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N-(1-Methyl-2-0x0-1,2-dihydronaphtho[2,1-b]furan-1-yl)acetamide (3a)
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N-(7-Methoxy-1-methyl-2-0x0-1,2-dihydronaphtho[2,1-b]furan-1-yl)acetamide (3b)
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N-(7-Bromo-1-methyl-2-0x0-1,2-dihydronaphtho|[2,1-b]furan-1-yl)acetamide (3¢)
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N-(6-hydroxy-3-methyl-2-0x0-2,3-dihydronaphtho[1,2-b]furan-3-yl)acetamide (3d)
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N-(3-Methyl-2-0x0-2,3-dihydronaphtho[1,2-b]furan-3-yl)acetamid3 (3g)
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N-(5-Methoxy-3-methyl-2-0x0-2,3-dihydronaphtho[1,2-b]furan-3-yl)acetamide (3h)
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N-(5-Chloro-3-methyl-2-0x0-2,3-dihydronaphtho[1,2-b]furan-3-yl)acetamide (3i)
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N-(6-hydroxy-3-methyl-2-0x0-2,3-dihydronaphtho[1,2-b]furan-3-yl)acetamide (3j)

26851
AYA: R
9£6b'2y
6105'Z
vwom,m%
01182y
PSIS'E
09ze'E
mvmm,mv.

ZEEE' 9
bOEE' S
z1S6'9
P56 S
006Z'£1
ETIEL
POLE L
096 £
LT
16TV L
postsd
S8b6E L
869647

ol 'e—

PLSEOT—

Me. NHAc

gl

Feoe
Fooe

660
/850
et

=460

F66'0

=560

-0.5

95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 00

10.5

115

f1 (ppm)

BIZ6' T~
eI8'EC
TL6E6EY
BS09' 6
PFI8'EE

—
8IEZ'OF
bObb Ok
T6v9'0p

665k L5—

bSOE 60T,
6L8E TTT~C
6ZEE'8TT
9GkE BT T
9864 02T —
2I6E'STT~,
@mm@mﬁ%
peTT 8T

6p81 81—
980T pST -

PEBF 69T —

QT9L9LT—

s

-1C

20 10

30

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50
1 (ppm)

200

S9



N-(1,6-dimethyl-2-0x0-1,6-dihydro-2 H-furo[3,2-e]indol-1-yl)acetamide (3k)

S009'T—
85L4T—

vnmv,mg_
8105
vmom,mw
601524
mmﬁm,mQ

QosE'e—

85BLE—

FS0F'S
PP mv.
C5B86'9
0L00L
£L99E'L
S88E'L
852k L
PEEF'L

08pT 6—

Me NHAc

—

MeN

| S

—

o8z
Feez

Fssz

Feot

=060

980
620

60

95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 00 -05 -LI
1 (ppm)

.0.0

T0S8'Te~
[z N
1912'ee
CLEE @my_/
85P5'6E
SbSLEE
£E96'6E
QZLT' Ok
5082 0F
08850k
6551 45—

S818'86—

LEBLPOT—
POEEOTT—

SBLEBIT—
LESLTTT—

9955'ZET ~
EEIBFET

OTkT IpT—

SE0T 691 —

L8LTELT—

20 10

30

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50
1 (ppm)

200

S10



N-(4,6-Dimethoxy-3-methyl-2-0x0-2,3-dihydrobenzofuran-3-yl)acetamide (31)
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N-(3,5-dimethyl-2-0x0-2,3-dihydrobenzofuran-3-yl)acetamide (3m)
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Methyl 2-acetamido-2-(4-hydroxy-3,5-dimethylphenyl)propanoate (3n)
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N-(5-(allyloxy)-6-methoxy-3-methyl-2-0x0-2,3-dihydrobenzofuran-3-yl)acetamide (30)
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(2S)-3-(3-acetamido-3-methyl-2-0x0-2,3-dihydrobenzofuran-5-yl)-2-

(((benzyloxy)carbonyl)amino)propanoate (3p)
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Methyl 2,2-bis(5-hydroxy-1H-indol-3-yl)propanoate
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Methyl 2-acetamido-3-((3-hydroxyphenyl)amino)propanoate
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HPLC chromatogram (3g): racemic mixture

G545 ¥
& 14735

CHRONATOGRAM I HNEMORIZED

START

i g
I
ol

CHROMATOPAC C-REA FILE g
SHAMPLE NO 8 METHOD 41
REPORT NO 687
PEND TIHE AREA HK IDNOD CONC NANE

1 2.943 31786 1.3756

2 3.138 196194 ¥ 5.2114

3 &.117 13783 B.364

4 5.613 1719215 ¥ 43.6665

3 2.365 1672571 ¥ 44,4273

& 11.532 68545 ¥ 1.6882

7 14,133 58788 1.346%9

TGTAL 3764721 1ga

HPLC chromatogram (3g): reaction employing phosphoric acid 4b as catalyst.

frSE7

e

STOP
CHROMATOFAC C-RehA FILE 8
SAMFLE HO @ METHOD 41
REPORT HO 6856
FEHO TIME AREA HK IDIND COHC HAHE
i 2.937 534448 i.z208
2 Js ige 41442 ¥ 0.9368
3 3.233 4830 ¥ 1.1832
4 3.582 11989 ¥ a.271
5 £.815 19217 B.4344
£ £.567 3143815 §¥ 71.08634
7 7.487 18487 T 8.2373
g 9.273 684397 ¥ 15.47082
g 11.472 138482 ¥ 3.1285
id 4,188 - 124313 ¥ 2.81
i1 15.92 21673 ¥ G.4899
iz 25.587 125966 2. 847
TOTAL 4423954 i6g
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HPLC

chromatogram (3g):

reaction employing phosphoric

recrystallisation with iPr,O/acetone 7:1 (mother liquor).

START
1?/:.%qu W I
i4}d52
LrEs. 858
CHROMATOPAC  C-R6A FILE &
SAMPLE NO 8 HETHOD 41
REPORT HO 689
PKNO TIME AREA - HK IDNO CONC NAME
1 2.95 47698 1.4215
g 3.137 392548 11.7804
3 6.612 2613993 § 77.9152
4 7.512 17969 T B.5356
5 9,383 37213 T 1.1892
& 11.55 72471 2.16081
7 14.892 70858 2. 1121
8 25. 858 182187 3.8459
TGTAL 3354928 188

HPLC chromatogram (3g):

reaction employing phosphoric acid 4b as catalyst.

recrystallisation with iPr,O/acetone 7:1 (Crystals).

START
= saiges
e A ErooE
g ]
STOP
CHROMATOPAL C-R&A FILE i
SHNPLE HNO g METHOD 41
REPCRT HO 698
FEHO TIHE AREA HE IDHO COHC HAME
H 2.935 44042 1.1273
2 e 13 caspg v B.3273
3 £.598 1245541 ¥ 49,7982
4 9,338 1894655 ¥ 48,547
TOTAL 3385847 g
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acid 4b as catalyst.

After

After



