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1H NMR (CDCls, 300 MHz) spectrum of 3-acetate 21-(5-nitroisoxazole)-pregna-5,16-dien-33-ol-20-one (2a)
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13C NMR (CDCls, 75 MHz) spectrum of 3-acetate 21-(5-nitroisoxazole)-pregna-5,16-dien-33-o0l-20-one (2a)
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Analysis Info

Acquisition Date 16.02.2022 15:59:29
Analysis Name D:\Data\Kolotyrkina\2022\Malahova\0216028.d

Method tune_50-1600 pos 15 12.m Operator BDAL@DE
Sample Name  /YUVA MaVi-024f1 Instrument / Ser# micrOTOF 10248
Comment C25H30N208 mH 455.2176 clb added CH30OH
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Mat active Set Dry Heater 180 °«C
Scan Begin 50 mfz Set Gapillary 4500V Set Dry Gas 4.0 l/min
Scan End 1600 m/z Set End Plate Offset  -500 V Set Divert Valve Waste
Intens. +MS, 0.7-1.0min #{43-59)
x105
a -
477.1989
27 395.1857
‘I 4
. 41 3.i2651 44126975 i. I . 577.4942 599.1163
400 425 450 475 500 525 550 575 miz
Intens +MS, 0.7-1.0min #{43-59)
%102 477.1989
2.0
1.5
1.04
472.2429
0.5
493.1746
: C25H30N206, M+nNH4 472.24
2000 472.2442
1500
10004
5004
A
0 C25H30N206, ManNa 477.20
20001 477.1996
1500+
10004
500+ n
0 A
C25H30N206, M+nK ,493.17
2000 493.1735
1500+
10004
500 ‘
0 T T T T T T
470 475 480 485 490 495 m/z

HRMS (ESI/Q-TOF) of 3-acetate 21-(5-nitroisoxazole)-pregna-5,16-dien-33-ol-20-one (2a)
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1H NMR (CDCls, 300 MHz) spectrum of 3-acetate 21-(5-nitroisoxazole)-pregna-5-en-3§-ol-20-one (2b)
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13C NMR (CDCls, 75 MHz) spectrum of 3-acetate 21-(5-nitroisoxazole)-pregna-5-en-3f3

ol-20-one (2b)

S-4



Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\Data‘\Kolotyrkina'2021\Malahova\1202019.d

tune_50-1600.m
YUVA MaVi-014f1

C25H32N206 mH 457.2333 clb added CH3CN

Acquisition Parameter

Source Type
Focus

Scan Begin
Scan End

ESI

Mot active
50 mvz
1600 m/z

lon Polarity

Set Capillary
Set End Plate Offset

Positive

4500V
-500V

Acquisition Date 02.12.2021 17:17:46

Operator

BDAL@DE

Instrument / Ser# micrOTOF 10248

Set Nebulizer 1.0 Bar
Set Dry Heater 200 °C
Set Dry Gas 4.0 I/min
Set Divert Valve Waste

Intens.
x104
5_

474.2580

472.8841 | k

A

479.2131

L.

+MS, 0.7-0.9min #(33-54)

495.1874

2000+

1500+

10004

500+

474.2599

A
C25H32N206, M+nNH4 474.26

2000+

1500+

10004

500+

479.2153

C25H32N206, M+nNa ,479.22

2000

1500+

1000+

500

C25H32N206, M+nK ,495.19
495.1892

475

480

485

490

HRMS (ESI/Q-TOF) of 3-acetate 21-(5-nitroisoxazole)-pregna-5-en-3p-o0l-20-one (2b)
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13C NMR (CDCls, 75 MHz) spectrum of 21-(5-nitroisoxazole)-pregna-5,16-dien-33-ol-20-one (2c)
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Analysis Info

Analysis Name  D:\Data'Kolotyrkina'2023\Malahova\0112014.d
Method tune_low.m

Sample Name  /YUVA MaVi101{2

Acquisition Date

Operator
Instrument / Ser#

12.01.2023 12:06:47

BDAL@DE

micrOTOF 10248

Comment C23H28N205 mH 413.2070 calibrant added CH30H
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Dry Heater 180 *C
Scan Begin 50 m/z Set Capillary 4500 vV Set Dry Gas 4.0 I/min
Scan End 2500 m/z Set End Plate Offset -500 Vv Set Divert Valve Waste
Intens;i_ +MS, 0.7-1.0min #(41-58)
x10 341.9624
4_
299.1994
2- 391.2836 436.9075 622.0294

318.0879

468.9332

536.8854

.D_
300 350 400 450 500 550 600 m/z
Intens. +MS, 0.7-1.0min #(41-58)
435.1884
8000+
6000
40007

