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symmetry @@
Selected HPLC profiles
HPLC data for racemic aldol adduct (obtained in the use of racemic proline as a
catalyst)

Chiral AD-H, iPrOH/n-hexane 10/90, flow: 1 ml/min., A = 254 nm

Operator: Rachwalski
Object name: Kondensacja aldolowa MIX11 25.1V.2017_Detl-A - Created: 25-04-2017, 11:47
Path: >Testy>Chromatogramy

Operator: Rachwalski
Object name: Kondensacja aldolowa MIX11 25.1V.2017_Deti-A - Created: 25-04-2017, 12:18
Path: >Testy>Chromatogramy

Ret time Stant End Compound Amount Arsa Height % Area Width | Type
[min] [min] {min} {mAU min) [mAUJ [min]
1 14.350 13.7. 14.55 B 335 856 1032 51 47.3213 0.260| BP
2 14.783 14 1545 373 879[ 111201 526787 0.260| P8

Symmetry 2019, 11, x; doi: FOR PEER REVIEW

www.mdpi.com/journal/symmetry
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HPLC data for aldol adduct (Table 2, entry 2).
Chiral AD-H, iPrOH/n-hexane 10/90, flow: 1 ml/min., A = 254 nm
[a]p? -60.7 (c 1.00; chloroform)!
Operator: Rachwalski
Object name: Kondensacja aldolowa MIX7 12.1V.2017_Detl-A - Created: 12-04-2017, 13:01
Path: >Testy>Chromatogramy
XE+
S
™~ —
e
@
ime min
Operator: Rachwalski
Object name: Kondensacja aldolowa MIX7 12.1V.2017_Detl-A - Created: 12-04-2017, 13:31
Path: >Testy>Chromatogramy
Rot.tme Start | End Compound Amount Units Area Height % Area Wigth | Type
{min] [min) [min) [mAL min] [mAU] {min)
1 6117 553 620 0 a76111| 522315 05704 07121 8P
2 6250 620 648 0 570132 453216 037120 0092 P8
3 | 14300 1352 1558 0 151713 242118 9a7678] 0509 B8
4 19950 1962 2040 0 446274 136007 02008 0319 B8

HPLC data for aldol adduct (Table 2, entry 16).
Chiral AD-H, iPrOH/n-hexane 10/90, flow: 1 ml/min., A =254 nm
[a]p? -30.6 (c 1.00; chloroform)

1 M. Rachwalski, S. Lesniak, P. Kietbasinski Tetrahedron: Asymmetry 2011, 22, 1325; ). Paradowska, M.
Pasternak, B. Gut, B. Gryzto, J. Mlynarski J. Org. Chem. 2012, 77, 173.
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Operator: Rachwalski
Object name: Kondensacja aldolowa MIX4 BIS EtOH 2.111_Detl-A - Created: 02-03-2017, 12:42
Path: >Testy>Chromatogramy
xXE+3
vy

wh

Time {(min)

Operator: Rachwalski

Object name: Kondensacja aldolowa MIX4 BIS EtOH 2.111_Detl-A - Created: 02-03-2017, 13:13
Path: >Testy>Chromatogramy

Rettme | Start End Compound Amount Units Area Height % Area Wigth | Type
[min) {min] [min] [mAU min] [mAU] [min]
1 14.883 14.51 1513 -1 273.025 991 04 24.8155 0.276 8B+ I
2 15450 1516 1597, -1 827.185 1997.13 75.1845 0.414[ 88+ ﬂ

HPLC data for aldol adduct (Table 4, entry 3).
Chiral AD-H, iPrOH/n-hexane 15/85, flow: 1 ml/min., A =254 nm
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HPLC data for aldol adduct (Table 4, entry 4).
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Chiral AD-H, iPrOH/n-hexane 15/85, flow: 1 ml/min., A =254 nm

HPLC data for aldol adduct (Table 4, entry 5).
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Chiral AD-H, iPrOH/n-hexane 15/85, flow: 1 ml/min., A =254 nm
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HPLC data for aldol adduct (Table 4, entry 6).
Chiral AD-, iPrH/n-exane 15/85, flow: 1 ml/min., A =254 nm

HPLC data for aldol adduct (Table 7, entry 1).
Chiral AD-H, iPrOH/n-hexane 15/85, flow: 1 ml/min., A =254 nm
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Eurochrom HPLC Software. Version 3.05 P5. Fri Feb 07 12:10:13 2020

