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11  1.Copies of 'H, 3C and 3'P NMR spectra

12 The H, 3C and *P NMR of 9
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18 P NMR (243 MHz, CDCls):
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20 The!H, 3C and %P NMR of 14
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13C NMR (150 MHz, CDCls):
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28 2. HPLC chromatograms of Mannich products

29  (3R,4S)-3-Hydroxy-4-(methoxyphenylamino)-4-(4-nitrophenyl)butan-2-one 15

30  ee (96%) determined by HPLC analysis: Chiralcel AD-H column, Hexane : 'PrOH = 85:15,
31  flow = 1.0 mL/min, retention times (min): 43.46 (major), 54.45 (minor).

Eurachrom HPLC Sofnware. Version 3.05 P3.

Thu Feb 14 12-19:20 2019
.PMP
O HN
Operator- Rachwalski
Obpect mame: ALB-107b+e Detl-A - Created: 14-02-2019, 11:16
Path: =Testy-Chromatogramy Me’
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AL
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Operator: Racivwalski
Object name: ALB-107bte_Detl-A - Creared: 14-02-2019, 12:16
Path: =Testy-Chromatogramy

Ena Gompouna | Amount | units Arza signt  Area wizmn | Type
fminj ImAUmin} | [mAUj fmin}
46.04 0 315.85. 252.974 50.0404) 1.153 BB
z 59.05 0| 315.34 169.9§ 49.9596( 1.621| BB
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Eurochrom HPLC Software. Version 3.05 P3. Wed Feb 20 13:35:19 201%

. o HnPMP
;fll‘}ﬂ Detl-A - Created- 19-02-2019, 12-04
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Objec 08 Detl-A - Cremted: 19-02-019, 13:05
Parl masograms
End | Gompound | Amount | Units | Area Fegmt | mAms | wian e
fminj fminy minj fmAuTming | gmAuj fminj
43487 4138 4arq 1 2415.0] 1905.4  9.2104  1.164 BA*
5a45 5320 sesy 1 44069]  a0.5s24 17891 1.332 BB+
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34  ee (60%) determined by HPLC analysis: Chiralcel AD-H column, Hexane : 'PrOH = 85:15,
35  flow = 1.0 mL/min, retention times (min): 37.83 (major), 46.55 (minor).



36

37
38

39
40

41

42
43

Catalysts 2019, 9, x FOR PEER REVIEW

Eurochrom HPLC Saftware. Version 3.03 P5.

Operatar: Rachwalski
Object name: ALB-116 - Created: 03-04-2019, 13:00
Path: =Testy=Chromatogramy

mAl

Operator: Rachwalski

Object name: ALB-131c_Detl-B - Created: 03-04-2019, 14:00

Parh: =Testy-Chromatogramy

Thae Jud 18 13:16:18 2019
-PMP
N

60% ee

Gompound

End Amoun Area Heignt %= Area wimn | Type
mis inj fmin} AL mAL] fminj
ELEEE BETYT BETY 451.24 33231 7e.0016)  1.301 BB
H 46550 4508 483 119.93. s0312d 209984 1.253 BB
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ee (50%) determined by HPLC analysis: Chiralcel AD-H column, Hexane : 'PrOH = 85:15,

flow = 1.0 mL/min, retention times (min): 46.00 (major), 57.78 (minor).

Eurochram HPLC Software. Version 3.05 P5.

Operaion: Rachwalski
Object mame: ALB-131 - Created- §7-03-2019. 15:20
Path: >Testy-Chromategramy

mAl

Operator: Rachwalski

Object mame: ALB-116cc_Detl-B - Created- 07-63-2019. 16:21

Path: =Testy=Chromategramy

Tha Jul 18 13-14:-36 2019
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End Compound | Amount | U Area Heignt =2 Ares wimth | Type
fminf mAUmin] | [mALT fmin}

