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1. Crystallographic data for Compound 2.2 (CCDC-1480785):

Crystal data and structure refinement for 2marb_0m.

Identification code
Empirical formula
Formula weight
Temperature
Wavelength

Crystal system
Space group

Unit cell dimensions

2marb_Om

C15 H14 05
274.26

298(2) K

0.71073 A
Monoclinic

P21/n
a=3.8416(3) A

b =25.1212(16) A
c=12.9636(9) A

S2

a= 90°.
b= 92.567(2)°.
g =90°.



Volume

z

Density (calculated)
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 28.35°
Absorption correction

Max. and min. transmission
Refinement method

Data / restraints / parameters
Goodness-of-fit on F2

Final R indices [I>2sigma(l)]
R indices (all data)

Largest diff. peak and hole

1249.80(15) A3

4

1.458 Mg/m3

0.110 mm-1

576

0.16 x 0.13 x 0.12 mm3
2.26 t0 28.35°

-5<=h<=5, -33<=k<=33, -13<=I<=17

12538

3107 [R(int) = 0.0674]

99.8 %

Empirical

0.987 and 0.983
Full-matrix least-squares on F2
3107/0/190

1.055

R1=0.0581, wR2 =0.1219
R1=0.1180, wR2 = 0.1535
0.292 and -0.362 e.A-3
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2. Copies of '"H NMR, **C NMR and HRMS spectra of Compound 2.1 to 2.11 (Table 2):
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'H NMR (400 MHz, CDCls) spectrum of bis(2-hydroxyphenyl)methanone (2.1)
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B3C NMR (100 MHz, CDCls) spectrum of bis(2-hydroxyphenyl)methanone (2.1)
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Electron lonisation WATERS GCT Premier -CAB155 15-Oct-201514:11:49
SRK6-155l1 422 (10.796) AM (Cen.4, 70.00, Ar,7000.0,218.99,2.00); Sm (SG, 2x5.00); Sb (10,1.00) TOF MS El+
100 121.0267 3.01e3

OH o) OH

2.1
[M]" calcd. 214.0630

197.0598
65.0381
S \
214.0630
o 1200207
92.0258
196.0542
63.0231
94.0413
£8.9950 198.0657
53.0023 77.0378 122.0309 49 0561 215.0673
50.0156 0529

WS s 1280834 1400558 10R0000: s iaos 199.0694  216.0758

ol . J 157.0603
40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220

m/z

EI(HRMS) spectrum of bis(2-hydroxyphenyl)methanone (2.1)

S6



8 38 8 mezhes 2
i 88 8 guggel 2
- NN ~ O OV VYoo (a2}
o =\
OH (o] OH
J 7/ rd / H3C CH3
\O o/
2.2
U
|
[ I .
g A g
o~ o~ N N o

—— 1 +~ 1+ 1 1 *~ 1 *~ T *~ T *~ T *~ T *~ T+ T *~ T * T * T * T * T T T T T T T T T T T T T T
11.5 11.0 105 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0

'H NMR (400 MHz, CDCls) spectrum of bis(2-hydroxy-4-methoxyphenyl)methanone (2.2)
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3¢ NMR (125 MHz, CDCls) spectrum of bis(2-hydroxy-4-methoxyphenyl)methanone (2.2)
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Electron lonisation
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WATERS GCT Premier -CAB155
SRK7-95 713 (12.566) AM (Cen,4, 100.00, Ar,7000.0,218.99,0.10); Sm (SG, 2x5.00); Sb (10,1.00 )

10-Dec-201415:25:39
TOF MS El+
1.56e4

OH o) OH
H3C CH3
o o
2.2
[M]" calcd. 274.0841
«
274.0840
257.0829
257.1570 974 1615
273.0777 (275,080
185.0761 214.0672 242.0994 1258 1519L 275.1691
180 200 220 240 260 280 300

EI(HRMS) spectrum of bis(2-hydroxy-4-methoxyphenyl)methanone (2.2)
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'H NMR (400 MHz, CDCls) spectrum of bis(2-hydroxy-3-methoxyphenyl)methanone (2.3)
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3C NMR (125 MHz, CDCls) spectrum of bis(2-hydroxy-3-methoxyphenyl)methanone (2.3)
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Electron lonisation WATERS GCT Premier -CAB155 04-Dec-201410:53:58
SRK7-83 694 (12.313) AM (Cen,4, 100.00, Ar,7000.0,218.99,0.55); Sm (SG, 2x5.00); Sb (10,1.00) TOF MS El+
100 151.0382 501e3