2000+

436.1919

o C23HZ8N205, ManNa 43519
2000 435.1890
1500-
1000
436.1924
500
434 6 4348 435.0 435.2 435.4 435.6 435.8 436.0 436.2 "miz

HRMS (ESI/Q-TOF) of 21-(5-nitroisoxazole)-pregna-5,16-dien-33-o0l-20-one (2c)
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1H NMR (CDCls, 300 MHz) spectrum of compound 21-(5-nitroisoxazole)-pregna-5-en-33-ol-20-one (2d)
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13C NMR (CDCls, 75 MHz) spectrum of compound 21-(5-nitroisoxazole)-pregna-5-en-33-ol-20-one (2d)
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Analysis Info

Analysis Name

Acquisition Date  31.01.2024 14:52:53

D:\Data'\Kolotyrkina'2024\Volkova\0131024.d

Method tune_low.m QOperator BDAL@DE
Sample Name  /YUVA MaVi-184f2 Instrument / Serd# micrOTOF 10248
Comment C23H30N205 mH415.2227 calibrant added CH3CH
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Foous Not active Set Dry Heater 180 °C
Scan Begin 50 mfz Set Capillary 4500V Set Dry Gas 4.0 Ifmin
Scan End 3000 m/z Set End Plate Offset -500 V Set Divert Valve Waste
Intens. +MS, 0.6-0.9min #{36-51)
x109
1.57
169.0489
1.0
851.4111
0.5] 437.2036
685.4296
0.0 L e Li P . . . :
500 1000 1500 2000 2500 m/'z
Intens. +MS, 0.6-0.9min #(34-52)
x104
6
437.2036
4_
5
JL “ 453.1776
1.2960 450.3599 457.3443
ke 4352285 L N i 4452967 447.3445  HIUS999 . 73
C23H30N205, M+nNa ,437.21
20001 437.2047
1500+
1000
500+
0 i
C23H30N205. M+nK ,453.18
20001 453.1786
1500+
10007
500+
4350 4375 4400 4425 4450 4475 4500 4525 4550 4575  miz

HRMS (ESI/Q-TOF) of 21-(5-nitroisoxazole)-pregna-5-en-3f3-ol-20-one (2d)
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1H NMR (CDCls, 300 MHz) spectrum of 3-acetate 16a,17a-epoxy-21-(5-nitroisoxazole)-pregna-5-en-33-ol-20-

one (2e)
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13C NMR (CDCls, 75 MHz) spectrum of 3-acetate 16a,17a-epoxy-21-(5-nitroisoxazole)-pregna-5-en-33-ol-20-

one (2e)
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Analysis Info Acquisition Date  01.12.2022 10:32:32
Analysis Name  D:\Data\Kolotyrkina\2022\Malahova'1101002.d

Method tune_wide.m Operator BDAL@DE

Sample Name  /YUVA MaVi-087f1 Instrument / Ser# micrOTOF 10248
Comment C25H30N207 mH471.2125 calibrant added CH30H

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Dry Heater 180 "C
Scan Begin 50 miz Set Capillary 4500 V Set Dry Gas 4.0 I/min
Scan End 3000 m'z Set End Plate Offset -500 v Set Divert Valve Waste

Intens. +MS, 0.7-0.9min #(40-54)
x104

411.1957

4931947 5252216 577.5183
549.4887

393.2979

603.5325

449.0065

300 350 400 450 500 550 600 miz

Intens. +MS, 0.7-0.9min #(40-54)
488.2397 493.1947

0.6

0.4- 489.2439 494.1983

OIE_W\_/\'—/J u i T
0.0

488.2391

C25H30N207, M+nNH4 ,488.24
2000+

1500+

1000

489.2424

500

490.2458
il

C25H30N207, M+nNa ,493.20

2000 493.1945

1500+

1000

494.1979
500+

495.2012
A

486 488 490 492 494 496 498 miz

HRMS (ESI/Q-TOF) of 3-acetate 16a,17a-epoxy-21-(5-nitroisoxazole)-pregna-5-en-33-ol-20-one (2€)
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1H NMR (CDCls, 300 MHz) spectrum of 3-acetate of 21-(5-nitroisoxazole)-pregna-33-ol,17a-hydroxy-11,20-
dione, 5 (2f)
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13C NMR (CDCIs, 75 MHz) spectrum of 3-acetate of 21-(5-nitroisoxazole)-pregna-3B-ol,17a-hydroxy-11,20-
dione, 58 (2f)
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Analysis Info

