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Experimental

General Information and Methods

Melting points were determined on a melting point apparatus and were uncorrected. 'H NMR
spectra were recorded on 400 MHz, 500 MHz and 600 MHz, respectively. Similarly, 3C NMR
spectra were recorded on 100 MHz, 125 MHz and 150 MHz NMR spectrometers. TMS was
used as an internal standard; chemical shifts (0 scale) are reported in parts per million(ppm).
"H NMR spectra are reported in the order of multiplicity, coupling constant (J value) in hertz
(Hz), and no. of protons; signals were characterized as s (singlet), d (doublet), t (triplet), m
(multiplet), and bs (broad singlet). IR spectra were recorded on an IR spectrophotometer.
HRMS spectra were recorded using ESI and APCI (TOF) mode. The crystal structure was
determined using a single-crystal XRD diffractometer. X-ray crystal structures were
determined with a diffractometer. Complete crystallographic data of compounds 3e (CCDC no.
2253174) and 3j (CCDC no. 2289245) for the structural analysis have been deposited with the
Cambridge Crystallographic Data Centre. Copies of this information may be obtained free of
charge from the Director, Cambridge Crystallographic Data Centre, 12 Union Road,
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Cambridge CB2 1EZ, UK, (fax: +44-1223-336033, e-mail: deposit@ccdc.cam.ac.uk or via:

www.ccde.cam.ac.uk).

Figure S1. ORTEP Diagrams of compound 3e

Table S1. Crystal data and structure refinement for compound 3e

Entry Identification Code Compound 3e
01 Empirical formula Ci19H,003
02 Formula weight 296.369
03 Temperature 298.00
04 Wavelength 0.71073
05 Radiation type Mo Ka
06 Radiation system Fine-focus sealed tube
07 Crystal system orthorhombic
08 Space group Pbca
09 Cell length a=14.8561(10) b=7.4709(5)
c=28.931(2)
10 Cell angle =90
=90
=90
11 Cell volume 3211.0(4)
12 Density 1.226
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13 Completeness to theta 99

14 Absorption correction multi-scan

15 Refinement method Full-matrix least-squares on

F2

16 Index ranges -17<h<17,
-8 <k<8,
-34<1<34

17 Reflection number 37896

18 20 range for data collection/° 5.48 t0 49.98

19 Cell formula units Z 8

20 CCDC no 2253174

Figure S2. ORTEP Diagrams of compound 3j

Table S2. Crystal data and structure refinement for compound 3j

Entry

Identification Code

Compound 3j

01

Empirical formula

Ci9H 205
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02 Formula weight 288.29
03 Temperature 288.29
04 Wavelength 0.71073
05 Radiation type MoKa
06 Radiation system Fine-focus sealed tube
07 Crystal system orthorhombic
08 Space group P2,2,2,
09 Cell length a=7.028(3) (10) b=13.206(4)
c=13.206(4)
10 Cell angle =90
=90
=90
11 Cell volume 1365.8(8)
12 Density 1.402
13 Completeness to theta 99
14 Absorption correction multi-scan
15 Refinement method Full-matrix least-squares on
F2
16 Index ranges -8<h<S§,
-l6 <k <16,
-18<1<18
17 Reflection number 28563
18 20 range for data collection/° 4.144 t0 52.91
19 Cell formula units Z 4
20 CCDC no 2289245
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'H NMR Spectrum of 9-Methyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (3a)

AN =
oo
-
—
—

mm.m%

0€L
0€L

1€L \
e L~
(434 /
ov'L \
oL

+5 80T

00T
60°T

=T0°€ |

-
{ ‘2ot |
|

=1 /60'T |

0.0

1.5 1.0 0.5

2.0

2.5

== ¥80°¢

4.0 3.5 3.0

5.5 5.0 4.5
f1 (ppm)

6.0

6.5

v L
2o}
bb L]
bh/
b/ ]
ob'/ ]
9/
LYL ]
(b

18/
Hw.mV

y.80 7.75 7.70 7.65 7.60 7.55 7.50 7.45 7.40 7.35 7.30 7.25 7.20 7.15

f1 (ppm)

T

7.0

7.5

8.0

8.5

9.0

8'LT
Nw.n\

7.90 7.85

9.5

10.0

S5



13C NMR Spectrum of 9-Methyl-7,8,9,10-tetrahydro-6 H-benzofuro|[3,2-c]chromen-6-one (3a)
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HRMS Spectrum of 9-Methyl-7,8,9,10-tetrahydro-6 H-benzofuro|3,2-c]chromen-6-one (3a)
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'H NMR Spectrum of 7,8,9,10-Tetrahydro-6H-benzofuro[3,2-c|chromen-6-one (3b)
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13C NMR Spectrum of 7,8,9,10-Tetrahydro-6H-benzofuro[3,2-c|chromen-6-one (3b)
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HRMS Spectrum of 7,8,9,10-Tetrahydro-6H-benzofuro[3,2-c]chromen-6-one (3b)
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'H NMR Spectrum of 9-Ethyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (3c)
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13C NMR Spectrum of 9-Ethyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (3c)
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HRMS Spectrum of 9-Ethyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c]chromen-6-one (3¢)
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THNMR Spectrum of 9-Isopropyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (3d)
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HRMS Spectrum of 9-Isopropyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c]chromen-6-one (3d)
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TH NMR Spectrum of 9-(tert-Butyl)-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (3e)
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6601
CET
€e'T
¢m.:
SETY
om.:
LETH

