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1 Copies of NMR spectra

(R)-3,3,3',3',5,5'-hexamethyl-2,2',3,3'-tetrahydro-1,1'-spirobi[indene]-6,6'-diol [(R)-1]
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(R)-6,6'-dihydroxy-3,3,3',3',5,5'-hexamethyl-2,2',3,3'-tetrahydro-1,1'-spirobi[indene]-7,7'-

dicarbaldehyde [(R)-2]
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(R)-7,7'-diformyl-3,3,3',3',5,5'-hexamethyl-2,2',3,3'-tetrahydro-1,1'-spirobi[indene]-6,6'-diyl
bis(trifluoromethanesulfonate) [(R)-3]
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(R)-3,3,3',3",5,5'-hexamethyl-2,2',3,3'-tetrahydro-1,1'-spirobi[indene]-7,7'-dicarbaldehyde

[(R)-4]
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(R)-(3,3,3',3',5,5'-hexamethyl-2,2',3,3'-tetrahydro-1,1'-spirobi[indene]-7,7'-diyl)dimethanol

[(R)-5]
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(R)-7,7'-bis(bromomethyl)-3,3,3',3',5-pentamethyl-2,2',3,3'-tetrahydro-1,1'-spirobi[indene]

[(R)-6]
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1',7'-ef]lazocin-

(1R,2R)-2-(2,4,4,7,7,9-hexamethyl-4,5,6,7-tetrahydro-11H-diindeno[7,1-cd

@)

-amine

12(13H)-yl)cyclohexan-1
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3-((3,5-bis(trifluoromethyl)phenyl)amino)-4-(((1R,2R)-2-(2,4,4,7,7,9-hexamethyl-4,5,6,7-

tetrahydro-11H-diindeno[7,1-cd

1,2-dione (9a)

1',7'-ef]lazocin-12(13H)-yl)cyclohexyl)amino)cyclobut-3-ene-
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(R)-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1,3-diphenyl-1H-pyrazol-4-yl)ethyl)indolin-2-one

(13a).
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(R)-3-((R)-1-(3-(3-chlorophenyl)-5-hydroxy-1-phenyl-1H-pyrazol-4-yl)-2,2,2-

trifluoroethyl)indolin-2-one (13c¢)
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(R)-3-((R)-1-(3-(4-chlorophenyl)-5-hydroxy-1-phenyl-1H-pyrazol-4-yl)-2,2,2-

trifluoroethyl)indolin-2-one (13d)
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(R)-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1-phenyl-3-(p-tolyl)-1H-pyrazol-4-yl)ethyl)indolin-2-

one (13e)
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(R)-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1-phenyl-3-(m-tolyl)-1 H-pyrazol-4-yl)ethyl)indolin-2-

one (13f)
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(R)-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1-(2-methoxyphenyl)-3-phenyl-1H-pyrazol-4-

yDethyl)indolin-2-one (13g)
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yDethyl)indolin-2-one (13h)
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(R)-3-((R)-1-(1-(4-chlorophenyl)-5-hydroxy-3-phenyl-1H-pyrazol-4-yl)-2,2,2-

trifluoroethyl)indolin-2-one (13i)
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(R)-3-((R)-1-(1-(2-chlorophenyl)-5-hydroxy-3-phenyl-1H-pyrazol-4-yl)-2,2,2-

trifluoroethyl)indolin-2-one (13k)
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Methyl (R)-2-(5-hydroxy-1,3-diphenyl-1H-pyrazol-4-yl)-2-((R)-2-oxoindolin-3-yl)acetate (130)
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Benzyl (R)-2-(5-hydroxy-1,3-diphenyl-1H-pyrazol-4-yl)-2-((R)-2-oxoindolin-3-yl)acetate (13p)
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2 Copies of HRMS Spectra

(R)-(3,3,3',3',5,5'-hexamethyl-2,2',3,3'-tetrahydro-1,1'-spirobi[indene]-7,7'-diyl)dimethanol
[(R)-5]

Specira

Fragmentor Voltage Collision Energy Tonization Mode
180 0 ESI

x10 5§ |C25 H32 02: +ESI Scan (rt: 0.558 min) Frag=180.0V HZ20220118-19.d

CH,OH ]

3872286 3872283 387220 3872202 3872204 3872206 3872288 38723 3872302 3872304
Counts vs. Mass-to-Charge (miz)