OH o OH "
/ \

274.0841

2.3
[M]" calcd. 274.0841

122.0374
=
|
i
[ 151.0984
i 68.9962 150.0331 274.1593
! 122.0914 |
257.0866 |
108.0231 |
107.0164 130.9931 273.1029 |
69,0384 I 275.0904
. |152.0443 258.0718
: | ( 242.0632 275.1568
.JI | | | | [ 171.0514 199.0498
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EI(HRMS) spectrum of bis(2-hydroxy-3-methoxyphenyl)methanone (2.3)
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'H NMR (500 MHz, CDCls) spectrum of bis(4-(diethylamino)-2-hydroxyphenyl)methanone (2.4)
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3C NMR (125 MHz, CDCls) spectrum of bis(4-(diethylamino)-2-hydroxyphenyl)methanone (2.4)
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Electrospray ionisation -MS

WATERS Q-TOF Premier-HAB213

SRK-8-193 10 (0.222) AM (Cen,4, 100.00, Ar,8500.0,556.28,0.25,LS 10); Sm (SG, 1x5.00); Sb (10,1.00 ); Cm (10:20-41:52)

357.2173
100
OH (o) OH
H3C/\N N/\
HSC) 24 kCH3
[M+H]" caled. 357.2178
2
358.2198
2621125
|359.2223
176.0700 221 0801 275.0804 I 644.9545 832 9256
1090729 ' 3650836 431.1541 5342870556 2508 " 777.0129 —
O 00 200 300 400 500 600 700 800 900

ESI(HRMS) spectrum of bis(4-(diethylamino)-2-hydroxyphenyl)methanone (2.4)
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'H NMR (400 MHz, CDCls) spectrum of bis(2-hydroxy-5-methylphenyl)methanone (2.5)

S16



202.4950

159.7022

—~ 132.8649
77.4777
77.1600 CDCI3
76.8416

Va 128.1289
_—119.8677
~ 118.4469

"\ 136.8865

A
N

OH o} OH

CH; CH,
2.5

" e A " " A

20.6924

T
200

— 1~ T T~ T +* T *~ T + T *+ T *~ T *~ T T~ T T T " T ‘T T T T " T " 1T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30

3C NMR (100 MHz, CDCls) spectrum of bis(2-hydroxy-5-methylphenyl)methanone (2.5)
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Electron lonisation WATERS GCT Premier -CAB155 03-Aug-201514:50:14

SRK-09-01 250 (7.642) AM (Cen 4, 100.00, Ar,7000.0,218.99,0.06); Sm (SG, 2x5.00); Sb (10,1.00 ) TOF MS El+
135.0462 1.22e3
100
OH (o] OH
68.9967
225.0926
227.0732
CHs CHs
25

[M]* caled. 242.0943

" 130.9931 _
242.0947
77.0393
107.0502
78.0471 106.0426 108.0567
105.0349 2240832 | 241.0853
79.0537 118.9888
51'025153 0379 e 195.0825 et
: 89,0355 .
—— 181.0594 207.0315
. 1980709 243.2901
[y B WIUPREED N | SN 1R W MR EAY 1T RVRPSPY PR S SR PVRUY 1 RE T o S 15 A R P - | | (S e A I AT [RER P Y 1R 1 T 11174
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EI(HRMS) spectrum of bis(2-hydroxy-5-methylphenyl)methanone (2.5)
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'H NMR (400 MHz, CDCls) spectrum of bis(2-hydroxy-3,4,5-trimethoxyphenyl)methanone (2.6)
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3¢ NMR (100 MHz, CDCl5) spectrum of bis(2-hydroxy-3,4,5-trimethoxyphenyl)methanone (2.6)
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Electron lonisation WATERS GCT Premier -CAB155

03-Aug-201515:55:50
SRK-09-02 567 (13.455) AM (Cen 4, 100.00, Ar,7000 0,218.99,0.05); Sm (SG, 2x5.00); Sb (10,1.00 )