Analysis Name  D:\Data\Kolotyrkina\2023\Malahova'0124013.d
Method tune_low.m

Sample Name  /YUVA MaVi-103f3.3

Comment C25H32N208 mH 489.2231 calibrant added CH30OH

Acquisition Parameter

Source Type ESI lon Polarity Positive
Focus Not active

Scan Begin 50 miz Set Capillary 4500V
Scan End 2500 m/z Set End Plate Offset -500 V

Acquisition Date 24.01.2023 12:05:42

Operator

BDAL@DE

Instrument / Ser# micrOTOF 10248

Set Nebulizer 0.4 Bar
Set Dry Heater 180 °C
Set Dry Gas 4.0 |/min
Set Divert Valve Waste

Intens.
x104]

511.2050

4] 185.1149
301.1401
999.4230

12439730
.HLLJ.J..I YT B 1

1487.6336

J.IiL._

+MS, 0.8-1.0min #{50-58)

250 500 750 1000 1250

1500 1750

2000 2250 miz

506.2495

0 J L 507.2522 5082358 J

N

511.2050

512.2080

513.2105
-

+MS, 0.8-1.0min #(50-58)

20001 506.2497

15007

1000

507.2530
500

n 508.2564
A

C25H32N208, M+nNH4 ,506.25|

2000+

1500

1000

500+

511.2051

512.2084

A 513.2118
i

C25H32N208, M+nNa 511.21

506 508 510

512

514 516 miz

HRMS (ESI/Q-TOF) of 3-acetate of 21-(5-nitroisoxazole)-pregna-3p-ol,17a-hydroxy-11,20-dione, 5B (2f)
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Analysis Info
Analysis Name
Method
Sample Name
Comment

tune_low.m
YUVA VIKA-011f2

Acquisition Parameter
Source Type ESI
Focus Not active
Scan Begin 50 m/z
Scan End 3000 m/z

lon Polarity

Set Capillary
Set End Plate Offset

D:\Data'\Kolotyrkina\2023\Wolkova\1123003.d

C25H30N404 mH451.2339 clb added CH30H

Positive

4500V
-500 Vv

Acquisition Date 23.11.2023 10:56:45

Operator BDAL@DE

Instrument / Ser## micrOTOF 10248

Set Nebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

0.4 Bar
180 "C
4.0 |/min
Waste

Intens.

5
x10 473.2148

1.0
0.57

b

622.0289

+MS, 0.7-0.9min #{40-53)

4132664 L 514.2416
0.0 f—s I NN N S
400 450 500

pR——

550

— =T =TT

600 650

_698.3310727.4718 7636043 8105496

700 T 750 800 miz

Intens .
x10°

1.007
0.75
0.507

0.253 451.2335

473.2148

468.2600

LAl

+MS, 0.7-0.9min #{40-53]

489.1882

0.00% b

20001 4512340

15007
1000
5007 l

C25H30N404, M+nH ,451.23

20007
15007
1000

5001

468.2605

L.

C25H30N404, M+nMNH4 468,26

20007
15007
1000

500

473.2159

"

C25H30N404, M+nNa 473.22)

20004
15007
10004

5001

C25H30N404, M+nK 489.19
489.1899

450 455 460

470 475

|,
480 485 490 miz

HRMS (ESI/Q-TOF) of 3-acetate 20-[3-(5 " -azide)isoxazole]-pregn-5,16-dien-33-ol-20-one (3a)
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1H NMR (CDCIz, 300 MHz) spectrum of 3-acetate 20-[3"-(5 " -azide)isoxazole]-pregn-5-en-33-ol-20-one (3b)
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Analysis Info
Analysis Name
Method
Sample Name
Comment

Acquisition Date  08.02.2024 18:02:25

D:Data\Kolotyrkina'2024'\Weolkova'0208042.d

tune_low.m
AYUVA vika-1850

Operator BDAL@DE

Instrument / Ser# micrOTOF 10248

C25H32MN404 mH453.2496 calibrant added CH30H

Acquisition Parameter

Source Type
Focus

Scan Bagin
Scan End

ESI

MNat active
50 m/z
3000 m'z

lan Polarity

Sel Capillary

Sel End Plate Offzet

0.4 Bar
180 °C
4.0 ['min
Wastle

Sal Nebulizer
Sal Dry Heater
Seal Dry Gas
Seal Divert Valve

Pasitive

4500 W
500V

Intens .3
w1053

475.2310

393.2250

I A n 1 L

+M3, 0.7-0.7min #{40-41))

516.2572
) 812.5644

L 573.2285622.0282 i .ISEBD

400

500 8O0 700 8O0 miz

4532487
b

+MS, 0.7-0.7min #{40-41)