Formula Calculator Element Limits

Element TMin |

IC 0 100|
0

H 200
© [ o 1

Formula Calculator Results
ormula

[Bost 55 [Tt Mass [DAT (Bpm) [Score ]
(G5 H3ZNa 02 [True  [387.2295 3872295 Jo03 [T00 ]

-— End Of Report —

(R)-7,7'-bis(bromomethyl)-3,3,3',3',5-pentamethyl-2,2',3,3'-tetrahydro-1,1'-spirobi[indene]
[(R)-6]

Elemental Composition Report Page 1
Tolerance =50 mDa / DBE: min=-1.5, max=50.0
Element prediction: Off
Monoisotopic Mass, Odd and Even Electron lons
CHZBr 18 formula(e) evaluated with 1 results within limits (up to 70 closest results for each mass)
. Elements Used:
W C:0-100 H:0-200 Br:o-2
CH 2Br
HZ0120-20 1126 (6.083)
TOF MS El+
1.98e+003
5 488.0713
0"y T T T T T T T T T T T T T T T T T T T miz
487.600 487.700 487.800 487.900 488.000 488.100 488.200 488.300 488.400 488.500
Minimum: -1.5
Maximum: 8.0 10.0 50.0
Mass Cale. Mass mDa PP DBE 1i-FIT Formula
488.0713  488.0714 -0.1 -0.2 10.0 5547013.5 C25 H30 Br2
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(1R,2R)-2-(2,4,4,7,7,9-hexamethyl-4,5,6,7-tetrahydro-11H-diindeno[7,1-cd:1',7'-ef|azocin-
12(13H)-yl)cyclohexan-1-amine (7)

Spectra
FragmentorVoltage ~ Collision Energy  Tonization Mode
O 180 0 Est
’ X105 |C31 H42 N2: +ESI Scan (st 0.353 min) Frag=180.0V HZ-20220118-25.d
oo N 35 T
3 5
=
254 53
HoN 1 3=
2 15 Sle
3
1
05
0

4433412 4433414 4433416 4433418 443342 4433422 4433424 4433426 4433428 443343

Counts vs. Mass-to-Charge (m/z)

Formula Calculator Element Limits
[Element i

0

0] 0]
H 0f 100|
0]
[N 0]

10

Formula Calculator Results

[Formula [Best [Measured Mass [Tot Mass [Diff (ppm) Score
[Girasnz [True 33421 [FA33a21 013 [99.98 |
—— End OF Report —

3-((3,5-bis(trifluoromethyl)phenyl)amino)-4-(((1R,2R)-2-(2,4,4,7,7,9-hexamethyl-4,5,6,7-
tetrahydro-11H-diindeno[7,1-¢d:1',7'-ef]azocin-12(13H)-yl)cyclohexyl)amino)cyclobut-3-ene-
1,2-dione (9a)

Spectra

Fragmentor Voltage Collision Energy Tonization Mode
180 o EST

N Q A0 # |43 H45 FE N3 02 +ESI Scan (1t 0.202 min) Frag=180.0v HZ-20220118 24
we
9a T50348 7503487 7503484 750486 7503488 750343 7503452 7503494 750349 7503438
Counts vs. Mass-to-Charge (miz)
Formula Calculator Element Limits
C Fs lement fin [ax
c 50

FC o 30|
8 0

N

(IC43 H45F6 N3 02]+H)

750.3489

I S I T

[ 5]

Formula Calculator Results

[Formula Best [Measured Mass [Tgt Mass [Diff (ppm) [Score
[CA3 HA6 FE N3 02 Tue [750.3489 7503489 0.08 [09.99

S36



2-0x0-3-(2,2,2-trifluoro-1-(5-hydroxy-1,3-diphenyl-1H-pyrazol-4-yl)ethyl)indoline-1-
carboxylate (12a)

Fragmentor Voltage Collision Energy Tonization Mode
180 o Esl

x10 5 |C30 H26 F3 N3 O4: +ESI Scan (rt: 0.832 min) Frag=180.0V HZ-20220118-1.d
3

25 13

57276 5721762 S/21764 521766 SR21768 572177 SI21772 5727 5121776
Counts vs. Mass-to-Charge (i)

Formula Calculator Element Limits

flemen in ax
IC 50|
00|
(o] 30|
N
F 3 3|
Formula Calculator Results
Ssured Fiass TTGEFEss D om) oo
[C30 H26 F3 N3 Na 04 Tue [572.1768 |572.1768 [0.02 1100
-— End Of Repoit —

(R)-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1,3-diphenyl-1H-pyrazol-4-yl)ethyl)indolin-2-one
(13a).

