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1. EXPERIMENTAL SECTION
General Experimental Information

Unless otherwise specified, all reactions were carried out under air atmosphere in oven-
dried round-bottom flasks and the heating reactions were performed in oil bath. All
commercially available reagents were purchased from commercial sources and were
used without further purification. All reactions were monitored by thin layer
chromatography over silica gel-coated TLC plates. Thin-layer chromatography (TLC)
was performed on60 F254 silica gel, pre-coated on aluminum plates, and revealed with
either a UV lamp(Amax = 254 nm), a specific color reagent (iodine vapors). Silica gel
230-400 mesh was used for column chromatography. 'H and'’C NMR spectra were
recorded on Bruker AV400 MHz spectrometer. Chemical shifts 6 are given in ppm
relative to the residual signals of tetramethylsilane in CDCl; for '"H and *CNMR.
Coupling constants are given in hertz. The HRMS spectra were recorded as ESI-HRMS

on Q-TOF masss pectrometer.



Commercially available grades of organic solvents of adequate purity are used in all

reactions.

2. General Procedure for the Synthesis of Sa—0.
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To solution of aromatic aldehyde 2 (1.0 mmol) in methanol (10 ml) were added with 1,2-
aminoalcohol (1,1.0mmol) and the mixture was stirred at room temperature for 1h. Then, acid 4
(1mmol) was added, and stirring was continued, followed by addition of isocyanides 3 (1mmol).
The mixture was stirred for 10-24 hrs at room temperature. Reaction was monitored by TLC (n-
hexane/EtOAc 2:1). After the completion of the reaction, the reaction mixture was concentrated
under reduced pressure and purified by column chromatography on silica gel (eluent:hexane/

EtOAc) to afford Ugi-hydroxypropargyl amides adduct (5a-o).

3. General Procedure for the Synthesis of Compounds 6a—o.

To the stirred solution of Ugi- hydroxypropargylamides adduct 5a-o (1 mmole) in 5 ml of EtOH
was added triphenylphosphine (30%) at room temperature. The reaction mixture was stirred at80

°C for 10 h until the reaction reached completion as evidenced by TLC. After the completion of
the reaction, the reaction mixture was concentrated under reduced pressure and purified by
column chromatography on silica gel (eluent:hexane/EtOAc) to afford morpholinone products

(6a-0).



Spectral data and HRMS of 6a-60
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1H NMR spectrum of 6a (400MHz, CDCl3)
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3¢ NMR spectrum of 6a (100MHz,MHz, CDCl3)
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DEPT-135 spectrum of 6a (100MHz,MHz,CDCls)
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2D-COSY spectrum of 6a (400MHz,MHz,CDCl3)
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2D-HSQC spectrum of 6a (400 MHz, MHz,CDCl,)
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2D-NOESY spectrum of 6a (400MHz, CDCl3)
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SAIF [HRMS Report]
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HRMS of compound 6a
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LH NMR spectrum of 6b (400MHz, CDCl3)
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3¢ NMR spectrum of 6b (100 MHz, MHz, CDCl3)
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SAIF [HRMS Report]

Data Fila: HEMS21I23MARDS
Sampls ID: PEM-M-23E
Acquisision Date: 03723721 11:46:44 AM
Viak CSik1-01:9

Crrigimal Diata Path: DAINTERMAL NEW 2021\ Mar
2021

Sample Nama:

Run Timofmin): 0.00

Injection Vohme{ul): 1,00
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HRMS of compound 6b

26



Me

AQL__L\L_gl

pPpm

0.0

0.5

1.5 1.0

2.0

25

3.0

3.5

4.0

4.5

5.0

65 60 55
=

9 |

¥

8.0

8.5

9.0

9.5

ET% rfi'

:

J

=
=
-

e [uwn
- =
Lo I Ko

|

27



1H NMR spectrum of 6¢ (400MHz, CDCl3)
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3¢ NMR spectrum of 6¢ (100 MHz, MHz, CDCl3)
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SAIF [HRMS Report]
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HRMS of compound 6¢
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LH NMR spectrum of 6d (400MHz,CDCl3)
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3¢ NMR spectrum of 6d (100 MHz, MHz, CDCl3)
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SAIF [HRMS Report]

Darta Fila: HEMS21T17TMARIE Crigmal Date Path: DAINTERNAL NEW' 2021 \Mar
2021
Sample I PEM-M-12E Sample Nama:
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HRMS of compound 6d
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1H NMR spectrum of 6e (400MHz,CDCl3)
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13¢ NMR spectrum of 6e (100MHz, CDCl3)
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SAIF [HRMS Report]

Darta Fila: HEMS21T1TMARIT Crigimal Diata Path: DANTERNAL NEW 2021 '\Mar
2021
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HRMS of compound 6e
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1y NMR spectrum of 6f (400MHz, CDCl3)
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13c NMR spectrum of 6f (100MHz,MHz, CDCl3)
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SAIF [HRMS Report]

TCiata Fila: HEMS21T19MARID Crrigizal Diata Fath: DAINTEENAL NEW2021'\lar
2021

Sample ID: FEM-M-21E. Sample Nama:
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HRMS of compound 6f
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1y NMR spectrum of 6g (400MHz, CDCl3)
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13C NMR spectrum of 6g (100MHz,MHz, CDCl3)
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SAIF [HRMS Report]

Diata Fila: HEMS21I22MARIL Crigimal Diata Path: DAINTEENAL NEW 202 1'\MWar
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HRMS of compound 6g
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14 NMR spectrum of 6h (400MHz,CDCl3)
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13¢ NMR spectrum of 6h (100 MHz, CDCl3)
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SAIF [HRMS Report]

Data Fila: HEMS21I22MARDS Crigizal Diata Path: DAINTERNATL NEW2021'Mar
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HRMS of compound 6h
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LH NMR spectrum of 6i (400MHz, CDCl3)
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13¢ NMR spectrum of 6i (100 MHz, CDCl3)
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SATF [HRMS Report]
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HRMS of compound 6i
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1y NMR spectrum of 6j (400MHz, CDCl3)
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13¢ NMR spectrum of 6j (100MHz, CDCl3)
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SAIF [HRMS Report]
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HRMS of compound 6j
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14 NMR spectrum of 6k (400MHz, CDCl3)
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13c NMR spectrum of 6k (100MHz, CDCl3)
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SAIF [HRMS Report]

Data Fila: HEMS2ITI9MARIL Crigizal Diata Fath: DAINTERMAL NEW\2021'Mar
2021
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HRMS of compound 6k
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1y NMR spectrum of 6l (400MHz, CDCl3)
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13 NMR spectrum of 61 (100 MHz, CDCl3)
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SAIF [HRMS Report]

Data Fila: HEMS21I25MATRIL
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HRMS of compound 6l
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1y NMR spectrum of 6m (400MHz, CDCl3)
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13C NMR spectrum of 6m (100MHz, CDCl3)
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DEPT-135 spectrum of ém (100MHz, CDCls)
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2D-COSY spectrum of 6m (400 MHz, CDCl3)
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2D-HSQC spectrum of 6m (400MHz, CDCl3)
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1y NMR spectrum of 6n (400MHz, CDCl3)
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13c NMR spectrum of 6n (100 MHz, CDCl3)
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SAIF [HRMS Report]

Data Fila: HEMS21T19MAR12 Crrigizol Diata Fath: DANTEEMAL NEW 2021 \Mar
2021

Sample ID: FEM-M-28F Sample Nama:

Acquizifion Date: 03/19/21 11:24:08 AM B Tima{zrin): 0.00
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HRMS of compound 6n
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LH NMR spectrum of 60 (400MHz, CDCl3)
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3¢ NMR spectrum of 60 (100 MHz, CDCl3)
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SAIF [HRMS Report]