Operator: Rachwalski
Object name: LEM-100a f. 3 Detl-A - Created: 07-02-2020, 11:24
Path: >Testy>Chromatogramy

Operator: Rachwalski
Object name: LEM-100a f. 3_Detl-A - Created: 07-02-2020, 12:07
Path: >Testy>Chromatogramy

Ret time Start End Compound Amount Units rea Height % Area Width | Type
[min] [min] | fmin} [mAU'min] | [mAU] [min]
1 14.754) 13.79| 15.67) 0| 305.085| 322.711| 58.019q 0.946| BB
2 16.404| 15.67| 17.22) 0| 204.374 307.573) 38.8672 0.650| BB
3 23.256| 22.31| 24.11 -1 5.7899¢| 8.21457| 1.1011] 0.695| BB+
4 25.00¢ 24.16| 26.05| -1 10.584| 11.347§| 20128 0.893| BB+
Eurochrom HPLC Software. Version 3.05 PS5, Thu Feb 06 15:17:58 2020
Operator: Rachwalski
Object name: LEM-100b f. 4-5_Detl-A - Created: 06-02-2020, 14:39
Path: >Testy>Chromatogramy
XE+3
1.5 T
|
0.54 '
|
0.0 v T T T T T T T T .4"./ T T T T T
0 10 20 30
Time (min)
Operator: Rachwalski
Object name: LEM-100b f. 4-5_Detl-A - Created: 06-02-2020, 15:17
Path: >Testy>Chromatogramy
Ret.time Start End Compound Amount Units Area Height % Area Width | Type|
[min] [min] | [min] [mAU'min] | [mAU] [min]
1 23424 21.57| 27.36) 0| 1967.36 1774.3| 97.232q 1.010| BB
2 25.991 24.96| 27.06) 0| 56.0073 57.6413| 2.7680 0.926| SS

HPLC data for aldol adduct (Table 7, entry 2).

Chiral AD-H, iPrOH/n-hexane 15/85, flow: 1 ml/min., A =254 nm

8 of 26
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Eurochrom HPLC Software. Version 3.05 P5.

Operator: Rachwalski
Object name: LEM-102a f. 3 Detl-A - Created: 06-02-2020, 12:32
Path: >Testy>Chromatogramy

Thu Feb 06 13:06:10 2020

] |
500 . I
400 H
300] ‘ '
] [ | s
] |2
2004 ‘ |7
] l |
] mn
00 |
|
] I
] [ T |
0 T T 7 T T .i T \ T T ¥ T T y
0 10 20 30
Time (min)
Operator: Rachwalski
Object name: LEM-102a f. 3_Detl-A - Created: 06-02-2020, 13:03
Path: >Testy>Chromatogramy
Ret.time Start End Compound Amount Units Area Height % Area Width | Type|
[min] [min] | fmin} [mAU'minj | [mAU] [min]
1 14.973 14.06| 15.69| 0| 394.633 567.294| 75.8493 0.619| BP
2 16.190 15.69| 17.09| 0| 125.653 200.608| 24.1507| 0.526| PB

Eurochrom HPLC Software. Version 3.05 P5.

Operator: Rachwalski
Object name: LEM-102b f. 4,5_Detl-A - Created: 06-02-2020, 13:15
Path: >Testy>Chromatogramy

Thu Feb 06 13:51:49 2020

XE+3
1.0
0.5
1 2 i
-3 -
_ R
- ©
(30— VAN =R — _—

Operator: Rachwalski
Object name: LEM-102b f. 4,5_Detl-A - Created: 06-02-2020, 13:50
Path: >Testy>Chromatogramy

Rettime | Stat | End | Compound | Amount | Units |  Area Height %Area | Width |Type
[min) | [min) | [min] [mAU‘min] | (mAU) fmin]

1 14889 1417 1574 0| 28.7287  42.2144) 1.9521  0.648) BB

2 16206 1577  16.90] -1 215636 422829  0.1469 0559 BB+

3 23.94] 2276 2499 0| 526604  49.923 3578 102388

4 26799 2509 282§ 0| 1388.16 133812  94323] 0969 BB

HPLC data for aldol adduct (Table 7,

entry 3).
Chiral AD-H, iPrOH/n-hexane 15/85, flow: 1 ml/min., A =254 nm

9 of 26
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Eurochrom HPLC Software. Version 3.05 P5. Wed Feb 19 13:41:02 2020