TOF MS El+
100 211.0619 2.33e3
68.9967 CHa OH o OH
fo) (o)
\CH3
HsC
o o CHs
HgC/ HaC/
2.6
[M]* calced. 394.1264
BQ.
130.9944 .
394.1269
|
184.0740
167.0348
210.0522
99 9939
207.0320 263.9848
152.0278 212.0632 377.1163
ksigaia 395.1238
53.0041 ;
195.0335 333.0749 347.0751
| ' 233.0462 2630356 281.0493 R 396.1254
[ 8 TRLTE 110 W AU T1 FRT L ISR OO O Y10 ST R e 1RO S OO ETIPSRSO | e Ada oty al Ll M o | Al mifz
40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400

EI(HRMS) spectrum of bis(2-hydroxy-3,4,5-trimethoxyphenyl)methanone (2.6)
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'H NMR (400 MHz, CDCls) spectrum of bis(5-fluoro-2-hydroxyphenyl)methanone (2.7)
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B3C NMR (125 MHz, CDCls) spectrum of bis(5-fluoro-2-hydroxyphenyl)methanone (2.7)

S23



]

Electron lonisation WATERS GCT Premier -CAB155
SRKS-131 387 (10.154) AM (Cen 4, 100.00, Ar,7000.0,218.99 1 00); Sm (SG, 2x5.00); Sb (10,1.00 )

15-Oct-201514:53:31

TOF MS El+
s 233.0389 2.60e3
OH 0 OH
139.0180
83.0280
F F
27
[M]* calcd. 250.0442
57.0138 4
Yy
138.0122 250.0446
111.0256
110.0176
45,0914 112.0332
63.0240 81.0136
234.0469
. 84,0362
0023 175.0387
75.0249 85,0302 1260336 || 1400252 232.0385|| 249.0400 251.0493
_ 173.0441 | 177.0523 '
157.0461 204.0385
S TIN50 1 O O 1 2200418 ||| 246005252 042
BEEasassnp sy ey o 2RSS NIFEE I SEPEN— W E—— N Il I N [ 0 i
40 5 60 70 80 90 100 110 120 130 140 150 160 170 180 190 e

200 210 220 230 240. 250

EI(HRMS) spectrum of bis(5-fluoro-2-hydroxyphenyl)methanone (2.7)
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'H NMR (400 MHz, CDCls) spectrum of bis(3,5-dichloro-2-hydroxyphenyl)methanone (2.8)
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3¢ NMR (100 MHz, CDCl5) spectrum of bis(3,5-dichloro-2-hydroxyphenyl)methanone (2.8)
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Electron lonisation WATERS GCT Premier -CAB155 31-Jul-201512:26:20

SRK-8-190 518 (12.556) AM (Cen 4, 100.00, Ar,7000.0,218.99,0.01); Sm (SG, 2x5.00): Sb (10,1.00 ): Cm (518:520) TOF MS El+
100 351.9042 1.09e3

OH o OH

Cl Cl

349.9078

Cl Cl
2.8

[M]"* caled. 349.9071

%

353.8973

350.8944
352.8940

355.8840
[ 348.8938

' 3569010  357.9092

0! - m/z
343 344 345 346 347 348 349 350 351 352 353 354 355 356 357 358 359 360

EI(HRMS) spectrum of bis(3,5-dichloro-2-hydroxyphenyl)methanone (2.8)
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'H NMR (400 MHz, CDCls) spectrum of bis(5-bromo-2-hydroxyphenyl)methanone (2.9)
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3C NMR (100 MHz, CDCls) spectrum of bis(5-bromo-2-hydroxyphenyl)methanone (2.9)
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Electrospray ionisation -MS WATERS Q-TOF Premier-HAB213 26-Oct-2015

10:09:23
SRK8-184-1I- 23 (0.480) AM (Cen 4, 70.00, Ar,10000.0,554.26,1.00,LS 10); Sm (SG, 1x5.00); Sb (15,10.00 ): Cm (23:24-101:104) 1: TOF MS ES-
370.8746 8.04e3
100
OH 0 OH
Br Br
2.9
[M-H]" calcd. 368.8762
" — 372.8734
371.8797
— 373.8792
§ 3588228 001205 3530403 384.9874 659407 374.8731 3756065 3783271 380.9470 3833769
358 360 362 364 366 368 370 372 374 376 378 380 382 384

ESI(HRMS) spectrum of bis(5-bromo-2-hydroxyphenyl)methanone (2.9)
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'H NMR (400 MHz, CDCls) spectrum of bis(5-chloro-2-hydroxyphenyl)methanone (2.10)
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3¢ NMR (100 MHz, CDCls) spectrum of bis(5-chloro-2-hydroxyphenyl)methanone (2.10)
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Electrospray ionisation -MS - WATERS Q-TOF Premier-HAB213 19-Apr-2016