Spectra

Fragmentor Voltage Collision Energy Tonization Mode
100 o ESI

«10 # |C25 H18 F3 N3 02: +ES Sean (rt: 0.355 min) Frag=100.0V HZ20220307-0.d

+
6 E3
£
=
2 o
o
4 z
o
% iC
©l=
2 =T
Sle
1 2|0
<=

]

4501418 450142 450.1422 450.1424 4501426 4501428  450.143 450.1432 4501434
Counts vs. Mass-to-Charge (miz)

Formula Calculator Element Limits
ax

Element __[Min M.

Ic 50|

H 100|

8] 50|

N 10

F 3]

Formula Calculator Results

T feasured Mass. [Tgt Mass [0 (ppm]) e

[@5HIOFE N3 02 Tue ja50.1426 1450.1424 |-0.81 [99.35

— End Of Report —
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(R)-3-((R)-1-(3-(2-chlorophenyl)-5-hydroxy-1-phenyl-1H-pyrazol-4-yl)-2,2,2-
trifluoroethyl)indolin-2-one (13b)

Spectra

Fragmentor Voltage Collision Energy Tonization Mode
180 0 ESI

x10 5 |C25H17 CIF3 N3 02: +ES| Scan (rt: 0.297 min) Frag=180.0V HZ0306-4.d

35 =

. =

E

25 =

=

2 e

(]

15 P

gz

1 2l

3e

05 e
0

424703 4241032 4841034 4841036 4841038 484104 4341042 4841044 4841045
Counts vs. Mass-to-Charge (miz)

Formula Calculator Element Limits
ax

emen in
c 50|

a

0 50|

i

F El

a i|

Formula Calculator Results

Formula ___  [Best _ |Measured Mass [Tot Mass TDF (ppm) Score
[GSHIBdRB Nz 02 [frue  poa.1038 [#84.103% 014 99.98

(R)-3-((R)-1-(3-(3-chlorophenyl)-5-hydroxy-1-phenyl-1H-pyrazol-4-yl)-2,2,2-
trifluoroethyl)indolin-2-one (13¢)

Spectra

Fragmentor Voltage Collision Energy Tonization Mode
180 o Es

x10 5 |C25H17 CIF3 N3 02: +ESI Scan (rt: 0.346 min) Frag=180.0V HZ0306-5.d
2254 $
i

1754

1254

o
17CIF3N302

0754
054
025

4841028 484703 4841032 48ed034 484703 4safOle  sea’04  4maiDa2  4e4M044  dseiods
Counts vs. Mass-to-Charge (m/z)

Formula Calculator Element Limits
[ax

IC 30|
00|

o 50|
N 10]
3

ia 1]

Formula Calculator Results

[Best __[Measured Mass [Tat Mass TDW (ppm) [Goore

[Formula
[ErEBaRE B2 e [4e4.1037 [484.1034 [0z [09.96

- End Of Repoit —
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(R)-3-((R)-1-(3-(4-chlorophenyl)-5-hydroxy-1-phenyl-1H-pyrazol-4-yl)-2,2,2-
trifluoroethyl)indolin-2-one (13d)

Spectra

Fragmentor Voltage Collision Energy Tonization Mode
180 o Est

x10 5 |C25 H17 CI F3 N3 02: +ESI Scan (rt: 0.257 min) Frag=180.0v HZ0306-6.d
16 T
14+ §
124 2
i z
08 b ;
06 3T
2ls
04 4R
32

02

4841028 484703 4841032 4341034 4841035 4847038 484704 4841042 4347044 4847046
Counts vs. Mass-4o-Charge (miz)

Formula Calculator Element Limits

lemen in ax
o 50|
T
o 50|
N
3|
a |

(R)-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1-phenyl-3-(p-tolyl)-1 H-pyrazol-4-yl)ethyl)indolin-2-
one (13e)

Spectra

Fragmentor Voltage Collision Energy Tonization Mode
180 o Est

10 5 |26 H20 F3 N3 02: +ESI Scan (rt: 0.124 min) Frag=180.0V HZ0306-12.d
+
25+ =
*
29 >
o
z
15 S
P
<
14 P
=
2o
054 38