|

8€'T

6ET /W
19T~
$9'17/
L0°C
80°C
60°C
01T
LT
6v°C ]
252
/5]
657
09'C

08'C "
08¢
78°'C
€8'C
96'C
16'C
66'C
66'C

oM

-

6¢’L
0€L
€L
ov'L
iu.hV
L
St/
L
6.7,

o
®
N

L0°¢
502 |
60°¢
0T'¢

D\N/
6b°C
Nm.Ny
VAN /
657~
09z’
08'Z
08'Z
YA
€87~
96°C
162\
6677
66'C

29 28 27 26 25 24 23 22 21 20
f1 (ppm)

3.0

__00°T |

266°0

TO'T |

4.0

4.5

5.0

5.5

6.5

7.0

7.5

9.0 8.5

9.5

T
10.0

f1 (ppm)

S17



13C NMR Spectrum of 9-(tert-Butyl)-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (3e)
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HRMS Spectrum of 9-(zert-Butyl)-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c]chromen-6-one (3e)
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'"H NMR Spectrum of 9-Methoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (3f)
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13C NMR Spectrum of 9-Methoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (3f)

SF-40H-40ME-RJ-13C.1.fid — 13C
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HRMS Spectrum of 9-Methoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (3f)
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'H NMR Spectrum of Ethyl 6-0x0-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromene-9-carboxylate (3g)
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13C NMR Spectrum of Ethyl 6-0x0-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c]chromene-9-carboxylate (3g)
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HRMS Spectrum of Ethyl 6-0xo0-7,8,9,10-tetrahydro-6H-benzofuro[3,2-c|chromene-9-carboxylate (3g)
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'H NMR Spectrum of 9-Phenyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (3h)
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SF-40H-4PHLYX-13C.3.fid - SF-4QH-4PHLYX-13C
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13C NMR Spectrum of 9-Phenyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (3h)
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HRMS Spectrum of 9-Phenyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c]chromen-6-one (3h)

Sample Name Sampled Position P1-AS Instrument Name QToF

User Name SYSTEM (SYSTEM) Inj Vol 5 InjPosition

Sample Type Sample IRM Callbration Status  Success Data Filename SFE554.d

ACQ Mathod DIRECT MASS_POSITIVE_01_1.m Commant Acguired Time 13-07-2023 11:04:23 (UTC+05:30)

x10 4 |+ Scan (it: 0.485 min) SFE554.d
24
23

22

3171145

21

2
19
18
1.7

16
15
14
13
12
11

1
0g
0E
0.7
0.6
0.5
0.4
0.3
02
0.1

o

365 3675 3T 31725 7S5 IMTI5 318 31825 3185 I8TS 319 31925 3195 31978
Counts vs. Mass-to-Charge (miz)
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'H NMR Spectrum of 10-Methyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c]chromen-6-one (3i)

AN S -3
€1°T
8G°T | ] L2
65T ]
mm.j L0
26T 1
X.L: o
86°T | ———— 65|
— H/ ]
10T
=< H/w N F
6T
= ¥S6°0[
20T [~
= mo.ﬂ,
2
i
o £
Te L sez| .
Ly SECF wm N
1TA | @m.ﬂ
'LE 9£'Z ] -
ey'L ] LET
A | LET ] |2
Sh'L ] 8z . N
Sb°L 1 LT [ |
z 'L 8L'C { ®
o/ ] mm.NV Z| | //
2t ] o8z’ R °
T @.A 96°'C Cbg |«
X182 L6'C\ ] Mo
4 18] 66'Z 7 M -3 o
e 3 66°C S
m.Nw.N 1n

S29



13C NMR Spectrum of 10-Methyl-7,8,9,10-tetrahydro-6H-benzofuro[3,2-c]chromen-6-one (3i)
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HRMS Spectrum of 10-Methyl-7,8,9,10-tetrahydro-6 H-benzofuro|[3,2-c]chromen-6-one (3i)

Sample Name SFR-48-8 Position P2-DE Instrument Name Instrument 1

User Name Inj Vel 10 InjPosition

Sample Type Sample IRM Calibration Status  Success Data Filename SFK-48-8_019.d

ACQ Method FULL SCAN-POSITIVEm Comment Acquired Time 16-12-2002 18:28:48 (UTC+05:30)

x40 4 |* Scan (n: 0.063 min) SFK-4B8-8_019.d
19

18

17

2551032

16

15

14

13

12

141

1

09

0E

07

06

05

04

0.3

02

0.1

o

2542 254.4 2546 254.8 255 255.2 2554 2556 255.8 256
Counts vs. Mass-to-Charge (miz)
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'TH NMR Spectrum of 7,8-Dihydro-6H-naphtho[2',1':4,5]|furo[3,2-c]chromen-6-one (3j)
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13C NMR Spectrum of 7,8-Dihydro-6H-naphtho[2',1':4,5]furo[3,2-c]chromen-6-one (3j)
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Sample Name
User Name
Sample Type
ACQ Method

