740 Hex/2-PrOH
344 10-3
V2 A(MY) : L-2130

U7 A BEE®A: Hexane

#v7° A ABk%EC: H/Et/DEA=90/10/0. 2

Myb ERE : futami

-

B HfE&D:

1

V7" A

SIS

hnehs47’ 0 BEEEEFIAI, 254 nm
YR EE
TEEAE @EY
NO RT i RET
1 17.97 118807 49. 716
2 20. 64 120165 50. 284

238972

100. 000

VK b - DHIEA D 0

@)

A

O~ “CHPh,

o
Lo
rac-4a
CHIRALPAK IA-3

i-PrOH/hexane = 1/9
flow rate = 0.5 mL/min

30

K V2 A FHEEB: 2-Propanol

BC

MC
MC



D-2000 HSM: saito Series: 001-97 IA-3 0.5

Report name: modified

System: Sys 2

D-2000 HPLC ¥ AT LR R—IxLiR—k

ST B RS 2014/11/05 16:47

{ERL B Bf: 2016/03/08 23:52
An3E F B 2016/03/08 23:52

T—HISR B C:¥WIN32APP¥D2000HSM_2¥saito¥DATA¥001-97 IA-3 0.5¥

F—AMIBRSHT7A )L For HPLC D
O RAT LI(FT—HIRE): Sys 2

T I)lr—2a/(F—4): saito INATIL: 1
YT V4 RAFH001 INTILEA T UNK
EAEE 1 of 1 SFEAE: 100 ul
YT JLarvh:
STk EAF: HPLC Fyu4l : 1
25
20
z 15 —
% :
e 10 — S S
o - 5
53 = <
0 - o R | T \ B _
0 5 10 15 20 25
G FEFEFRE (min)

T—HNIBRSHI74 )L For HPLC D
NS L4 1A-3
IR TAAL ) L-2130

R T A BEEKA: Hexane

T A SBEETRC: H/1/MEA=75/25/0.1

DHIFAINAADN
HOTh24F: HPLC Frualb : 1
E—J%&: B
EEFEAHX @B
NO RT i
1 17.23 58222
2 20.51 57279

115501

Vi =Fe" =) DEITELA L 0

21)—X: 001-97 IA-3 0.5

A YRERLE: Kitajima

AT A JBEE%EB: 2-Propanol

O
OJ\CHth
Ow/%/
A

rac-4b

CHIRALPAK IA-3
-PrOH/hexane = 1/9
flow rate = 0.5 mL/min

30

R T A FAEERD:
TR BC
50.408 MC
49592 MC
100.000




D-2000 HSM: saito

YU-2": 001-73 A3 0.5
99. 1

D-2000 HPLC ‘/ZTA ?1‘— ¥ lﬁk I~

SHTEE: 2016/06/06 16:57 ERE/KE: 2016/06/06 18:23
MIBAFE: 2016/06/06 18:22
T\ -4\ 24 . C:YWIN32APP¥D2000HSM¥sa i to¥DATA¥001-73 1A3 0.5 99. 1¥
7 -503B B HT774): Hex/2-PrOH

V" -b4 . modified YATL: Sys 1

VATA al HS(%) Sys 1 */{)—x*: 001-73 1A3 0.5 99.1
77°V5-Y3y (77 -4) . saito NATW: 1
#7704 RENEAF001 N A7W447° 0 UNK
EAMBEEZ: 1 of 1 FAE: 10.0 ul
¥ WAfUb: O
mvbg7 . EREEMTE, 254 nm OJKCH%
25 o
Co
20
= rac-4¢
= = CHIRALPAK IA-3
E 15 g i-PrOH/hexane = 1/99
= ] flow rate = 0.5 mL/min
= |
= 10 I
M I
5 - I
1
01— — e S - ‘\% B
0 5 10 15 20 25 30 35 40 45 50 55 60

T 4B RS I
h3h&: 16-3
7’ A(l4/) [-2130

Hex/2-PrOH

FFFEER (min)