464.1574 4641576 464.1578  464.158 464.1582 464.1584 464.1586 464.1588  464.159  464.1592
Counts vs. Mass-to-Charge (m/z)

Formula Calculator Element Limits
[M:

[Element _ [Min lax

c 50

H 100|
E
10|

F 3]

Formula Calculator Results

rmula Best ] Fiass TToEFass D (ppmy Score ]
(s B Eoz [Tue  Poaiss [454.158 [EIBEY [99.59 |

— End Of Report —
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(R)-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1-phenyl-3-(m-tolyl)-1 H-pyrazol-4-yl)ethyl)indolin-2-
one (13f)

Spectra

Fragmentor Voltage Collision Energy Tonization Mode
180 o Est

x10 5 |C26 H20 F3 N3 O2: +ESI Scan (rt: 0.244 min) Frag=180.0v HZ0306-10.d

254

154

054

464.1576  464.1578  464.158  464.1582 464.1584 464.1586 464.1588 464159  464.1592
Counts vs. Mass-to-Charge (m/z)

Formula Calculator Element Limits

Element  [Min Max
50|

H 100
50|

:
E]

Formula Calculator Results

rmula leasul lass [ ppm, re
| ST ) [Tve — [Aoa.1584 [464.158 [0.51 [09.74 |
— End OF Report —

(R)-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1-(2-methoxyphenyl)-3-phenyl-1 H-pyrazol-4-
yDethyl)indolin-2-one (13g)

Spectra

Fragmentor Voltage Collision Energy Ionization Mode
180 o EsI

10 5 |C26 H20 F3IN3 03: +ESI Scan (t: 0.184 min) Frag=180.0V HZ0306-7.d
+
25 =
£
>
27 o
B
154 =
©
1 olS
2|
05 o8
218
32

4801524 4801526 4801528 480153 4801532 4801534 4801536 4801538 480154 4801542
Counts vs. Mass-to-Charge (miz)

Formula Calculator Element Limits
[Element [Min Max

Ic 50|
H 100
] 50|
N 10|
IF 3
Formula Calculator Results
[Best | Fass TTgt Mass T (ppm) [Score ]
[srzi iz 08 [Tue [a80.1533 [480.153 046 |§9T1 |

— End Of Report —
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(R)-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1-(4-methoxyphenyl)-3-phenyl-1H-pyrazol-4-
yDethyl)indolin-2-one (13h)

Spectra

Fragmentor Voltage Collision Energy ~ Tonization Mode
180 a est

10 5 |C26 H20 F3 N3 O3: +ESI Scan (rt: 0.197 min) Frag=180.0V HZ0306-9.d

14 *
T
12 X
k&
1 I
B
08 |2
T
06 23
T
04 ® H
02 2C
3=

0

480152 480.1522 480.1524 480.1526 480.1528 480.153 480.1532 480.1534 480.1536 480.1538
Counts vs. Mass-to-Charge (miz)

Formula Calculator Element Limits

[Element Min Max

SE
o
g

ol

Formula Calculator Results

T Fiass TTGEMass D (ppm) [SCore ]
[CErE N3 03 e [480.1529 330,153 019 [59:56 ]

(R)-3-((R)-1-(1-(4-chlorophenyl)-5-hydroxy-3-phenyl-1H-pyrazol-4-yl)-2,2,2-
trifluoroethyl)indolin-2-one (13i)

Fragmentor Voltage Collision Energy Tonization Mode
180 0 Est

x10 5 [C25H17 CIF3 N3 02: +ESI Scan (it 1.175 min) Frag=180.0V HZ0306-1-02.d

1754
154
1254

0754
054
0254

([CZ5 H17 CIF3 N30OZ]+H)+

484.1035

4841025 4847028 484703 4847032 4847034 4841036  4B4 1038 484704 4841042 4841044
Counts vs. Mass-to-Charge (m/z)

Formula Calculator Element Limits

[Efement Min Max

C 50|
li] T00|
] 30|
N 10
F El
a T

Formula Calculator Results

[Formula [Best [Measured Mass [Tot Mass [Diff (ppm} [Score
(25 H18 A F3 N3 02 e 1035 1484.1034 [o.42 [99.81

- End Of Report —
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(R)-3-((R)-1-(1-(3-chlorophenyl)-5-hydroxy-3-phenyl-1H-pyrazol-4-yl)-2,2,2-
trifluoroethyl)indolin-2-one (13j)