HRMS Spectrum of 7,8-Dihydro-6 H-naphtho|2',1':4,5]furo(3,2-c|chromen-6-one (3j)

SF-PA-4BR-B-NEG Position

Sample

Inj Vol
IRM Calibration

FULL SCAN-NEG.m Comment

xio 2

25
24
23
22
21

2
19
18
17
16
15
14
13
12
1.1

1
08
0E
0.7
0.6
0.5
04
0.3
02
01

0

P1-ES
10
Status Success

Instrument Name
njPosition

Data Filename
Acquired Time

Instrument 1

SF-PA-4BR-B-NEG_070.d
27401-2023 20:03:19 (UTC+05:30)

- Scan (rt: 0.362 min) SF-PA-4BR-B-NEG_070.d

280.0888

289 2E81 2B88.2

2893 288.4 288.5
Counts vs. Mass-to-Charge (miz)
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'H NMR Spectrum of 2,9-Dimethyl-7,8,9,10-tetrahydro-6 H-benzofuro|3,2-c|chromen-6-one (4a)
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13C NMR Spectrum of 2,9-Dimethyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c]chromen-6-one (4a)
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HRMS Spectrum of 2,9-Dimethyl-7,8,9,10-tetrahydro-6 H-benzofuro|3,2-c|chromen-6-one (4a)

Sample Name Sampla23 Position PI-L1 Instrument Name QTOF

User Name SYSTEM (SYSTEM) Inj Vol 5 InjPosition

sample Type Sampla IRM Callbration Status  Success Data Filename SKF28L.d

ACQ Method DIRECT MASS_POSITIVE_100_1500.m Comment Acquired Time 30-06-2023 10:41:59 (UTC+05:30)

x10 5 |+ Scan (rt: 0.203 min) SKF281.d

1.05

1

2691173

095 o
08 \
0.85
08
0.75
07
065
08
0.55
05
045
04
0.35
03
0.25
02
0.15
0.1

0.05

0

268.2 2684 2686 2683 269 2692 2694 2696 2698 270 2702 2704 2706
Counts vs. Mass-to-Charge (miz)
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'H NMR Spectrum of 2-Methyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c]chromen-6-one (4b)

SF-40HM-CYX-P-1H.4.fid — 1H
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13C NMR Spectrum of 2-Methyl-7,8,9,10-tetrahydro-6H-benzofuro[3,2-c]chromen-6-one (4b)

SF-40HM-CYX-P-[L3C.6.fid — 13C
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HRMS Spectrum of 2-Methyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (4b)

Sample Name SFK-PA-4U Position P2-D5 Instrument Name Instrument 1

User Name 1nj Vol 10 InjPasition

Sample Type Sampla IRM Calibration Status  Success Data Filename SFK-PA-4U_018.d

ACQ Method FULL SCAN-POSITIVE M Comment Acquired Time 16-12-2022 18:27:12 (UTC+05:30)

x10 4 |+ Scan (it 0.996 min) SFK-PA-4U_018.d
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0
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Counts vs. Mass-to-Charge (miz)
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TH NMR Spectrum of 9-Ethyl-2-methyl-7,8,9,10-tetrahydro-6 H-benzofuro|[3,2-c|chromen-6-one (4¢)

SF-40HM-CYXET-1H.1.fid — 1H
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13C NMR Spectrum of 9-Ethyl-2-methyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (4c)
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HRMS Spectrum of 9-Ethyl-2-methyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (4c)

Sample Name Sample2B Position Pl-LhA Instrument Name QToF

User Name SYSTEM (SYSTEM) 1nj Vol 5 InjPasition

Sample Type Sample IRM Calibration Status  Success Data Filename SF-E7.d

ACQ Method DIRECT MASS_POSITIVE_100_1500.m Comment Acquired Time 05-05-2023 18:18:06 (UTC+0S:30)

x10 4 |* Scan (it 0.655 min) SF-67.d

5
48
46

2831333

44
42

4
38
36
34

32

3
28
286
24
22

2
18
16
14
12

1
0.8
0.6
0.4
02

0

i1 2815 282 2825 283 2835 284 2845 285
Counts vs. Mass-to-Charge (m/fz)
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'TH NMR Spectrum of 9-Isopropyl-2-methyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (4d)
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13C NMR Spectrum of 9-Isopropyl-2-methyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (4d)

SF-40HM-150€YX-13C.1.fid — 13C
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HRMS Spectrum of 9-Isopropyl-2-methyl-7,8,9,10-tetrahydro-6 H-benzofuro|3,2-c|chromen-6-one (4d)