12:20:39
SRK10-190- 24 (0.498) AM (Cen,4, 100.00, Ar,8500.0,554.26,5.00,LS 10); Sm (SG, 2x5.00); Sb (10,1.00 ); Cm (24:26-1:4) 1: TOF MS ES-
280.9776 1.12e4
100
OH O OH
Cl Cl
2.10
282.9768 [M-H] calcd. 280.9772
wa?-..
281.9823
284.9746
77
2r20442 27002 2769857 2789771 " Ll |_.1__.,_2f59 2286 4361 280,079 289‘”392906889 P LI

272 273 274 275 276 277 278 279 280 281 232 .233 284 285 286 287 288 289 290 291 292 293 294

ESI(HRMS) spectrum of bis(5-chloro-2-hydroxyphenyl)methanone (2.10)
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OH O OH

HsC”~ YO HyC” SO
2.11

1.951
2.03-T
2.00-T

1.71= %_4

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

— : " "
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'H NMR (400 MHz, CDCls) spectrum of 1,1'-(3,3"-carbonylbis(4-hydroxy-3,1-phenylene))diethanone (2.11)
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3¢ NMR (100 MHz, CDCls) spectrum of 1,1'-(3,3'-carbonylbis(4-hydroxy-3,1-phenylene))diethanone (2.11)
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Electrospray ionisation -MS WATERS Q-TOF Premier-HAB213 19-Apr-2016

09:49:36
SRK10-195 23 (0.476) AM (Cen,4, 100.00, Ar,8500.0,556:28,5.00,LS 10); Sm (SG, 2x5.00); Sb (10,1.00 ); Cm (23:24-1:3) 1: TOF MS ES+
100 316.1184 1.09e4

‘ OH O OH

HsC”~ YO H,C™ Yo
2.11
[M+NH4]* calcd. 316.1185

%

299.0931

1317.1239
614.2051
344.1525 615.2088
174.1150 345.1563 1620.1592
0. 75:4546 139.1163 235?931 ul { 467.1082 550.2132 : L 681‘1‘}06 _817.2089 _93_3._2}:!19953.;0;5 . 1oss.1052,
100 200 300 400 500 600 700 800 900 1000 1100

ESI(HRMS) spectrum of 1,1'-(3,3'-carbonylbis(4-hydroxy-3,1-phenylene))diethanone (2.11)
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3. Copies of '"H NMR, **C NMR and HRMS spectra of Compound 3.1 to 3.10 (Table 3):

€1000 0092°Z

3.1

LT9€°L
THE'L
$99€"/ 1
028€°L
€8¢/ 1
598€°/
866€'L
2e0v'L
SHOv'L
(LI
su8vL
£L0S°L
8805°Z
bL0L'L

8T1L'L
z€esL

L TAA
6L L

[A2 VAV
bLL q
L9YL'L

68vL'L
TISL°L

SseE'8
88c€'8 V —_ J
£55€°'8 \
065€'8

¢

Reoz

pIre |

Fooc

T T T T T T

2.5

T

T T T T T T T T T T
7.5 7.0 6.5 3.5 3.0

T

T

1.5 1.0 0.5 0.C

2.0

4.0

5.0 4.5

5.5
'H NMR (400 MHz, CDCls) spectrum of 9H-xanthen-9-one (3.1)

6.0

9.5 9.0 8.5 8.0

10.0

).5
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3¢ NMR (100 MHz, CDCl5) spectrum of 9H-xanthen-9-one (3.1)
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Electrospray ionisatioin-MS ‘ WATERS-Q-Tof Premier-HAB21. 14:30:3110-Sep-2014

SRK6-170 20 (0.424) AM (Cen,4, 100.00, Ar,8500.0,556.28,20.00,LS 10); Sm (SG, 2x5.00); Sb (10,1.00) 1: TOF MS ES+
197.0604 k 616
100 J
:f\.\ Q
O
3.1

[M+H]* caled. 197.0603

0(0

129.0517
198.0625
301.1411 A0 2t
268.1477 200
354. 3
407.
124.0868 2468 568.2941
[y | 461.3170 656.5920 5g4.6133 816.3917 8556719 09357232 1034.3055
I T | AR ) MR T AR TR | P dain o I it ittt g e R o m/z
100 200 300 400 500 600 700 800 900 1000 1100