475.2310

4702753

L

L

453 2486

G25H32NED4. M 45325

C25H32N404, M+nMH4 47028
4702762

C25H3ZN404, MenMa 475.23
4752316
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HRMS (ESI/Q-TOF) of 3-acetate 20-[3"-(5 " -azide)isoxazole]-pregn-5-en-33-ol-20-one (3b)
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Analysis Info

Analysis Name

Method

Sample Name

Gomment

tune_low.m

NYUVA Vika-00411

D:\Data'Kolotyrkina\2023'Malahova'1102004.d

C31H35N04S mH 518.2358 calibrant added CH30H

Acquisition Parameter
ESI
Not active
50 mfz

Source Type

Focus

Scan Begin

Scan End

3000 miz

lon Polarity Positive

4500 V
-500 V

Set Capillary
Set End Plate Offset

Acquisition Date 02.11.2023 12:54:51

QOperator BDAL@DE

Instrument / Ser## micrOTOF 10248

0.4 Bar
180 *C
4.0 I/min
Waste

Set Mebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

Intens. ]
x4

;T

441.2965

honsk

e

L b

518.2350

»

540.2172

581.2455

ok

617.5039

450

500

+MS, 0.9-1.0min #{54-59)

671.4523 723.5466 n

" 550 600

650 700 750 miz

Intens.
%1047

515.4742

518.2350

L

535.2622

529.4881
523.3520 -4

+MS, 0.5-1.0min #{54-59)
540.2172

-

2503'
20007
15001
1000

500

518.2360

.
C31H35N04S, M+nH 518.24

2503'
20007
15004
1000+

500

535.2625

C31H35N0O4S, M+nNH4 535.26

B

2508-
20007
15004
1000+

5001

C31H35N04S, M+nNa ,540.22
540.2179

T 515

" 520

" 5p5 530

" 535

545

HRMS (ESI/Q-TOF) of 3-acetate 20-[3-(5" -tiophenole)isoxazole]-pregn-5,16-dien-33-ol-20-one (4a)
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IH NMR (CDCIs, 300 MHz) spectrum of 3-acetate 20-[3"-(5 -tiophenole)isoxazole]-pregn-5-en-33-ol-20-one
(4b)
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Analysis Info

Analysis Name

Method

Sample Name
Comment

tune_low.m

Acquisition Parameter
Source Type

Focus

Scan Begin

Scan End

ESI

Not active
50 miz
3000 miz

/YUVA Mavi-188f1
C31H37NO4S mH520.2516 calibrant added CH3CN

D:\Data\Kolotyrkina'2024\Volkova'\0221020.d

lon Polarity

Set Capillary
Set End Plate Offset

Paositive

4500 V

-500 V

Acquisition Date

21.02.2024 15:58:23

Operator BDAL@DE
Instrument / Ser# micrOTOF 10248

Set Nebulizer 0.4 Bar
Set Dry Heater 180 C
Set Dry Gas 4.0 IYmin
Set Divert Valve Waste

Intens
Faling
2]

1]

0

365.1013

O ST AU T

435.2607

I

-

A

L

542.2339

520.2510

563.2594
ke

624.4010

"

+MS_ 0.9-1.0min #{52-59)

765.5601

e i

685.4371 722.5259
e o,

400

450

500 550

600

650 700 750 miz

Intens
x0d

517.3662
515.3511 e

5202513

Lo

527.1575 529.3479 531.3816

537.2785
1

+MS, 0.8-1.0min #{48-59)
542.2335

540.4441 K % ‘L545j005 549.4045

3000+

2000

1000

520.2516

C31H37NC45, M+nH ,520.25)

3008'
2000+

10007

537.2782

C31H37MO4S, MnNH4 537.28)

3008-
2000

1000

C31H37TNO4S, M+nNa 542.23
5422336

540 545 550 m/z

HRMS (ESI/Q-TOF) of 3-acetate 20-[3"-(5 " -tiophenole)isoxazole]-pregn-5-en-33-0l-20-one (4b)
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Analysis Info

Analysis
Method

Mame  D’\Data\Kolotyrkina'2024'Volkova'\0208041.d
tune_low.m

Sample Name  ~YUVA vika-19H1
Comment C258H32MN204 mH425.2534 calibrant added CH30H

Acquisition Parameter
Source Type ESI lon Polarity Positive

Focus

Mot active

Scan Begin &0 miz Set Capillary 4500 V

Scan End

3000 miz Sat End Plate Offset -s00 W

Acquisition Date  08.02.2024 17:58:18

Operator BDAL@DE
Instrument / Serf micrOTOF 10248

Set Nebulizer 0.4 Bar
Set Dry Heater 180 G
Set Dry Gas 4.0 'min
Sat Divert Valve Waste

Intens.