Sample Name: Sampla22 Position P1-B11 Instrument Name QTOF

User Name SYSTEM (SYSTEM) Inj Vol 5 InjPosition

Sample Type Sampla IRM Callbration Status  Success Data Filename SF261.d

ACQ Method DIRECT MASS_POSITIVE_100_1500.m Comment Acquired Time 19-06-2023 10:48:56 (UTC+05:30)

x10 & |+ Stan (t: 0.360 min) SF 261.d
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08
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Counts vs. Mass-to-Charge (mfz)
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'H NMR Spectrum of 9-(tert-Butyl)-2-methyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (4¢)
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13C NMR Spectrum of 9-(tert-Butyl)-2-methyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (4¢)

SF-40HM-TCYX-7-13C.1.fid — 13C
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HRMS Spectrum of 9-(tert-Butyl)-2-methyl-7,8,9,10-tetrahydro-6 H-benzofuro|3,2-c|chromen-6-one (4¢)

Sample Name SampleSE Position P1-A10 Instrument Name QTOF

User Name SYSTEM (SYSTEM) 1nj vl 5 InjPasition

sample Type Sampla IRM Calibration Status  Success Data Filename sFIL0.d

ACQ Method DIRECT MASS_POSITIVE_01_L.m Comment Acquired Time 27404-2023 15:26:00 (UTC+05:30)

10 & |+ Scan (rt: 0.334 min} SF310.d
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'TH NMR Spectrum of Ethyl 2-methyl-6-0x0-7,8,9,10-tetrahydro-6 H-benzofuro|[3,2-c]chromene-9-carboxylate (4f)
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13C NMR Spectrum of Ethyl 2-methyl-6-0x0-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c]chromene-9-carboxylate (4f)

ATK-SF-40HM-40-7-13C|[L.fid — ATK{SF-40HM-40-}-13C
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HRMS Spectrum of Ethyl 2-methyl-6-0x0-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c]chromene-9-carboxylate (4f)

Samiple Name Samplal Position P1-AL Instrument Name QToF

User Name SYSTEM (SYSTEM) Inj Vol 5 InjPesition

Sample Type Sampla IRM Calibration Status  Success Data Filename SF2405.d

ACQ Method DIRECT MASS_POSITIVE_O1.m Comment Acguired Time 17-04-2023 11:47:08 (UTC+05:30)

10 4 |+ Scan (1t 0.555 min) SF2405.d
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Counts vs. Mass-to-Charge (miz)
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'H NMR Spectrum of 2,10-Dimethyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (4g)
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13C NMR Spectrum of 2,10-Dimethyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (4g)

SF-40HM-3MeCYX_[13C.12.fid — SF-40HM-3MeCYX| 13C
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HRMS Spectrum of 2,10-Dimethyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c]chromen-6-one (4g)

Sample Name Sampla22 Position P1-B6 Instrument Name QroF

User Name SYSTEM (SYSTEM) Inj el 5 InjPosition

sample Type Sampla IRM Calibration Status  Success Data Filename SF200.d

ACQ Method DIRECT MASS_POSITIVE_01_L.m Comment Acquired Time 30-D6-2023 15:26:27 (UTC+05:30)

x10 * |+ Scan (rt: 0.561 min) SF290.d
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Counts vs. Mass-to-Charge (mfz)
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4,5]furo|3,2-c]chromen-6-one(4h)

'"H NMR Spectrum of 2-Methyl-7,8-dihydro-6 H-naphtho[2',1'
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13C NMR Spectrum of 2-Methyl-7,8-dihydro-6H-naphtho|[2',1':4,5]|furo[3,2-c]chromen-6-one(4h)
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HRMS Spectrum of 2-Methyl-7,8-dihydro-6 H-naphtho|2',1':4,5]furo|3,2-c|chromen-6-one(4h)

Sample Name Sample40 Position P1-DE Instrument Name QToF

User Name SYSTEM (SYSTEM) 1nj Vel 5 InjPasition

sSampie Type Sample IRM Calibration Status  Success Data Filename RFK-24.d

ACQ Mathod DIRECT MASS_POSITIVE_100_1500.m Commeant Acguired Time 31407-2023 11:01:10 (UTC+05:30)

x10 4 |+ Scan (rt: 0461 min) RFK-24.d
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Counts vs. Mass-to-Charge (miz)
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'TH NMR Spectrum of 3-Methoxy-9-methyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (5a)
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13C NMR Spectrum of 3-Methoxy-9-methyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (52a)

SF-40H-¢L-QME-4ME-13¢.1.fid ‘
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HRMS Spectrum of 3-Methoxy-9-methyl-7,8,9,10-tetrahydro-6 H-benzofuro|[3,2-c]chromen-6-one (5a)

Sample Name Sample3 Position P1-A2 Instrument Name QToF

User Name SYSTEM (SYSTEM) Inj Vel 5 InjPosition

Sample Type Sample IRM Callbration Status  Success Data Fllename SRFK-82.d

ACQ Method DIRECT MASS_POSITIVE_100_1500.m Comment Acquired Time 14-08-2023 09:55:44 (UTC+05:30)

10 § |+ Scan (it: 0.869 min) SRFK-82.d
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TH NMR Spectrum of 3-Methoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (5b)
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13C NMR Spectrum of 3-Methoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (5b)

SF-RJ-P12-13Cl1.fid — 13[C
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HRMS Spectrum of 3-Methoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (5b)
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TH NMR Spectrum of 9-Ethyl-3-methoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (5c¢)

———=¢0'¢
\.M L

M/wo.m,

260°T

Aeq-

80
11

.