Spectra

Fragmentor Voltage Collision Energy Tonization Mode
180 o Est

x10 5 |C25H17 CIF3 N3 02: +ESI Scan (rt: 0.374 min) Frag=180.0V HZ0306-2.d

484103 4841032 4841034 4841036 4841038 484704 4847042 4841044  484.1046
Counts vs. Mass-to-Charge (miz)

Formula Calculator Element Limits
fement in ax

s NE EE R

Formula Calculator Results

e e —

— End OfReport —
(R)-3-((R)-1-(1-(2-chlorophenyl)-5-hydroxy-3-phenyl-1H-pyrazol-4-yl)-2,2,2-
trifluoroethyl)indolin-2-one (13k)

Spectra

Fragmentor Voltage Collision Energy Tonization Mode

CI 180 0 ESL

x10 5 |C25H17 CIF3 N3 O2: +ESI Scan (it: 0.523 min) Frag=180.0V HZ0306-3.d

144
124

08
06
04

024

4341026 4847028 484703 4841032 4841034 4847036 4847038 484704 4347042 4841084
Counts vs. Mass-to-Charge (miz)

Formula Calculator Element Limits
flement in fax

50
T

o 50)

N

F 3

@ 1

Formula Calculator Results

[Formula [Bast [Measured Mass [Tgt Mass [Diff (ppm) [Score
| s IEA e [True | EE TR [#84.1004 [0.05 [T00
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(R)-4-bromo-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1,3-diphenyl-1H-pyrazol-4-yl)ethyl)indolin-

2-one (131)

Spectra

Fragmentor Voltage Collision Energy ~ Tonization Mode
100 0 Es

x10 § |C25H17 Br F3 N3 02: +ESI Scan (rt: 0.267 min) Frag=100.0¥ HZ20220307-1.d

{[G25 H17 BrF3 N3 02]+H)*+

=
=
528.0530

580622 5280524 5200526 5200528 528053 580532 5200534 5200536  528.0508
Counts ve. Mass-to-Charge (m/z)

Formula Calculator Element Limits
fem in fax

IC 50|
] 50|
W

3 3|
[ T 1
Formula Calculator Results

[Best___ [Measured Mass. [Tot Mass [Diff (ppm) Score

CEHee N 02 e [528.053 528.0520 EiNEY 59,09
- End Of Report —

(R)-6-bromo-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1,3-diphenyl-1H-pyrazol-4-yl)ethyl)indolin-

2-one (13m)

Spectra

Fragmentor Voltage Collision Energy ~ Tonization Mode
180 o ESI

x10 # |C25 H17 BrF3 N3 02: +ESI Scan (rt: 0.130 min) Frag=180.0V HZ0306-17-03.d

175
15
15

H17 BrF3h

075
05

5280622 5280524 520052 6280508 528053 580522 5280534 520053 528.05%8
Counts ve. Mass-to-Charge (miz)

Formula Calculator Element Limits
El in ax

IC 50|
T

0 50|
N
F 3|
B 1
Formula Calculator Results

[Best __ [Measured Mass [Tgt Mass [Diff (ppm [Gcore
s B FI N30 e [528.053 528.0529 056 365
-— End Of Report —
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(R)-4-methyl-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1,3-diphenyl-1H-pyrazol-4-yl)ethyl)indolin-
2-one (13n)

Spectra

Fragmentor Voltage Collision Energy Ionization Mode
180 o Est

<10 5 |C26 H20 F3 N3 02: +ESI Scan (rt: 0.486 min) Frag=180.0V HZ0306-13.d
12 &
1 1
3
08 =
=
064 i
=
044 E S
2l
02 3|8

4641568 464157 4641572 4641574 4641576 4641578 464158 4641582 4641584 464.1586
Counts vs. Massto-Charge (miz)

Formula Calculator Element Limits
Element _[Min [Max

IC 50|
H 100|
[ 50]
N 10]
F 3]

Formula Calculator Results
[ass ppm;

[l re
364158 087 5523 ]

rmula [easul
Tue 3
[C26 H21 F3 N3 02 1577

— End OF Report —

Methyl (R)-2-(5-hydroxy-1,3-diphenyl-1H-pyrazol-4-yl)-2-((R)-2-oxoindolin-3-yl)acetate (130)