%105
2.0
1.5
1.0
0.5
0.0

425.2425

255 2676 341.2101 . o1

524 3482

+MIE, 0.6-1.0min #(46-58)

622.0291659.13452

300 400 S EW

B0 00 0000 me

Intans. |
105
1.5
1.0

05

425.2425

un e

447 2245

+ME, 0.6-1.0min #(46.58)

453.1986

2483
2000
1500
1000
500

425.2435

I
C25H32N204, MenH 425.24

25083
2000
1500
10007
500

442 2700

C25HIEN2Z04, MenMH4 442 37

25083
2000
1500
1000
500

447 2254

|

C25H3ZN204, M+nMa 44723

2503
20007
1500
1000
500
o4,

420 a25" " Taan’ T Taas T a0 T aas”

C2EHIZN204, M+nk 46320
453.1994

Ty

[
455 460 465 m'z

HRMS (ESI/Q-TOF) of 3-acetate 20-[3"-(5""-amine)isoxazole]-pregn-5,16-dien-33-ol-20-one (5a)
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13C NMR (CDCls, 75 MHz) spectrum of 3-acetate 20-[3"-(5 " -amine)isoxazole]-pregn-5-en-33-ol-20-one (5b)
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Analysis Info Acquisition Date  28.02.2024 16:26:56
Analysis Name  D’Data\Kolotyrkina\2024'Wolkova'0228019.d
Method tune low.m Operator BDAL@DE
Sample Name  /YUVA MaVi-189i2 Instrument / Ser#t micrOTOF 10248
Comment C25H34N204 mH427.2591 calibrant added CH3CN
Acquisition Parameter
Source Type ESI len Polarity Paosgitive Set Mebulizer 0.4 Bar
Focus Mot active Set Dry Heater 180 C
Scan Begin 50 m'z Set Capillary 4500V Set Dry Gas 4.0 lmin
Scan End 3000 miz Set End Plate Offset 500V Set Divert Valve Waste
Intens.J +M5, 0.6-1.0min #{36-59)
:-:1[)4_
3 427.2581
3_
3383408
2.
E 391.2838 440, 2700
1 360.3233 h 413.2839 [ | 4652142 4883935 516.4252
[ .ilu. PRV T T - [ P 1} . L L 1. b oy L TP - P I".
340 380 380 400 420 420 480 480 500 520 m'z
Intens. +MS, 0.7-1.0min #(39-58)
x1ot 427 2581
3_
2_
14 | 428.2618
| 429 2606
4253603
430.3817
C2BH3AN204, ManH 427 .26
) 427 2591
1500
1 CeM0
428.2625
500
| l 4292658
425 426 427 428 429 430 431 432 433 m'z

HRMS (ESI/Q-TOF) of 3-acetate 20-[3"-(5""-amine)isoxazole]-pregn-5-en-3f3-ol-20-one (5b)
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Analysis Info

Analysis Name D:\Data\Kolotyrkina\2023'\Malahovall

Acquisition Date 30.11.2023 15:42:58

130027.d

Method tune_low.m QOperator BDAL@DE
Sample Name SYUVA vika-008f4 Instrument / Serd# micrOTOF 10248
Comment C32H38N204 mH 515.2904 calibrant added CH3OH
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Dry Heater 180 °C
Scan Begin 50 miz Set Capillary 4500 V Set Dry Gas 4.0 l/min
Scan End 3000 m/z Set End Plate Oftset -500 Set Divert Valve Waste
\nten55 §37.2719 +MS, 0.6-1.0min #(37-58)
x10 515.2900
2]
Lk 622.0288
o 360.3231  391.2845  419.3151 441 2968 475.2588 574.3586 644.0092 680.4774 722,5169
400 450 500 550 600 650 700 miz
\ntenss 5372719 +MS, 0.6-1.0min #(37-58)
x10 515.2900
2
1]
0 h A ’\
C32H38N204, M+nH ,515.29|
2000 515.2904
15004
1000
500 I
L
05 Ca2HaaNz0d, MnNa 537 27]
2000 537.2724
1500
1000
500 [
1] T T T —
510 515 520 525 530 535 540 545 m/z

HRMS (ESI/Q-TOF) of 3-acetate 20-[3™

-(57-benzylamine)isoxazole]-pregn-5,16-dien-3f-ol-20-one (7a)
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Analysis Info
Analysis Name
Method
Sample Name
Comment

Acquisition Date 21.02.2024 15:52:09
D:\Data\Kolotyrkina\2024'Volkova\0221019.d
tune_low.m