T

2.5

0.0

0.5

1.0

1.5

2.0

< ™M
DA
—
e

1.4

1.5

=00°¢ |

3.0

3.5

4.0

4.5

5.0

i
LN
i
—
m—p

1.8 1.7 1.4

1.9

2.0

f1 (ppm)

01|

0T

T

7.0 6.5 6.0 5.5

V.5

f1] (ppm)

3.0 29 28 27 26 25 24 23 22 21

=€0°'T

9.5 9.0 8.5 8.0

10.0

S65



13C NMR Spectrum of 9-Ethyl-3-methoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c]chromen-6-one (5c)
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HRMS Spectrum of 9-Ethyl-3-methoxy-7,8,9,10-tetrahydro-6 H-benzofuro|[3,2-c]chromen-6-one (5¢)

Sample Name Position P1-AS Instrument Name QToF

User Name SYSTEM {SYSTEM) Inj Vol 5 InjPosition

Sample Type Sample IRM Calibration Status  Success Data Filenama SFKIB-1.d

ACQ Method DIRECT MASS_POSITIVE_01_1.m Comment Acquired Time 03-10-2023 15:11:42 (UTC+05:30)

x10 5 |* Scan (rt: 0.607 min) SFK28-1.d
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'TH NMR Spectrum of 9-(tert-butyl)-3-Methoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (5d)
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13C NMR Spectrum of 9-(tert-butyl)-3-Methoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (5d)

RJ-1_13C.12.fid — RJ-1_13C
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HRMS Spectrum of 9-(tert-butyl)-3-Methoxy-7,8,9,10-tetrahydro-6 H-benzofuro|[3,2-c]chromen-6-one (5d)

Sample Name SF.24T Position P2-D2 Instrument Name Instrument 1

User Name Inj Vel 10 InjPosition

sample Type Sample IRM Callbration Status  Sucress Data Fllename SF-24T_015.d

ACQ Method FULL SCAN-POSITIVE.m Comment Acquired Time 16-12-2022 18:22:27 (UTC+05:30)

10 5 |+ Scan (1 0.382 min) SF-24T_015.d

327.1609

14 MeO

0.9
0E
0.7
0.6
0.5
0.4
0.2
0.2

0.1

3264 3266 3268 327 3272 3274 3276 327TE 328 3282 3284 3286 3288 329
Counts vs. Mass-to-Charge (miz)

S70



'H NMR Spectrum of 3,9-Dimethoxy-7,8,9,10-tetrahydro-6H-benzofuro[3,2-c]chromen-6-one (5e¢)
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13C NMR Spectrum of 3,9-Dimethoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (5¢)

SF-40ME-40ME_13(.12.fid — SF-40ME-40ME_13
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HRMS Spectrum of 3,9-Dimethoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c]chromen-6-one (5e)

Sample Name
User Name
Sample Type
ACQ Method

Samphe2 Position P1-Al
SYSTEM (SYSTEM) Inj Vol 5
Sample IRM Calibration Status  Success

DIRECT MASS_POSITIVE_100_1500.m
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o
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Instrument Name QTOF
InjPosition

Data Filename SRFK-81.d

Acquired Time 14-08-2023 09:53:54 (UTC+05:30)

+ Scan (rt: 0.325 min) SRFK-81.d
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Counts vs. Mass-to-Charge (miz)
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TH NMR Spectrum of 9-Hydroxy-3-methoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (5f)
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13C NMR Spectrum of 9-Hydroxy-3-methoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (5f)
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HRMS Spectrum of 9-Hydroxy-3-methoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (5f)

Sample Name Samplals Position P1-B3 Instrument Name QTOF

User Name SYSTEM (SYSTEM) 1nj Vel 5 InjPasition

Sample Type Sampla IRM Callbration Status  Success Data Filename SF-1022.d4

ACQ Method DIRECT MASS_POSITIVE_100_1500.m Comment Acquired Time I8-08-2003 15:29:06 (UTC+05:30)

x10 # |+ Stan (i 0.517 min) SF-1022.d
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Counts vs. Mass-to-Charge (mfz)
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TH NMR Spectrum of 2-Chloro-9-methyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (6a)
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13C NMR Spectrum of 2-Chloro-9-methyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (6a)

SF-40H-CL-QME-4M-2-13C.1.fid — 13C
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HRMS Spectrum of 2-Chloro-9-methyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c]chromen-6-one (6a)

Sample Name Samplal2 Position PL-AL0 Instrument Name qroF

User Name SYSTEM (SYSTEM) 1nj vl 5 InjPasition

sample Type Sampls IRM Calibration Status  Success Data Filename SFK1162.d

ACQ Method DIRECT MASS_POSITIVE_01_1.m Comment Acquired Time 01-09-2023 17:20:30 (UTC+05:30)

xi0 4 |* Scan (n: 0.454 min) SFK1162.d
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Counts vs. Mass-to-Charge (miz)
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'TH NMR Spectrum of 2-Chloro-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (6b)