Tata Fila: HEMS2II23MARL2 Origimal Diata Path: DAINTEENAL NEW' 2021 \ar
2021

Sampls I PEM-M-29E Sample Nama:

Acquisition Data: 03/23/21 11:52:38 AM Fun Time{zmin): 0.00
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Spectral data of 5a-50
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LH NMR spectrum of 5a (400 MHz, CDCls)
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13¢ NMR spectrum of 5a (100MHz,MHz,CDCl3)
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SAIF [HRMS Report]

Data Fis- HRMS21123MAROS Origizal Data Patk: D:\INTERNAL NEW'2021'Mar
2021
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LH NMR spectrum of 5b (400MHz, CDCls)
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13c NMR spectrum of 5b (100MHz, CDCl3)
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14 NMR spectrum of 5¢ (400 MHz, CDCl3)

123



124



LU IIHII ‘ h

N

210 200 190 180 170 160 150 140 130 120 110 100 90

pPpm

70 60 50 40 30 20 10

80

125



13c NMR spectrum of 5¢ (100 MHz, CDCl3)

126



00070~
000T°T
0611°1
LTI’
929¢1°1
SILT'T
T90E°T
] B |
LR |
P89E°1
SL6E'T
TOLS'T
€8LE°1
9065’1
FI09°1
Por9°l
8€S9°1
Pe99°1
69L9°1
786’1
91S6'C
STLEE
£P8e'e
LOI¥'E
8P0s°'E
LEISE
697S°E
9IPsE
pLEL'E
66LL°E
r008°'c
88I8°'¢
96¢£8'¢
108’
Srie’E
€80L°S
P8IL'S
9L8T°9
LESY9
STLY99
rPeITL
6¥SEL
PELE'L
066t°L
€01¥'L
SI8F'L
LOTS'L
LBESL
TILSL

===

Q.
Sho

||Ho

J'LM O

—_
5.0

0.0 ppm

0.5

;

o
—
g

I

w
(o |
e

40 35 3.0 25 20

4.5

Kl

6.5

7.0

7.5
:

85 8.0

9.0

9.5

HT
by
o

3|

|

-1

-
ol
=

g |

e

J

B

=
o~
=

| |

o
—
=

|

-7

-]
ol
]

|

127



LH NMR spectrum of 5d (400MHz, CDCl3)
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13¢ NMR spectrum of 5d (100MHz, CDCl3)
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LH NMR spectrum of 5e (400 MHz, CDCls)
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13c NMR spectrum of 5e (100MHz, CDCl3)
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LH NMR spectrum of 5f (400 MHz, CDCl3)
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13C NMR spectrum of 5f (100MHz, CDCl3)
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1H NMR spectrum of 5g (400 MHz, CDCl3)
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13C NMR spectrum of 5g (100MHz, CDCl3)
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14 NMR spectrum of 5h (400MHz, CDCl3)
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3¢ NMR spectrum of 5h (100MHz, CDCl3)
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14 NMR spectrum of 5i (400 MHz, CDCl3)
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13c NMR spectrum of 5i (100MHz, CDCl3)
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1y NMR spectrum of 5j (400 MHz, CDCl3)
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13¢ NMR spectrum of 5j (100MHz, CDCl3)
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14 NMR spectrum of 5k (400MHz, CDCl3)
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13¢ NMR spectrum of 5k (100MHz, CDCl3)
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14 NMR spectrum of 51 (400 MHz, CDCl3)
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13c NMR spectrum of 51 (100MHz, CDCl3)
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LH NMR spectrum of 5m (400MHz, CDCl3)
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13¢ NMR spectrum of 5m (100MHz, €DCl3)
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LH NMR spectrum of 5n (400MHz, CDCl3)
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13¢ NMR spectrum of 5n (100MHz, CDCl3)
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LH NMR spectrum of 50 (400MHz, CDCl3)
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13¢ NMR spectrum of 50 (100 MHz, CDCl3)
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