Spectra

Fragmentor Voltage Collision Energy Tonization Mode
100 o EsL

x10 5 [C26 H21 N3 04: +ESI Scan (it 0.205 min) Frag=100 0V HZ-20220429-1.d

e
S4]+H)

1

=
=

4401598 44016 4401602 440.1604 440.1606 4401608 440161 4401612  440.1614
Counts vs. Mass-to-Charge (miz)

Formula Calculator Element Limits
fax

i T00|

50|
o i
N 5|

Formula Calaulator Results

formula ___ [Best  [Measured Mass [Tat Mass |Diff (ppm) [Score ]
[GErzz B 08 Tue 0. 1606 [340-1605 03 [59.91 ]

-— End Of Report —
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Benzyl (R)-2-(5-hydroxy-1,3-diphenyl-1H-pyrazol-4-yl)-2-((R)-2-oxoindolin-3-yl)acetate (13p)

Spectra

Fragmentor Voltage Collision Energy ~ Tonization Mode
180 0 Est

10 5 |C32 H25 N3 O4: +ES| Scan (rt: 0.352 min) Frag=180.0V HZ-20220513-1.d

1 £3

25 2

g

2| g

o

15 =

g

14 Sl
=

054 22

538173 5381732 5381734 5381736 5361738 538174 5381742 5381744 5381746 5381748
Courts vs. Mass-to-Charge (m/z)

Formula Calculator Element Limits

[Element __[Min Max

C 100]
H 150
o 10|
N E

Formula Calculator Results

[Tgt Mass [Dif (ppm) [Score ]
3 | EeRE) ; |

-— End Of Report —
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3 Copies of HPLC spectra

(R)-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1,3-diphenyl-1H-pyrazol-4-yl)ethyl)indolin-2-one

(13a)

B2

esz

42.12235 51.5210

6.521 VV 0.6124 1769.34705
52.1668% 48,4750

8.412 VB 0.4535% 1664.87561

882

|6.602

85.,53866 3.20925 2.319%

1 6.602 BE 0.4521
97,6805

z 5.282 VB 0.4350 4023.36850 128.54436

546



(R)-3-((R)-1-(3-(2-chlorophenyl)-5-hydroxy-1-phenyl-1 H-pyrazol-4-yl)-2,2,2-

trifluoroethyl)indolin-2-one (13b)

30

]

T 10008

1 10,099 BV 0
2 14.4%4 VB 0

mAU

L9570 16842.83875 27.89900
L8650 1571.623590 31.897630

300 -

T e9se

250
200 |
150

100 -

ol
114,554

48w lELY
51.6881

1 &, 9589 BY
2 14.554 VB

0.6946 1.54457e4 306, 31384
1,0500 588.97130 T+ 79876

S47
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(R)-3-((R)-1-(3-(3-chlorophenyl)-5-hydroxy-1-phenyl-1H-pyrazol-4-yl)-2,2,2-
trifluoroethyl)indolin-2-one (13¢)

T4l
4402

140

120

100

[min] mAU *g [mAU ] %
S R | ==mmmmmm s | ==—mmmmm s | === |
1 3.741 BV De2BBD8: 203808948 155 . 66b6dd .48 2635
2 4,402 VB 02815 2% 8052598 149.18188 S50 F365
[min] mAU *3 [mAU ] %

1 S e BY O 2458 63205805 40,77148 S, FOE T
2 4,455 VV 0.2640 1.60117e4 954 Aa805 962013
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(R)-3-((R)-1-(3-(4-chlorophenyl)-5-hydroxy-1-phenyl-1H-pyrazol-4-yl)-2,2,2-
trifluoroethyl)indolin-2-one (13d)

250+

150

100+

|4.888

|4.232

1 4.232 MM 0.4204 931.25403 3691518 48 .3801
2 4,888 MM (L2858 H88L plELl DowSil2Ed. 5. olb8

.43?6

200
175
ISD—f
|25*E

100

i ———— —— -

# [min] [min] mAU *g [mAU ] %
=] s | s e | = [
1. 4,295 BV 0 88849 1955820 7.93374 4.8360
2 4.876 VvV 0 28195 BE2C..57129 208 .428%7 95,1640

549



(R)-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1-phenyl-3-(p-tolyl)-1 H-pyrazol-4-yl)ethyl)indolin-2-

one (13e)