SYUVA Mavi-186f2

C32H40N204 mH517.3060 calibrant added CH3CN

Operator
Instrument / Ser#

BDAL@DE

micrOTOF 10248

Acquisition Parameter
Source Type

Focus

Scan Begin

Scan End

ESI

Not active
50 miz
3000 m/z

lon Polarity

Set Capillary
Set End Plate Offset

Positive

4500 V
-500V

Set Nebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

0.4 Bar
180 *C
4.0 I/min
Waste

Intens. |

+MS, 0.4-0.9min #(25-56)
x104]

539.2891

2] 294.1968
353.2657 4132731

=1

SB0.3154 5000297  680.4796 N
200 300 400 500 500 700 800 miz

539.2891 +MS, 0.4-0.9min #(25-586)

517.3066

: LA

517.3061

526.4290 545.4023

A
C32H40N204, M+nH ,517.31

5004 1
i} A

1500

5392880 C32H40N204, M+nNa ,539.29|

1000+

5004 l
i

5158 520 525 530 536 540 545 miz

HRMS (ESI/Q-TOF) of 3-acetate 20-[3 -(5""-benzylamine)isoxazole]-pregna-5-en-33-0l-20-one (7b)
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Analysis Info Acquisition Date

30.11.2023 15:48:47

Analysis Name D:\Data'\Kolotyrkina\2023'Malahova'1130028.d
Method tune_low.m Operator BDAL@DE
Sample Name SYUVA vika-10f1 Instrument / Ser# micrOTOF 10248
Comment C29H40N204 mH 481.3060 calibrant added CH30H
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Dry Heater 180 °C
Scan Begin 50 mfz Set Capillary 4500 V Set Dry Gas 4.0 l/min
Scan End 3000 miz Set End Plate Offset -500 vV Set Divert Valve Waste
Intens.] +MS, 0.7-0.9min #(39-52),
%105 481.3060
2]
1; 503.2875
ol 391.2839 413.2671 | 540.3789 613.3971 651.3987
400 450 500 550 600 650 700 m/z
In:ir;a‘s: 481.3060 +MS, 0.7-0.9min #(39-52),
; ] 503.2875
o | i 513.3307 a19.2618
] C29H40N204, M+nH ,481.31
20007 481.3061
10007
o
GC29H40N204, M+nNa ,503.29)
20001 503.2880
10004
0
] C29H40N204, M+nK ,519.26)
20007 519.2620
1000
ol e ——————— ——————r ] 1 .
480 490 500 510 520 530 m/z

HRMS (ESI/Q-TOF) of 3-acetate 20-[3"-(5 " -diethylamine)isoxazole]-pregn-5,16-dien-33-ol-20-one (7c)
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Analysis Info

Acquisition Date

30.11.2023 15:59:01

Analysis Name D:\Data'\Kolotyrkina'2023\Malahova'1130030.d
Method tune_low.m Operator BDAL@DE
Sample Name /YUVA MaVi-1761 Instrument / Ser# micrOTOF 10248
Comment C29H42N204 mH 483.3217 calibrant added CH30OH
Acquisition Parameter
Source Type ES| lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Not active Set Dry Heater 180 °C
Scan Begin 50 miz Set Capillary 4500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set End Plate Offset -500 V Set Divert Valve Waste
Intens.d +MS, 0.6-1.0min #(36-57)
x10%; 505.3037
Al .
24
0- 277.2599 9876182 1221.0958 15219831
500 1000 1500 2000 2500 miz
505.3036 +MS, 0.6-1.0min #(37-59)
483.3221
481.3085 || ﬂ 503.2878 Jt
283.3917 C29H42N204, NnH 483.32
L.
505.3037 C29H42N204, M+nNa ,505.30
480 435 490 495 505 510 515 miz

HRMS (ESI/Q-TOF) of 3-acetate 20-(5 -diethylamineisoxazole)-pregna-5-en-3f3-ol-20-one (7d)
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33C NMR (CDCls, 75 MHz) spectrum of 3-acetate 20-(5-pyrrolidineisoxazole)-pregna-5,16-diene-33-ol-20-one

(7e)
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Analysis Info
Analysis Name
Method
Sample Name
Comment

tune_low.m
J/YUVA Vika-006f1

Acquisition Parameter
Source Type ESI
Focus Mot active
Scan Begin 50 m/z
Scan End 3000 m/z