P1-1H.1.fid — 1H
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13C NMR Spectrum of 2-Chloro-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c]chromen-6-one (6b)

SF-RJ-P1-13C.[L.fid —{ 13C
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HRMS Spectrum of 2-Chloro-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (6b)

Sample Name Samplall Position PL-AD Instrument Name QTOF

User Name SYSTEM (SYSTEM) 1nj Val 5 InjPasition

sample Type Sampla IRM Calibration Status  Success Data Filename SFK116L.d

ACQ Method DIRECT MASS_POSITIVE_01_1.m Comment Acquired Time 01-09-2023 17:18:40 (UTC+0S:30)

x10 ¢ |* Scan (0877 min) SFK1161.d
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ITH NMR Spectrum of 2-Chloro-9-ethyl-7,8,9,10-tetrahydro-6 H-benzofuro|[3,2-c|chromen-6-one (6¢)
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I3CNMR S
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HRMS Spectrum of 2-Chloro-9-ethyl-7,8,9,10-tetrahydro-6 H-benzofuro|3,2-c|chromen-6-one (6¢)

Sample Name Position Pl-B2 Instrument Name QTOF

User Name SYSTEM [SYSTEM) 1nj Vil 5 InjPosition

Sampie Type Sample IRM Calibration Status  Success Data Filename SF-D-121.d

ACQ Method DIRECT MASS_POSITIVE_01_1.m Comment Acquired Time 26-09-2023 16:10:55 (UTC+05:30)

xi0 4 |t Scan (it 0.808 min) S5F-D-121.d
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Counts vs. Mass-to-Charge (mfz)

S85



TH NMR Spectrum of 9-(tert-Butyl)-2-chloro-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (6d)

RJ-4_1H.10.fid — RJ-4_1H
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13C NMR Spectrum of 9-(zert-Butyl)-2-chloro-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (6d)

RJ-4_13C.12.fid — R})-4_13C
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HRMS Spectrum of 9-(zert-Butyl)-2-chloro-7,8,9,10-tetrahydro-6 H-benzofuro|3,2-c]chromen-6-one (6d)

Sample Name Samples Position P1-AB Instrument Name QTOF

User Name SYSTEM (SYSTEM) Inj Vol 5 InjPasition

Sample Type Samplz IRM Calibration Status  Success Data Filename SF2ER1Ld

ACQ Method DIRECT MASS_POSITIVE_100_1500.m Comment Acquired Time 13-10-2023 10:10:28 (UTC+05:30)

x10 4 |+ Scan (rt: 0.531 min) SF28R11.d
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'"H NMR Spectrum of 2-Chloro-9-methoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c]chromen-6-one (6¢)
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13C NMR Spectrum of 2-Chloro-9-methoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c]chromen-6-one (6¢)

SF-40H-CL-CLST-RJ-13C}1.fid — 13C
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HRMS Spectrum of 2-Chloro-9-methoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (6e)

Sample Name SamplelB Position P1-B87 Instrument Name QTOF

User Name SYSTEM (SYSTEM) Inj Vel 5 InjPosition

Sample Type Sample IRM Calibration Status Success Data Filename SERI-2151.d

ACQ Method DIRECT MASS_POSITIVE_100_1500.m Comment Acquired Time 26-10-2023 11:04:12 (UTC+05:30)

x10 4 |* Scan (r: 0.990 min) SERJ-2151.d
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TH NMR Spectrum of 2-Fluoro-9-methyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (7a)
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\I3C NMR Spectrum of 2-Fluoro-9-methyl-7,8,9,10-tetrahydro-6 H-benzofuro|[3,2-c|chromen-6-one (7a)

SF-4F-1-13C.3.fid — 13C
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19F NMR Spectrum of 2-Fluoro-9-methyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (7a)

SF-4FH-1-19F.1.fid — SF-4FH-1-19F
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HRMS Spectrum of 2-Fluoro-9-methyl-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c]chromen-6-one (7a)

Sample Name Sampleg Position PL-AB Instrument Name QTOF

User Name SYSTEM (SYSTEM) Inj Vol 5 InjPosition

Sample Type Sample IRM Calibration Status  Success Data Filename rf43.d

ACQ Method DIRECT MASS_POSITIVE_100_1500.m Comment Acquired Time 07-08-2023 14:41:34 (UTC+05:30)

X104 |+ Scan (it 0.064 min) ri-43.d
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TH NMR Spectrum of 2-Fluoro-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (7b)

SF-4FH-P-1H.1.fid — 1H
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13C NMR Spectrum of 2-Fluoro-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (7b)
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19F NMR Spectrum of 2-Fluoro-7,8,9,10-tetrahydro-6 H-benzofuro|[3,2-c]chromen-6-one (7b)

SF-4FH-P-19F.3.fid — 19F
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Sample Name
User Name
Sample Type
ACQ Method

HRMS Spectrum of 2-Fluoro-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (7b)
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'H NMR Spectrum of 9-Ethyl-2-fluoro-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (7¢)

SF-4FH-2-1H.1.fid — 1

oo.Hg
10°T
20T
€51
Sb'T ;
9T |

Ly T
8P'T\
0S'T
16T
Z5'T
€51
18T
18'T
78’1
L6°T
86T
86'T |
66T ]
00'C
00'C
bE'T
9e'C
9e'C
L€
ge 7]

——————

89°C 1
69°¢C 1
98¢ T
£8°C

0T
&'
m¢.H/

9" T

4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

5.0
f1 (ppm)

1.2

1.4

5.