4513 565415  369.13§ 742524 1448 BB

2 57.78. 55.67) 55.57] 196.062 100.404 2574786 1.913| BB

(3R,45)-3-Hydroxy-4-(methoxyphenylamino)-4-phenyl-butan-2-one 16

NO,

ee (89%) determined by HPLC analysis: Chiralcel AD-H column, Hexane : 'PrOH = 85:15,

flow = 1.0 mL/min, retention times (min): 13.13 (major), 18.98 (minor).
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Rettime | Start End Compound | Amount | Units Area Height < Area Width | Type
[minj [minj [min] [mAUmin] [mAU] [min]
1 14,904 14.44] 15.62| -1 41.794 100.097| 54.429 0.378 BB+
44 2 22.63. 21.99| 24.01] -1 34.9928| 55.6887 45.571 0.593 BB+
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Rettime | Start End Compound | Amount | Units Area Height % Area Width | Type
jmin] {min] [min] [mAUmin] | [mAU] [min]
1| 1343 1246 135 1 455756 767.756  95020f  0.600 BB+
2 18.983 18.53| 19.47| 0| 23.8836( 68.2054 49795 0.330 BB

45

46  (3R,4S)-3-Hydroxy-4-(methoxyphenylamino)-4-(2-methoxyphenyl)-butan-2-one 17

47  ee (82%) determined by HPLC analysis: Chiralcel AD-H column, Hexane : 'PrOH = 85:15,
48  flow = 1.0 mL/min, retention times (min): 22.23 (major), 25.63 (minor).
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Rettime | Start End Compound | Amount | Units Area Height % Area Width | Type
[min] min] | fmin] fmAUmin] | fmAUp [min]
1 23601 22.58| 252 0| 415.167| 429.576( 53.461 0912 BB
2 26.233 25.20) 28.42 0] 361.404| 326.80. 46.5384) 1.037| BB
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Tims (min)
Ret time | Start End Compound | Amount | Units Area Height % Area Width | Type
[min] fmin] [minj [MAU"min] [mAU] {min]
1 22233 21.28| 27.31 0] 698.487| 787.514 90.5857| 0.814 BB
2 25633 24.58| 26.97| 0| 72.591 78.5601| 9.4143| 0.865 SS
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(3R,45)-3-Hydroxy-4-(methoxyphenylamino)-4-(4-methoxyphenyl)-butan-2-one 18

ee (90%) determined by HPLC analysis: Chiralcel AD-H column, Hexane : 'PrOH = 85:15,
flow = 1.0 mL/min, retention times (min): 6.73 (minor), 8.67 (major).
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7 6533 607 747 0 237376 89057 502607 0245 BP
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Time (min)
Ret.time Start End Compound Amount Units Area Height % Area wioth Type
fmin] | fminj | [minf [mAUmin] | [mAU] [min]
7 6.733) 6.35 7.19 -1 11.914% 29.566 4.3190) 0.395 BB+
2 8667 793 1033 0| 263949 353769 95681 0721 BB

(3R,4S)-3-Hydroxy-4-(methoxyphenylamino)-4-(4-bromophenyl)-butan-2-one 19

ee (91%) determined by HPLC analysis: Chiralcel AD-H column, Hexane : 'PrOH = 85:15,
58  flow = 1.0 mL/min, retention times (min): 7.82 (minor), 11.52 (major).
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Ret fime Start End CO!HDGL‘HU Amount Units Area Hé/ghf % Area Wiath Type
[min] [minf [min] [mAU“min] mAU] [min]
7 6.467) 6.12| 7.09 -1 T02.71 2061.62 50.8393 0.326| BB+
2 7.833) 7.55| 8.46) -1 679.516) 1816.84) 49.1607| 0.362| BB+
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Ret.time Start End Oompowid Amount Units Area Hé/gf?f % Area Wiath Type
[min] {minj [min] [mAU“min] mAU] [min]
1 7.817 7.40| 8.52| -1 3.41694| 12.0787 4.1079 0.274 BB+
2 11.517] 11.14| 11.94| -1 79.7627 251.261 95.8921] 0.299 BB+
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