Myb YERE: futami

i v7°A BHE%A: Hexane ,1; n’S s#%B: 2-Propanol

V7" A 8% C: H/Et/DEA=90/10/0. 2 A BEE®RD:
DHTITANASVL

mebs7 0 BEEREFIA, 254 nm
E-)EE: EiR
EEFEAE @HEY
NO RT [k mEF?1 i BC
1 40.18 670793 50. 063 MC
2 43. 91 669098 49. 937 MC
1339891

Uk —hE =) DFITELA I 0

100 000



D-2000 HSM: saito

S EE: 2014/10/01 14:21

7 -4 RS HT7740: Hex/2-PrOH

YATA (T -44REE) . Sys 1
77°Y5-Y3v (7 -4) . saito

77 V4 RENEF001
SFAMEZL: 1 of 1
977 harvh:

ESHE (V)

7 -3503B A HT7740: Hex/2-PrOH

#5454 1C0-3
f V7 AGMY) 1 L-2130

V7" A JABE%A. Hexane

10

# V7" A AEt&C: H/Et/DEA=90/10/0. 2

SHTIPANAIVE:
E-)EE: EiR
EEFEAE EEY
NO RT

V" =FE I DHIFELA D 0

ER

111133
111287

222420

Y)-2": 001-68 1B-3 0.5 Lt -p4: modified
D-2000 HPLG YATh ¥%-Y % Li" -}

. YATA Sys 1

{Ep BB 2016/03/09 00:50
JLEEEEF: 2016/03/09 00:50
7 -4 24 C¥WIN32APP¥D2000HSM¥sa i to¥DATA¥001-68 IB-3 0. 5¥

Y- 001-68 1B-3 0.5

N AT
N A7

EAZ: 10.0 ul

—18-45—

15

b1
Wa47° : UNK

b7’ BEEREINT, 254 nm

20

EREFHFE (min)

- 25. 75

Ayb YERE: futami

@)

O CHPhy
0 Ph
Co
rac-4d
CHIRALPAK IB-3

i-PrOH/hexane = 1/9
flow rate = 0.5 mL/min

7"1‘/7:A ABt%B: 2-Propanol
U7 A FABEED:

mebe47 0 BEEREINIS, 254 nm

B

50. 035
100. 000

49. 965

S - BC

MC
MC



D-2000 HSM: saito Y-2": 001-77 I1A-3 0.5 Uk -F44: modified YATA: Sys 1 o
D-2000 HPLC YaFh v%-¥"% Lk’ -}
SHrBEEF: 2014/10/06 18:58 {Epk B 2016/03/09 00:52
MIEEAE: 2016/03/09 00:52
F 4N 2% Co¥WIN32APPYD2000HSMYsa i to¥DATA¥001-77 1A-3 0. 5%
T -4 IR 47740 Hex/2-PrOH
YATL (F -4ULEE) © Sys 1 Y-3": 001-77 IA-3 0.5
77°V5-v3v (7 -4) : saito N AT 1
$97° W& RENELF001 N ATI447° 0 UNK 0
EAERS: 1 of 1 SAS: 10.0 ul L
$7° Vasvh: (@) CHPh,
b7 BEIRERIAE, 254 nm o (CHy)gPh
Co
4 ® rac-4f
gcj = CHIRALPAK IA-3
| B -PrOH/hexane = 1/9
3 flow rate = 0.5 mL/min
=
E
1 ]
ﬁ 2
iy
g
1
0 — . e e e N Nl .
0 5 10 15 20 25 30 35 40
GREFEER (min)

T -90B R 57740 Hex/2-PrOH
1344 1C-3
w v AGMY) T L-2130
F U7 A BEKA. Hexane
#v7° A ia8#:7%C. H/Et/DEA=90/10/0. 2

Myb {ERLE . futami

V7" A TEBERD:

SHTITANASVE:

n 47 BEEREIAS, 254 nm

E-)EE: B

EEFHEAE: @Y

NO RT & BE1

1 28. 58 122778 49. 833

2 31.01 123601 50.167
246379 100. 000

Uk =" =T DHEIFELA N 0

U2 A BEE%B: 2-Propanol

BC

MC
MC