6.0

T

687
06°C
z6'C’
€1,

b1/ 1
st
ST'2
91"
LT,
9g/
LE°L
LEL
8E"/ 1
by /]
Sh/
o/
oL

w iy

[T J
=V —F

8pT
0S°T
16T
28T 4
€51

L6°T
86T
86°T 1
00'C
98°'C
/[8°C
68°C \
067

2.2 2.0 1.8 1.6

2.4

2.8 2.6

3.0

f1 (ppm)

#96°0

"G66°0

/€6°0 |

9.5 9.0 8.5 8.0 7.5 7.0

10.0

S100



13C NMR Spectrum of 9-Ethyl-2-fluoro-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c]chromen-6-one (7c)

SF-4FH-2-3C.3}fid — 13C
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'F NMR Spectrum of 9-Ethyl-2-fluoro-7,8,9,10-tetrahydro-6 H-benzofuro|[3,2-c]chromen-6-one (7¢)

SF-4FH-2-19F.1.fid — SF-4FH-2-19F
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HRMS Spectrum of 9-Ethyl-2-fluoro-7,8,9,10-tetrahydro-6 H-benzofuro|3,2-c|chromen-6-one (7¢)

Sample Name: Sample3 Position PL-A3 Instrument Name QTOF

User Name SYSTEM (SYSTEM) Inj Vel 5 InjPosition

Sample Type Sample IRM Calibration Status  Success Data Filename SF305.d

ACQ Method DIRECT MASS_POSITIVE_01_1.m Comment Acquired Time 25404-2023 15:40:32 (UTC+05:30)

x10 4 |+ Scan {rt: 0.130 min) SF305.d
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'H NMR Spectrum of 9-(tert-Butyl)-2-fluoro-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (7d)
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13C NMR Spectrum of 9-(tert-Butyl)-2-fluoro-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (7d)
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19F NMR Spectrum of 9-(tert-Butyl)-2-fluoro-7,8,9,10-tetrahydro-6 H-benzofuro|[3,2-c]chromen-6-one (7d)
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HRMS Spectrum of 9-(tert-Butyl)-2-fluoro-7,8,9,10-tetrahydro-6 H-benzofuro|[3,2-c]chromen-6-one (7d)

Sample Name Position P1-B10 Instrument Name QTOF

User Name SYSTEM (SYSTEM) 1nj Vel 5 InjPosition

sample Type Sampls IRM Calibration Status  Sucress Data Filename SFK42512.d

ACQ Method DIRECT MASS_POSITIVE_D1_L.m Comment Acquired Time 05-12-2023 15:33:04 (UTC+05:30)

10 |+ Scan (rt: 0.854 min) SFK42512.d
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'TH NMR Spectrum of 3-Hydroxy-9-methoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (8a)
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13C NMR Spectrum of 3-Hydroxy-9-methoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (82a)
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HRMS Spectrum of 3-Hydroxy-9-methoxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (8a)

Sample Name Sample19 Position P1-BE Instrument Name qQToF

User Name SYSTEM (SYSTEM) 1nj Vol 5 InjPosition

sample Type Sampla IRM Calibration Status  Success Data Filename SFRI-2155.4

ACQ Method DIRECT MASS_POSITIVE_100_1500.m Comment Acquired Time 26-10-2023 11:07:45 (UTC+05:30)

x10 5 |+ Scan (it 0.342 min) SFRJ-2155.d
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Counts vs. Mass-to-Charge (miz)
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'H NMR Spectrum of 3,9-Dihydroxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (8b)
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13C NMR Spectrum of 3,9-Dihydroxy-7,8,9,10-tetrahydro-6 H-benzofuro[3,2-c|chromen-6-one (8b)
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HRMS Spectrum of 3,9-Dihydroxy-7,8,9,10-tetrahydro-6 H-benzofuro|3,2-c|chromen-6-one (8b)

Sample Name Sample? Position P1-AT Instrument Name QTOF

User Name SYSTEM (SYSTEM) Inj Vol 5 InjPosition

Sample Type Sample IRM Calibration Status  Success Data Filename SF-ER-30.d

ACQ Method DIRECT MASS_POSITIVE_100_1500.m Comment Acquired Time 28-07-2023 10:31:08 (UTC+05:30)

x10 4 |* Scan (rt: 0.418 min) SF-6R-30.d
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TH NMR Spectrum of 6 H-benzofuro|[3,2-c|chromen-6-one (9a)
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Sample Name Position P1-B6 Instrument Name QTOF