Operator: Rachwalski
Object name: LEM-101 I a f. 3-6_Det1-A - Created: 19-02-2020, 13:06
Path: >Testy>Chromatogramy

9003 -

e —Y

4.626

2
KS

=
©
(%)
w
<

Time (min)

Operator: Rachwalski
Object name: LEM-101 IT a f: 3-6_Det1-A - Created: 19-02-2020, 13:39
Path: >Testy>Chromatogranmy

Rettime | Start End | Compound | Amount | Units Area Height % Area Width | Type
[min] | [min] | [min] [mAU'min] | [mAU] [min]

1 148068 1408 1548 -1 151.87¢ 26202  14.2690  0.561) BB+

2 15889 1552  16.41 -1 246004  57.486% 23113 0.451)BB+

3 22675 21.28]  24.07] -1 869.97| 906.95 817354  0.900| 8B+

4 24626 2411 2554 -1 17.9275  27.8019| 16843  0.723 88+

HPLC data for aldol adduct (Table 7, entry 4).
Chiral AD-H, iPrOH/n-hexane 15/85, flow: 1 ml/min., A = 254 nm

Eurochrom HPLC Software. Version 3.05 P5. Wed Feb 19 11:41:32 2020

Operator: Rachwalski
Object name: LEM-99 I a f. 4-12_Det1-A - Created: 19-02-2020, 11:04
Path: >Testy>Chromatogramy

7004

€00

400

339

Time (min)

Operator: Rachwalski
Object name: LEM-99 IT a f. 4-12_Detl1-A - Created: 19-02-2020, 11:38
Path: >Testy>Chromatogramy

Rettime | Start End | Compound | Amount | Units Area Height % Area Width | Type]
[min] | [min] | [min] [mAU'min] | [mAU] fmin]

14.339 13.57| 15.04]
15.506 15.04| 16.32|
22742 21.84| 23.28|
24.492) 23.28 26.19)|

118.509 169.712] 13.3352 0.633| BP
42.0104 69.9121 4.7272 0.505| PB
36.5868 45.6823| 4.1169 0.640| BP
691.588 709.042| 77.8207| 0.893| PB

INES RS Y
ololole

HPLC data for aldol adduct (Table 7, entry 5).

10 of 26
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Chiral AD-H, iPrOH/n-hexane 15/85, flow: 1 ml/min., A =254 nm

Eurochrom HPLC Software. Version 3.05 P5. Tue Feb 04 13:53:04 2020

Operator: Rachwalski
Object name: LEM-81a f. 3 Detl-A - Created: 04-02-2020, 12:46
Path: >Testy>Chromatogramy

50 €0
Time (min)
Operator: Rachwalski
Object name: LEM-81a f. 3_Detl-A - Created: 04-02-2020, 13:50
Path: >Testy>Chromatogramy
Rettime | Start End Compound | Amount | Units Area Height % Area Width | Type|
[min] min] | [minj [mAU'min] | [mAU] [min]
1 24.984 24.12| 26.45) -1 6.54545| 7.21648 0.6493 1.079| BB+
2 32.721 31.53| 34.29| -1 30.5184| 24.8228 3.0274 1.160| BB+
3 39.455 37.96f 41.35| -1 24.9503 17.0129| 2.4751 1.509| BB+
4 44.804 41.97| 48.16| 0| 946.05| 441.188) 93.8482 2.002] BB

HPLC data for aldol adduct (Table 7, entry 6).
Chiral AD-H, iPrOH/n-hexane 15/85, flow: 1 ml/min., A = 254 nm

Eurochrom HPLC Software. Version 3.05 P5. Wed Feb 05 13:41:34 2020

Operator: Rachwalski
Object name: LEM-38b f. 5 Detl-A - Created: 05-02-2020, 12:44
Path: >Testy>Chromatogramy

