Supplementary Information

Enantioselective synthesis of bronchodilating agent (R)-Salmeterol

P L N Ranganath®, T Anil* & A Venkat Narsaiah*®

Organic Synthesis Laboratory, Fluoro-Agrochemicals Department,
CSIR-Indian Institute of Chemical Technology, Hyderabad 500 007, India

® Academy of Scientific and Innovative Research (AcSIR), Ghaziabad 201 002, India
E-mail: vnakkirala@iict.res.in; vnakkirala2001@yahoo.com

Received 2 March 2021; accepted (revised) 3 September 2021



OH OH

CHO

A

A J.l

U

L.

A

A

T

[
5

\
4

T

T
3

T

|
2

'H-NMR (400 MHz, CDClIs) of 4-Hydroxy-3-(hydroxymethyl)benzaldehyde
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BC-NMR (100 MHz, CDCls) of 4-Hydroxy-3-(hydroxymethyl)benzaldehyde
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'H-NMR (400 MHz, CDCls) of 2,2-Dimethyl-4H-benzo[d][1,3]dioxine-6-carbaldehyde
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BC-NMR (100 MHz, CDCls) of 2,2-Dimethyl-4H-benzo[d][1,3]dioxine-6-carbaldehyde
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'H-NMR (400 MHz, CDCls) of 2,2-Dimethyl-6-vinyl-4H-benzo-[d][1,3]dioxine
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BC-NMR (100 MHz, CDClI3) of 2,2-Dimethyl-6-vinyl-4H-benzo-[d][1,3]dioxine
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'H-NMR (400 MHz, CDCls) of (R)-1(2,2-Dimethyl-4H-benzo[d][1,3]dioxin-6-yl)ethane-1,2-diol
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BC-NMR (100 MHz, CDCls) of (R)-l—(2,2-Dimethyl-4H-benzo[d][1,3]d|oxin-6-y|)ethane-1,2-dio|
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'H-NMR (400 MHz, CDCI;) of (R)—1(2,2—D|methyl—4H—benzo[d][1,3]dioxin—6—yl)2—hydroxyethyl—4—methylbenzenesuIfonate
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BC-NMR (100 MHz, CDCl,) of (R)-1(2,2-Dimethyl-4H-benzo[d][1,3]dioxin-6-yl)2-hydroxyethyl-4-methylbenzene sulfonate
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'H NMR (400 MHz, CDCls) of (R)-2-Azido-1-(2,2-Dimethyl-4H-benzo[d][1,3]dioxin-6-yl) ethanol
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BC-NMR (100 MHz, CDCls) of (R)-2-Azido-1-(2,2-Dimethyl-4H-benzo[d][1,3]dioxin-6-yl) ethanol
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'H-NMR (400 MHz, DMSO-d6) of (R)-2-Amino-1-(2,2-Dimethyl-4H-benzo[d][1,3]dioxin-6-yl) ethanol
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B3C-NMR (100 MHz, DMSO-d6) of (R)-2-Amino-1-(2,2-Dimethyl-4H-benzo[d][1,3]dioxin-6-yl) ethanol
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'"H-NMR (400 MHz, CDCls) of 4-Phenylbutan-1-ol
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B3C-NMR (100 MHz, CDClI;) of 4-Phenylbutan-1-ol
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'H-NMR (400 MHz, CDClIs) of [4-(6-Bromohexyloxy)butyl] benzene
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BC-NMR (100 MHz, CDCIs) of [4-(6-Bromohexyloxy)butyl] benzene
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'H-NMR (400 MHz, CDCls) of (R)-1-(2,2-dimethyl-4H-benzo[d][1,3]dioxin-6-yI)-2(6(4-phenylbutoxy)hexylamino)ethanol

20




151.281
142.279
129.183
128360
128.249
125.708
125,574
121.741
119.545
117.205
70.696
TT50.969
~—3s71
35.611
s.u.zsn
\29.666
29.327
28,051
27520
24,736
24,619

——62.753
60805
—52.194

A

| o |
R L |
IS | W Lm S v . N T

e
\II‘IIIHI\\IIIIII\III\lI\HI\\II‘III\IIHI‘III\\IHI‘I\IHHI\l\I\\IIII\‘\II\IHI\‘\IIHI\II‘\HIHI \‘\IHI\II\‘\IHIHI\|HHII\I\‘IHI\\III‘II\II\IIIIII\\I\I\Il\l\

160 150 140 130 120 110 100 90 80 50 40 30 20 10 0

B3C-NMR (100 MHz, CDCl3) of (R)-1(2,2-dimethyl-4H-benzo[d][1,3]dioxin-6-yl)-2(6(4-phenylbutoxy)hexylamino)ethanol
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'H-NMR (400 MHz, CDCls) of (R)-4(1-hydroxy-2-((6-(4-phenylbutoxy)hexyl)amino)ethyl)-2-(hydroxymethyl)phenol
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3C-NMR (100 MHz, CDCls) of (R)-4-(1-hydroxy-2-((6-(4-phenylbutoxy)hexyl)amino)ethyl)-2-(hydroxymethyl)phenol
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