ESI(HRMS) spectrum of 9H-xanthen-9-one (3.1)
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4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5
'H NMR (400 MHz, CDCls) spectrum of 2,7-dimethyl-9H-xanthen-9-one (3.2)
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177.5600

77.1600 CDCI3

154.5978
—136.0859
1336327
"\ 126.1813
_121.5983
1178709
77.4772
76.8422

A
N

| l
|
Ml A " " A " A X St A

20.9858

200

190

180

170 160 150 140 130 120 110 100 90 80 70 60 50 40

3C NMR (100 MHz, CDCls) spectrum of 2,7-dimethyl-9H-xanthen-9-one (3.2)
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Electron lonisation WATERS GCT Premier -CAB155 03-Aug-201515:14:37

SRK-09-03 283 (8.247) AM (Cen,4, 100.00, Ar,7000.0,218.99,0.05); Sm (SG, 2x5.00); Sb (10,1.00 ) TOF MS El+
224.0835 2.61e3
100
o L
! HsC CHj
0
3.2
.
68.9979 [M]* calcd. 224.0837
3.‘3 {
195.0845
130.9944
223.0769
181.0657

152.0620 165 0724

205.0613 225.0847

194.0736
63.0236 99.9960
51.0243 770383 99.0%2 118.9931 196.0851

52,0307 115.0570 151.0541 166.0731 210.0666
| 226.0849
C.i —— | § I—— N TR RN oS TP INNE T : | ISERNEN

SRR § S —— T — + | (S R AT - . r " mfZ
40 50 60 70 80 80 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250

EI(HRMS) spectrum of 2,7-dimethyl-9H-xanthen-9-one (3.2)
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3.3

—
: 432
o~ O v o
T T T T T T T T T T T T | T T T T T T T
L.0 10.5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5

'H NMR (400 MHz, CDCl3) spectrum of 2,3,4,5,6,7-hexamethoxy-9H-xanthen-9-one (3.3)
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B3C NMR (125 MHz, CDCls) spectrum of 2,3,4,5,6,7-hexamethoxy-9H-xanthen-9-one (3.3)
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Electron lonisation WATERS GCT Premier -CAB155 03-Aug-201515:27:31

SRK-09-04 592 (13.913) AM (Cen 4, 100.00, Ar,7000.0,218.89,0.50); Sm (SG, 2x5.00); Sb (10,1.00 ) TOF MS El+
68.9960 2.65e3
100
o
o o
H3C/ O \CH3
HsC CH3
o o o
! o 0
| \CH3 \CH3
33
130.9926 [M]* caled. 376.1158
aQ.
376.1151
263.9885
99.9951 207.0354
377.1216
43.9897 247.0613 361.0923
69.0406 281.0537 318.0744
| 168.9925 101 0000 219.9888 378.1181
o 53,0022 .

40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400

EI(HRMS) spectrum of 2,3,4,5,6,7-hexamethoxy-9H-xanthen-9-one (3.3)
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'H NMR (400 MHz, CDCls) spectrum of 2,7-difluoro-9H-xanthen-9-one (3.4)
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3C NMR (125 MHz, CDCls) spectrum of 2,7-difluoro-9H-xanthen-9-one (3.4)
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Electron lonisation WATERS GCT Premier -CAB155 15-0Oc¢t-201514:26:52

SRK9-129 400 (10.393) AM (Cen,4, 100.00, Ar,7000.0,218.99,1.00); Sm (SG, 2x5.00); Sb (10,1.00 ) TOF MS El+
232.0330 1.85e3
100
o ¥
s
F F iy
J
0)
34

[M]* calcd. 232.0336

204.0380

& 175.0368
68.9955 82.0218
81.0127 176.0414 233.0402
131.0050 156.0369
570136 63.0260 94.0231  110.0163 150.0257 205.0410 —
102.0146 116.0108 174.0268 2030274 : 234 0359
i 138.0161 184.0418 | 207.0206

40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260

EI(HRMS) spectrum of 2,7-difluoro-9H-xanthen-9-one (3.4)
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'H NMR (400 MHz, CDCl3) spectrum of 2,7-dibromo-9H-xanthen-9-one (3.5)
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13C NMR (100 MHz, CDCls) spectrum of 2,7-dibromo-9H-xanthen-9-one (3.5)
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Electron lonisation WATERS GCT Premier -CAB155 03-Aug-201513:01:16