)6.441
7885

1 6.441 VV 0.5422 1787.05835 49.99774 51.511¢6
% 7.885 VB 0.479%9 1682.17859 51.52204 45,4884
H R B o
13e : i L . 8 9 1 1
# [min] [min] mAU *g [mAU ] %
s [rogsene Joem [Em o s [ e oo o | s 2 050 |
1 6.555 VB 0.4802 155.3000% 4.63789 2.6008
2 7.5307 BB 0.5053 4157.59180 120.234¢69 96.3992
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(R)-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1-phenyl-3-(m-tolyl)-1 H-pyrazol-4-yl)ethyl)indolin-2-
one (13f)

350
300
250}
200 |

150 4

5914

100 +

J4.641

1 4.641 VV 0.2948 1285.56606 GileBon 3],  BO #8517
Z 5.914 BE 0.1387 1251.37170 12%.80740 45,3183

1 4, 599 BY 0.2745 2. #8966 L. FRi62e-l 4.7981
z 5.778 VB 0.1173 5. 19232 .4 T86d 95.20L%
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(R)-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1-(2-methoxyphenyl)-3-phenyl-1 H-pyrazol-4-
yDethyl)indolin-2-one (13g)

8219

19.727

ik §.215 MM 0.8033 6l4.25244 12.7435%4 49,0322
z 9.727 MM 0.9188 638.50165 11.5827¢6 50,9678

9665

1 8.169 VV 0.6555 48.38693 §.76238e-1 S 1662
% 9.665 VB 0.9134 1484.7110¢0 24.21462 96.5438
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(R)-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1-(4-methoxyphenyl)-3-phenyl-1H-pyrazol-4-
yDethyl)indolin-2-one (13h)

250

~>7.075

200 -
150+

100 -

1 2.118 BV Q3911 ©213.,99121 1le62.72942 47,7116

2 T.075 VV 0.4396 6810.06982 Z218.36449 52,2884
mAU  *s  [mAU ] %

e B [ | s |

1 5.124 BV 0.5853 5435.1918%9 138.71611 98.0074

2 7.010 VB 0.4295 110.50454 4,19622 1.9926
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(R)-3-((R)-1-(1-(4-chlorophenyl)-5-hydroxy-3-phenyl-1H-pyrazol-4-yl)-2,2,2-
trifluoroethyl)indolin-2-one (13i)

250 -
200 -

150 -

6,064
N7.158

100 -

# [min] [min] mAU *5 [mAU ] %
Sl e | ==== === | ======- | =======- | -—=====- |
2N 6.064 VV 0.4471 3365.99268 111.87138 48.4691
2 7.158 MF 0.5018 3578.62402 118.853%89 51.5309

7093

*g [mAT ] %
__________ |__________|________
1 &.024 VYV C.5247 364 .,63638 9.599376 5.647¢6
2 7.093 VB 0.4104 £091.85791 220.03296 94,3524
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(R)-3-((R)-1-(1-(3-chlorophenyl)-5-hydroxy-3-phenyl-1 H-pyrazol-4-yl)-2,2,2-
trifluoroethyl)indolin-2-one (13j)

3794
) 5.030

35

1. 3.794 VV D2l 942 .S0alY 3%, 59802 480653
Z 54 030 VB 0..4821 985.96059 34.23189 51.9347

500+
400
300 +

200

)5.007

100

|
3.807

[min] mAU *3 [mAU ] %
R e | ====mmm s | === | ====mmm- |
1 3.807 BV 0, 8853 280802283 12.76337 5.6598
2 5.007 vV 0.4176 4680.8%23%20 166.84137 94.3402
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(R)-3-((R)-1-(1-(2-chlorophenyl)-5-hydroxy-3-phenyl-1H-pyrazol-4-yl)-2,2,2-
trifluoroethyl)indolin-2-one (10k)

L 9.963 BV
2 1z.682 VvV

1 10.0Z¢ BV
2 1z2.776 VB

250 -

200 -

150 -

100

}8.963

}12.682

[min] mAU *g [ AU ] %
] i | s s e |
0.6788 4125.13037 89.27793 52.4944
0.9818 3733.10474 57.2661% 47.5056
[min] mAU *3 [1AU ] %
——————— e Smm———— |———
0.6%96 3171.24829 66.429%2 91.7772
1.0644 284.12689 4.07219 8.2228
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(R)-4-bromo-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1,3-diphenyl-1H-pyrazol-4-yl)ethyl)indolin-
2-one (131)