500-

400
3004
004
100
0
e B AN B S B e S S B e
0 10 20 30 50
Time (min)
Operator: Rachwalski
Object name: LEM-88b f. 5_Detl-A - Created: 05-02-2020, 13:39
Path: >Testy>Chromatogramy
Rettime | Start End | Compound | Amount | Units Area Height % Area Width | Type]
[min) | [minj | [min} [mAU'min] | [mAU] [min]
1 23.687| 22.52| 24.97| 0| 65.2474 60.8566| 7.172¢) 1.028| B8
2 30.588 29.68| 32.19| -1 25.3993 22.0007| 2.7921) 1.113| BB+
3 36.523 34.69| 38.76) 0| 799.089 488.973| 87.8434 1.545| BB
4 41.757| 40.58| 43.58| -1 19.9364| 13.4937| 2.1914 1.496| BB+
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HPLC data for aldol adduct (Table 7, entry 7).
Chiral AD-H, iPrOH/n-hexane 15/85, flow: 1 ml/min., A = 254 nm

Eurochrom HPLC Software. Version 3.05 P5. Tue Feb 04 15:20:23 2020

Operator: Rachwalski
Object name: LEM-82b f. 4-7 Detl-A - Created: 04-02-2020, 14:09
Path: >Testy>Chromatogramy

300
200
1004
0 i N
B e T T T
0 10 €0
Time (min)
Operator: Rachwalski
Object name: LEM-82b f. 4-7_Det1-A - Created: 04-02-2020, 15:19
Path: >Testy>Chromatogramy
Ret.time Start End Compound Amount Units Area Height % Area Width | Type|
[min] min] | [min] [mAU'min] | [mAU) [min]
1 24.402 23.54] 25.70| -1 4.3454¢ 4.19447| 0.614§ 1.020| BB+
2 31.020 29.72| 33.27| -1 8.3596¢| 7.67085| 1.182§ 1.163| BB+
3 37.820 36.37| 39.61| -1 30.327) 22.3582) 4.2910) 1.335| BB+
4 43.071 40.65| 45.59)| 0| 663.732 328.674| 93.9114 1.894| BB

HPLC data for aldol adduct (Table 7, entry 8).
Chiral AD-H, iPrOH/n-hexane 15/85, flow: 1 ml/min., A = 254 nm

Eurochrom HPLC Software. Version 3.05 P5. Tue Feb 04 10:14:26 2020

Operator: Raclvwalski
Object name: LEM-84a f. 3,4 Detl-A - Created: 03-02-2020, 12:27
Path: >Testy>Chromatogramy

Operator: Rachwalski
Object name: LEM-84a f. 3,4_Detl-A - Created: 03-02-2020, 13:24
Path: >Testy>Chromatogramy

Rettime | Stat | End | Compound | Amount | Units Area Height %Area | Width |Type
[min] | fmin | fmin] [mAU‘min] | [mAU] [min]

1 23120 2109 2464 0| 466744 441914 920054  0.960] 88

2 2988q 2874 3084 0| 405555  38.953 7.9944 1029 B8
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Eurochrom HPLC Software. Version 3.05 PS. Tue Feb 04 12:34:2;

Operator: Rachwalski
()2,:;:“/ :rnrm; LEM-84c f. 6-8 Deti-A - Created: 04-02-2020, 11:21

Path: >Testy>Chromaiogramy

820

Time (min)

Operator: Rachwalski
Object name: LEM-84c f. 6-8 Detl-A - Creared: 04-02-2020, 12:32
Path: >Testy>Chromatogramy
Ret. tgme Srgrt End Compound Amount Units Area Height % Area Width | Type
[min] fmin] | fmin] [mAUmin] | {mAU] [min]
1 37.820 35.22 40.97] 0| 1775.78 941.85 97.0690 1.755| BB
2 45.338 43.34) 46 =1 53,6191 26.65 29319 2076 BB+

HPLC data for aldol adduct (Table 7, entry 9).
Chiral AD-H, iPrOH/n-hexane 15/85, flow: 1 ml/min., A = 254 nm

Eurochrom HPLC Software. Version 3.05 P5. Mon Feb 03 11:52:25 2020

Operator: Rachwalski
Object name: LEM-107 f. 5-25_Detl-A - Created: 03-02-2020, 11:00
Path: >Testy>Chromatogramy

400
300
20

100

R TR E T TN TN TN N E e

Operator: Rachwalski
Object name: LEM-107 f. 5-25_Detl-A - Created: 03-02-2020, 11:50
Path: >Testy>Chromatogramy