D:Data'Kolotyrkina\2023'Malahovat1102005.d

C29H38N204 mH 467.2904 calibrant added CH30H

lon Polarity Paositive

4500 V
-500 Vv

Set Capillary
Set End Plate Offset

Acquisition Date

Operator

Instrument / Ser# micrOTOF

Set Nebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

02.11.2023 13:05:42

BDAL@DE
10248

0.4 Bar
180 °C
4.0 Ifmin
Waste

Intens.
(%]
1004
BD_
60+
40
207

[} T

479.2907

. 490.2822

501.2725

+MS, 0.6-1.0min #{37-59)

517.2467

440 450 460

470 480 480

500

510 520 530 miz

Intens.
[%6])3

1004 479.2907

501.2725

4890.2822

+MS, 0.6-1.0min #(37-59)

517.2467

479.2904

L
C29H38N204, M+nH ,479.29

501.2724

C29H38N204, M+nNa ,501.27

C29H38N204, M+nK ,517.25
517.2483

o} —
470 480

T T T T T T T

T ,4é0‘ — IEéDI T

520 miz

HRMS (ESI/Q-TOF) of 3-acetate 20-(5-pyrrolidineisoxazole)-pregna-5,16-diene-3B-ol-20-one (7€)
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Analysis Info
Analysis Name

Method
Sample Na
Comment

Acquisition Parameter

Source Type
Faocus

Scan Begin
Scan End

me

ESI

Mot active
50 miz
3000 m/z

D:\Data‘\Kolotyrkina\2023'\Malahova'1130029.d
tune_low.m
MYUVA MaVi-178f1
C29H40N204 mH 481.3060 calibrant added CH30H

lon Polarity

Set Capillary
Set End Plate Offset

Positive

4500 V
-500 V

Acquisition Date

Operator
Instrument / Ser#

Set Nebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

30.11.2023 15:52:38

BDAL@DE
micrOTOF 10248

0.4 Bar
180 °C
4.0 /min
Waste

Intens.
x105]
LE

11

171.1001
|

503.2876

L

983.5854

743.4369

L

1463.8872

+MS, 0.7-0.8min #(41-50)

500

1000

1500

2000

2500

T
miz

481.3058

503.2876

L

519.2624

+MS, 0.7-0.8min #{41-50)

481.3061

C29H40NZ04, M+nH 48131

503.2880

C29H40N204, M+nNa 503.29)

519.2620

L

C29H40N204, M+nK ,519.26|

480

480

T
500

520

530

HRMS (ESI/Q-TOF) of 3-acetate 20-(5 -pirrolidineisoxazole)-pregna-5-en-33-ol-20-one (7f)
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13C NMR (CDCls, 75 MHz) spectrum of 20-[3-(5""-pyrrolidine)isoxazole]-pregn-5-en-33-ol-20-one (7g)
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Analysis Info
Analysis Name
Method
Sample Name
Comment

Dh\Data\Kolotyrkina'2024'Malahova0320041.d

tune low.m

MYUVA MaVi-1931

C27H38N203 mH439.2936 calibrant added CH30H

Acquisition Parameter

Source Type
Focus

Scan Bagin
Scan End

ESI

Mot active
50 m/z
3000 méz

lon Polarity Positive

4500 V
-500 V

Saet Capillary
Set End Plate Offset

Acquisition Date  20.03.2024 17:20:44

Operator BDAL@DE
Instrument [ Ser# micrOTOF

Set Nebulizer
Set Dry Heater
Set Dry Gas

Set Divert Valve

10248

0.4 Bar
180 “C
4.0 Umin
Waste

Intens.
x1l|}5_
4

2-

0

171.0994

PR VY i

439.2952

8995650 4321 ogs8

+M3, 0.5-0.7min #{27-40)

500 1000 1500

2000 2500

Intens.

%105

4382862

461.2771

+MS, 0.5-0.7min #{27-40)

477.2504

2000+

15007

1000

5007

439.2855

C27H3IBNZ0Z, M+nH ,439.30

20007

1500

10007

500

461.2775

C2TH3BM203, M+nMa 461 .28

2000

1500+

10004

500

0+

C2TH3EM203, M+nk 477 .25

477.2514

435

“440 445’ "450 455 480

470 475

HRMS (ESI/Q-TOF) of 20-[3"-(5 "-pyrrolidine)isoxazole]-pregn-5-en-33-ol-20-one (7g)