SRK-8-184_|+ 433 (10.998) AM (Cen,4, 100.00, Ar,7000.0,218.99,0.06); Sm (SG, 2x5.00); Sb (10,1.00 ): Cm (433:435) TOF MS El+
68.9966 241e3
100
(0]
|
Br Br
(@)
35

[M]* calcd. 351.8735
130.9928

%

| 363 8705

263.9843

351.8735 355.8657

99.9932 118.9932

' 138.0470 216.9687
43.9914 75.0232 207.0323 219.9849

149.9902168.9864 325.8718 356.8602
175.9922 2469612  274.8513 323,873 —

40 60 80 100 120 140 160 180 200 220 240 260 280 300 320 340 360

gl

m/z

EI(HRMS) spectrum of 2,7-dibromo-9H-xanthen-9-one (3.5)
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'H NMR (400 MHz, CDCls) spectrum of 2,7-dichloro-9H-xanthen-9-one (3.6)
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B3C NMR (100 MHz, CDCls) spectrum of 2,7-dichloro-9H-xanthen-9-one (3.6)
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Electron lonisation WATERS GCT Premier -CAB155 30-Jul-201516:06:16

SRK-8-172 670 (15.343) AM (Cen,4, 100.00, Ar,7000.0,218.99,0.22); Sm (SG, 2x5.00); Sb (10,1.00) TOF MS El+
100 263.9742 2.20e3
o]
Cl Cl
©)
3.6

[M]" caled. 263.9745

< 265.9721
173.0179
235.9813
237.9799
66.9974 175.0154
63.0248 e 138.0482
137.0421 267.9667
201.0164
s 118.9905 147.0015 172.0084 2000001 2229789 20 00ag 2227 268.9655
. 2409821 |

S| ERSPURTY §  ESSRMI 11§ TR 1SS 1 § USSR S LA R 7ttt e | m/z

40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280

EI(HRMS) spectrum of 2,7-dichloro-9H-xanthen-9-one (3.6)
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'H NMR (400 MHz, CDCls) spectrum of 1,1'-(9-ox0-9H-xanthene-2,7-diyl)diethanone (3.7)
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3C NMR (100 MHz, CDCl5) spectrum of 1,1'-(9-0x0-9H-xanthene-2,7-diyl)diethanone (3.7)
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Electron lonisation WATERS GCT Premier -CAB155

16-Oct-201411:38:23

SRK7-26 819 (13.980) AM (Cen,4, 100.00, Ar,7000.0,218.99,0.20); Sm (SG, 2x5.00); Sb (10,1.00 ) TOF MS El+
100 265.0502 6.91e3
[¢] (0] (e]
HaC CH,
O
3.7
[M]* calcd. 280.0736
68.9917
S
130.9879
2800733
263.9870
194.0336 237.0527
99.9917 138.0448
43.0165 — 118.9904 166.0382 1930229 222 0305 238.0531 281.0739
0! ; SPRRRLE) PN et 1o SRR Y Lo = A : - RIS S | SR || . N 11174
40 60 80 100 120 140 160 180 200 220 240 260 280 300

EI(HRMS) spectrum of 1,1'-(9-oxo0-9H-xanthene-2,7-diyl)diethanone (3.7)
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'H NMR (400 MHz, CDCl3) spectrum of 9-oxo-9H-xanthene-2,7-dicarbaldehyde (3.8)
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3C NMR (125 MHz, CDCls) spectrum of 9-0x0-9H-xanthene-2,7-dicarbaldehyde (3.8)
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Electron lonisation WATERS GCT Premier -CAB155 12-Dec-201415:55:32

SRK7-94 729 (12.779) AM (Cen.4, 100.00, Ar,7000.0,218.99,0.25); Sm (SG, 2x5.00); Sb (10,1.00 ) TOF MS El+
100 251.0366 2.83e3
. o o o
" y 2520425
; o
i 3.8