Rettime | Start End | Compound | Amount | Units Area Height % Area Width | Type
[min] | [min] | [min] [mAU'min] | [mAU] [min]
1 23205 21.59 24.42) 0 134764 113938 745400  1.075 BP
2 25555 2442  26.86) 0 79.8428 762571 44162 0.962| PB
3 30989 2973 3261 -1 57.615]  43.9319 3.1868  1.284) BB+
4 43692  41.27]  47.19) 0| 153572 833.932 849430  1.704 BB

HPLC data for aldol adduct (Table 7, entry 10).
Chiral AD-H, iPrOH/n-hexane 15/85, flow: 1 ml/min., A = 254 nm
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Eurochrom HPLC Software. Version 3.05 P5.

Operator: Rachwalski
Object name: LEM-97 f. 4-15 Detl-A - Created: 31-01-2020, 13:53
Path: >Testy>Chromatogramy

XE+3

mau

Fri Jan 31 14:43:18 2020

0 10 20 40
Time (min)
Operator: Rachwalski
Object name: LEM-97 f: 4-15_Det1-A - Created: 31-01-2020, 14:42
Path: >Testy>Chromatogramy
Ret.time Start End Compound Amount Units Area Height % Area Width | Type|
[min] [minj | [min] [mAU'min] | [mAU] [min]
1 23.288 21.85| 24.49| 0| 196.412 198.845| 3.5561| 0.891| BP
2 25.90% 24.49| 27.92| 0| 400.292] 329.539) 7.2474 1.095| PB
3 31.90§ 28.91| 34.46) 0| 4721.3¢) 2289.57| 85.451§ 1.984| BB
4 43.924 41.94| 46.43] -1 205.171) 97.8949| 3.7147] 2.024| BB+

HPLC data for aldol adduct (Table 7, entry 11).
Chiral AD-H, iPrOH/n-hexane 15/85, flow: 1 ml/min., A = 254 nm

Eurochrom HPLC Software. Version 3.05 P5. Fri Jan 31 13:38:01 2020
Operator: Rachwalski
Object name: LEM-96a f. 3-10_Detl-A - Created: 31-01-2020, 12:45
Path: >Testy>Chromatogramy
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Operator: Rachwalski
Object name: LEM-96a f. 3-10_Det1-A - Created: 31-01-2020, 13:36
Path: >Testy>Chromatogramy
Rettime | Start End Compound | Amount | Units Area Height % Area Width | Type
[min] min] | [min] [mAU*min] | [mAU] [min]
1 24.721 23.39| 25.95) 0| 222.065) 237.958) 6.867§ 0.848| BP
2 27.122 25.99| 28.54 0| 114.057| 100.393| 3.5274 1.022| PB
3 33.423 32.07| 35.26) 0| 139.725| 111.701| 4.3213 1.162| BB
4 44.425 41.59| 48.63| 0| 2757.57| 1212.6| 85.283%| 2.093| BB

HPLC data for aldol adduct (Table 7, entry 12).
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Chiral AD-H, iPrOH/n-hexane 15/85, flow: 1 ml/min., A =254 nm

Eurochrom HPLC Software. Version 3.05 P5. Fri Jan 3112:33:30 2020
Operator: Rachwalski
Object name: LEM-85d f. 3,4 Detl-A - Created: 31-01-2020, 11:40
Path: >Testy>Chromatogramy
500
N
o
0 s
O o s e B e s A L e m e
0 10 40
Operator: Rachwalski
Object name: LEM-85d f. 3,4_Detl-A - Created: 31-01-2020, 12:30
Path: >Testy>Chromatogramy
Rettime | Start End Compound | Amount | Units Area Height % Area Width | Type
[min) | [minj | [min} [mAU'min] | [mAU} fmin]

1 23.721| 22.59) 24.75| 0| 43.157§ 47.8964| 2.4639 0.859| BB

2 26.105 25.00| 27.32) 0| 93.3312 89.2104| 5.3283 1.003| BB

3 28.322) 27.37| 29.19)| -1 20.7917| 22.2232) 1.1870| 0.973| BB+

4 31.823| 29.66) 34.47| 0| 1555.68 969.051] 88.814%| 1.480| 8B

5 44.492| 42.76) 47.00| -1 38.6454) 20.3298) 2.2063 1.860| BB+
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