User Name SYSTEM (SYSTEM) Inj Vol 5 InjPosition

Sample Type Sample IRM Calibration Status Success Data Filename SFKR1.d

ACQ Method DIRECT MASS_POSITIVE_01_1.m Comment Acquired Time 12-09-2023 16:08:02 (UTC+05:30)

x10 4 + Scan (rt: 0.906 min) SFKR1.d
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Counts vs. Mass-to-Charge (m/z)

TH NMR Spectrum of 3,9-Dimethoxy-6H-benzofuro[3,2-c|chromen-6-one (9b)
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13C NMR Spectrum of 3,9-Dimethoxy-6 H-benzofuro[3,2-c|chromen-6-one (9b)
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SF-40ME-OME-ARO-RJ-13C.3.fid — SF-4OME-OME-AR(Q-RJ-13C

ONn -0 O OO A0 O

NN ©OOomM ON@OMAN MY gl Ay M
N O o WO N OmMmmOm— S NN IS S a
O O N WL Lwn AN N0 00N N I O O LN
— ~ N - /A ~3 ~

N I I Il i I

' (LT Aufh M [l ik Il | | [ f \

vll.n..u.*ﬁ‘.‘_l‘.u‘.hl.JL‘;IM_-KUULJbh‘illihi.\.‘.,J;.;,:Juuum AL T _J.Jm_hl.umL..L Aottt i) AL L
| | | |

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 i

f1 (ppm)

HRMS Spectrum of 3,9-Dimethoxy-6H-benzofuro[3,2-c]chromen-6-one (9b)
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Sample Name Paosition P1-B11 Instrument Name QToOF

User Name SYSTEM (SYSTEM) 1nj Vel 5 InjPosition

sample Type Sampla IRM Calibration Status  Success Data Filename SFK42511.d

ACQ Method DIRECT MASS_POSITIVE_01_1.m Comment Acquired Time 05-12-2023 15:34:54 (UTC+05:30)

xi0 4 |* Scan (rt: 0255 min) SFK42511.d
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Counts vs. Mass-to-Charge (miz)

TH NMR Spectrum of 3-Hydroxy-6H-benzofuro[3,2-c]chromen-6-one (9d)
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Sample Name
User Name
Sample Type
ACQ Method

Pasition

SYSTEM (SYSTEM) Inj Vol
IRM Calibration Status  Success

Sample

DIRECT MASS_POSITIVE_01_1.m Comment

x10 4

95
]
BS5
8
75
7
65
B
55
5
45
4
35
3

25

P1-B7
5

Instrument Name
InjPosition

Data Filename
Acquired Time

QTOF

SFKR2.d
12-09-2023 16:09:50 (UTC+05:30)

+ Scan (rt: 0.177 min) SFKR2.d

253.0498

|

243 244 245 246 247 248

249 250 251 252 253 254 255 256 257 258 259 260 261
Counts vs. Mass-to-Charge (mfz)

262

TH NMR Spectrum of 3-Hydroxy-9-methoxy-6 H-benzofuro[3,2-c]chromen-6-one (9¢)
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HRMS Spectrum of 3-Hydroxy-9-methoxy-6H-benzofuro[3,2-c|chromen-6-one (9¢)

Sample Name Sample3 Position P1-A3 Instrument Name QroF
User Name SYSTEM (SYSTEM) nj Vol 5 InjPosition

Sample Type Sample IRM Calibration Status  Success Data Filename SF-40-ME-RLA

ACQ Method DIRECT MASS_POSITIVE_100_1500.m Comment Acquired Time 02-04-2024 10:04:53 (UTC+05:30)

x10 5 |+ Scan (rt: 0.161 min) SF-40-ME-RJ.d
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Counts vs. Mass-to-Charge (miz)

TH NMR Spectrum of 2-Fluoro-6H-benzofuro[3,2-c|chromen-6-one (9f)
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Sample Name Position P1-B3 Instrument Name QTOF

User Name SYSTEM {SYSTEM) nj Vel 5 InjPasition

Sample Type Sample IRM Calibration Status  Success Data Filename SF-D-122.d

ACQ Method DIRECT MASS_PDSITIVE_D1_l.m Comment Acquired Time 26-09-2023 16:12:43 (UTC+05:30)

10 4 |+ Scan (i 0.075 min) SF-D-122.d
az
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0.1

]
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2548 2549 255 2551 2552 2553 2554 2555 2556 2557 2558 25589 256 2561 2562 2563 2564
Counts vs. Mass-to-Charge (miz)

TH NMR Spectrum of 2-Methyl-6 H-naphtho[2',1':4,5]furo[3,2-c]chromen-6-one (9g)
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sample Name Samplal? Position PL-ALL Instrument Name QTOF
User Name SYSTEM (SYSTEM) Inj Vol 5 InjPasition

sample Type Sampla IRM Calibration Status  Success Data Filename SF-26-R0-1.4

ACQ Method DIRECT MASS_POSITIVE_D1_L.m Comment Acquired Time 17-10-2023 10:31:50 (UTC+05:30)

10 4 |+ Scan (it 0590 min) SF-26-RJ-1.d
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