250
200
150
100

50

Jas89
17.201

# [min] [min] mAU =g [mAU ] %
2= mroas o B | e eaoszome a2 = |
1 4.589 BB 0.3633 404.10199 17.08638 49.6677
2, 7.201 VB 0.4680 409.508961 13.93612 50.3323

AU
700

T

600 :
500
400
300
200 ,-

100

|7.171

# [min] [min] mAU *g [mAU ] %
=== |- | === === | === | === | === |
1 4.545 BV 0.3572 1.63%41e4 TL2s 6ATS4 S5 TETT
2 7.171 BB 0.4820 B835.67566 28.26545 4.8723
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(R)-6-bromo-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1,3-diphenyl-1H-pyrazol-4-yl)ethyl)indolin-

2-one (13m)

1 54 B2l ¥B
2 11.485 BB

| 11.485

mAU %5 [mAU ] 9
=== === | === [====== | === | === | === |
0.1485 1322,33154 117.71284 43,6907
1.3716 1393.44824 14.27784 51.30893
-
[
|
|
1
min] mAU *'s [mAU ] &

1 5.833 VB
2 11.381 BB

Gl B2 141853924
1.0417 314.39594
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(R)-4-methyl-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1,3-diphenyl-1H-pyrazol-4-yl)ethyl)indolin-

2-one (13n)

1. 4,189 VB

1 _ B
[min] mAU * 5 [mAU ] %
e i s [ e ESaaanes |
W8S 5. S0l GRS IE608 Bl 40098
8282 B30, 985729 28+ T2 45 . I905

2 6.181 BV

1200

1000 +

800

800

Taam

1 4,123 BV 0.2760 2.38877e4 1314.96423 100.0000
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(R)-4-methyl-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1,3-diphenyl-1 H-pyrazol-4-yl)ethyl)indolin-2-
one (130)

mAU

120 é Y
/\ 7
100 H f\

8§ S S -
[min] mhAl * g5 [1TAl ] %
——————————— e e et R Attt
1 10.414 BV 0.8658 7423.72754 122.27828 47.4450
2 13.358 vV 1.1541 8223.28613 102.21088 5HZz2.5550

250

200

~13.200

150
1004 |

50 4

1 10.443 VB 0.5463 282.71744 7.12405 2.2981
2 13.200 BBA 1.1825 1.24448e4 L50.59853 S7.7019
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(R)-4-methyl-3-((R)-2,2,2-trifluoro-1-(5-hydroxy-1,3-diphenyl-1H-pyrazol-4-yl)ethyl)indolin-

2-one (13p)

1 8.807 BV
2 13,085 VBA

40

I s
ZU—E _?’\\ E
\ % L
1 N ‘ e
[min mAaU *3 [mAU ] &
el [=mee] e [ = R |
1.1321 1488.209864 15,1242¢ 49,1188
15108 1541 :59%993 14,9254 50:B811
S
[ mAU *g [MAU ] %
=== e [P | === | ———————= !
1.0128 258.28604 3F,55822 1.1024

1 8.892 BV
2 12.227 BBA

IR F B P

288,34030
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4 X-ray data for compound 13e

Data block: mo 220425 hz 1 Om
C-C=0.0031 A

Bond precision:

Cell:

Temperature:

Volume Space

group Hall

group

Moiety formula
Sum formula
Mr

Dx,g cm-3
Z

Mu (mm-1)
F000

F000’
h,k,Imax
Nref

Tmin, Tmax
Tmin’

a=11.5944(5)
alpha=90
170 K

Calculated

1074.62(8)

P21

P 2yb

C26 H20 F3 N3 02

C26 H20 F3 N3 02
463.45

1.432
2

0.925

480.0
481.68
13,9,14
3940[ 2122]

0.957,0.973
0.744

S62

b=7.9944(4)
beta=101.879(2)

Wavelength=1.54178

c=11.8474(5)
gamma=90

Reported
1074.62(8)

P1211

P 2yb

C26 H20 F3 N3 O2

C26 H20 F3 N3 O2
463.45

1.432
2

0.925
480.0

13,9,14
3929
0.661,0.753



Correction method= # Reported T Limits: Tmin=0.661 Tmax=0.753
AbsCorr = MULTI-SCAN

Data completeness= 1.85/1.00 Theta(max)= 68.525
R(reflections)= 0.0307( 3728) wR2(reflections)= 0.0734( 3929)
S=1.067 Npar= 309
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