[M]* caled. 252.0423

=
. |252.1194
i\
| 139.0574
I
| 139.1129 2230462 |
2231054 ‘
167.0546 -
| . 1671113 194.0391 |
138.04 .
[ 253.0436
| 68.9986 75.0251 113.0641 166.0480! 195.0510 | 224 0726 .
BJ0MT|  B50823 ag0410 ' 1309945 |1 40,0591 P r— | 195.1121 | 253.0985
62. . : e
U169| | | | | I‘ 147.0165 | 193.0428 \193 04D 225.0498 Il 255.0370
[ e ¥ TRRS—— S W T | | Pr— | (] W11 TIPS S PR |11 N T I AR Wi PSRNy 1 | | PRy W

— ————— T r———— T m sy 14 § VG- rn{z
40 50 60 70 80 80 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260

EI(HRMS) spectrum of 9-ox0-9H-xanthene-2,7-dicarbaldehyde (3.8)
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'H NMR (400 MHz, CDCls) spectrum of 2,7-dinitro-9H-xanthen-9-one (3.9) (9:1)
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3C NMR (100 MHz, CDCl5) spectrum of 2,7-dinitro-9H-xanthen-9-one (3.9) (9:1)
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Electron lonisation

WATERS GCT Premier -CAB155 31-Jul-201510:12:12

SRK-8-173 721 (16.278) AM (Cen.4, 100.00, Ar,7000.0,218.99,0.22); Sm (SG, 2x5.00); Sb (10,1.00 ) Cm (721:735) TOF MS El+
100 68.9969 5.56e3
' o)
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(0]
3.9
[M]" caled. 286.0226
130.9930
|
0\0.
|
i
630868 2860220
207.0339
i
991
| 43.9913 99.9943 4449977 194.0365 2560320 o
I 138.0481 166.0427 240.0306 ’
73.0483 P 226.0714
63.0231 1540544 = 1820402 : 264.9992  287.0239
0L : vt RO ML U PO 1 O Y TR Do Ay 1 1 bt 1L || 288.0326313.9726
40 60 80 100 120 140 160 180 200 220 240 260 280 300

EI(HRMS) spectrum of 2,7-dinitro-9H-xanthen-9-one (3.9)
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2.5000 DMSO-d6
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'H NMR (400 MHz, DMSO-ds) spectrum of 3,6-dihydroxy-9H-xanthen-9-one (3.10)
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5200 DMSO-d6
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3C NMR (125 MHz, DMSO-dg) spectrum of 3,6-dihydroxy-9H-xanthen-9-one (3.10)
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Electrospray ionisation -MS WATERS Q-TOF Premier-HAB213 24-Nov-2015

11:55:28
SRK10-02- 30 (0.627) AM (Cen,4, 100.00, Ar,8500.0,554.26,1.00,LS 10); Sm (SG, 1x5.00); Sb (10,1.00 ); Cm (30:33-1:4) 1: TOF MS ES-
227 0341 257
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N 0
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ESI(HRMS) spectrum of 3,6-dihydroxy-9H-xanthen-9-one (3.10)
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4. Copies of '"H NMR, *C NMR and HRMS spectra of Compound 4 (Scheme 2):

0088°€ —

99’9
6049
0/8v°9
€€6v°9

8bES'9
theo
PPT69
2169 —F
8v€6'9 7
2569 7
2556'9
9650°Z -]
€290°2 4
S080°Z %
ze80°L |

€202 0092°L
08St°L
2z9v'L
2oLt
£6Lb°L ]
ocsys |
T26v'L
£105° 4
ebsss |
9855°
ThLS'L
07857
$£09°L

=—moon o

0482°0T —

SEEYTT —

OH

OH

1/

rr

/s

=TT
eoT

E80'T
F66'0

E1TT
Fgre

6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5

7.0

11.0 105 10.0 9.5 9.0 8.5 8.0 7.5

11.5

'H NMR (400 MHz, CDCls) spectrum of (2-hydroxy-4-methoxyphenyl)(2-hydroxyphenyl)methanone (4)
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3¢ NMR (100 MHz, CDCl5) spectrum of (2-hydroxy-4-methoxyphenyl)(2-hydroxyphenyl)methanone (4)
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Electrospray ionisatioin-MS WATERS-Q-Tof Premier-HAB21. | 14:28:0410-Sep-2014

SRK6-168 15 (0.314) AM (Cen,4, 100.00, Ar,8500.0,556.28,5.00,LS 10); Sm (SG, 2x5.00); Sb (10,1.00 ); Cm (15:17-1:5) 1: TOF MS ES+
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ESI(HRMS) spectrum of (2-hydroxy-4-methoxyphenyl)(2-hydroxyphenyl)methanone (4)
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