S-45
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Analysis Info

Analysis
Method

Name

Sample Name
Comment

Acquisition Parameter

Source Type

Focus

Scan Begin

Scan End

ESI

Not active
50 m/z
3000 m/z

D:\Data'\Kolotyrkina'2023'Malahova'i130031.d
tune_low.m

SYUVA vika-009f1
C30H40N204 mH 493.3060 calibrant added CH30H

lon Polarity Positive

Set Capillary 4500 V
Set End Plate Offset -500V

Acquisition Date

Operator
Instrument / Ser#

Set Nebulizer

Set Dry Heater

Set Dry Gas

Set Divert Valve

30.11.2023 16:09:01

BDAL@DE
micrOTOF

0.4 Bar
180 C
4.0 l/min
Waste

10248

Intens
x108

171.1002

515.2886

761.9402
i i

1 00?]5869
L

+MS, 0.7-1.0min #{42-58)

500

1000 1500

2000

2500

m/z

Intens
%105

493.3070

504.3000

515.2886

+MS, 0.7-1.0min #(d2-58)

2000+
1500
1000

500

493.3061

*—C30Ma0NZ0F, M 49331

2000
15004
10004

500

515.2880

L.

C30H40N204, M+nNa ,515.29

485

490 495

500 505

515

520

HRMS (ESI/Q-TOF) of 3-acetate 20-(5 -piperidine isoxazole)-pregna-5,16-diene-33-ol-20-one (7h)

S-47
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Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\Data\Kolotyrkina\2023\Malahova'1214014.d
tune_low.m

MUVA Mavi-182(

C30H42N204 mH495.3217 clb added CH30OH

Acquisition Parameter

Source Type
Focus

Scan Begin
Scan End

ESI

Mot active
50 m/z
3000 m'z

lon Polarity

Set Capillary
Set End Plate Offset

Positive

4500V
-500 W

Acquisition Date  14.12.2023 14:20:39
Operator EDAL@DE

Instrument / Ser# micrOTOF 10248

Set Nebulizer
Sat Dry Heater
Set Dry Gas
Set Divert Valve

0.4 Bar
180 <C
4.0 ['min
Waste

Intens.
x105
3

2

517.3040

11 2011050

‘322.?114 1221 6917
ik i

+MS, 0.6-0.8min #(36-48)

D___LLllLILlllli'l.l Loi
500

1000 1500

2000 25010 miz

Intens.
x105

20
15

1.0

.o

493.3462 J !

4853222

501.3718

n

WS, 0.6-0.8min #(36-48)

517.3040

2000

1500

1000

5007

4853217

C30H42MN204, M+nH 49532

2000

1500

1000

500

D.

f ' f ' . f v V ' - f ' i f

495 500 505

CA0H42N204, M+nMa 517.30
517.3037

.. T
520

515 " miz

HRMS (ESI/Q-TOF) of 3-acetate 20-[5 -piperidine isoxazole]-pregna-5-en-33-ol-20-one (7i)
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Analysis Info

Analysis Name

Method

Sample Name

Comment

Acquisition Parameter

tune_low.m

YUVA MaVi-19611

D:\Data\Kolotyrkina\2024\Malahova\0403039.d

C28H40N203 mH453.3111 calibrant added CH30OH

Saurce Type

Focus

Scan Begin
Scan End

ESI
Mot active
50 mz
3000 m'z

len Polarity

Set Capillary

Positive

4500V

Set End Plate Offset -500 V

Acquisition Date

Operator
Instrument / Ser# micrOTOF 10248

Sat Nebulizer

03.04.2024 19:10:19

BDAL@DE

0.4 Bar

Set Dry Heater 180 °C

Set Dry Gas

4.0 l'rin

Sat Divert Valve Waste

Intens.d
%108

475.2831

927.5878

+MIS, 0.5-0.8min #(28-47)

2140863

Laila |

500

1221 9877
" 1000 '

1500

" 2500 ' miz

Intens.
109

453.3110

4752831

+MIS, 0.5-0.8min #(28-47)

4391.2713

2000

1500

1000

500

453.3112

C28H40M203, M+nH 453.31

2000+

1500+

1000+

500

475.2931

C2BH40M203, M+nNa 47529

HRMS (ESI/Q-TOF) of 20-[3"-(5""-piperidine)isoxazole]-pregn-5-en-3p-ol-20-one (7j)
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Analysis Info Acquisition Date  08.02.2024 18:08:42
Analysis Name  D@\Data'\Kolotyrkina'2024'Volkova\0208043.d

Method tune_low.m Operator BDAL@DE

Sample Name  /YUVA vika-22f2 Instrument / Ser# micrOTOF 10248
Comment C31H42N204 mH507.3217 calibrant added CH3CH

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus MNot active Set Dry Heater 180 °C
Scan Begin 50 m/z Set Capillary 4500 V Set Dry Gas 4.0 I/min
Scan End 3000 m/z Set End Plate Offset -500 v Set Divert Valve Waste

Intens. | +MS, 0.5-0.7min #(28-41)
®10

6
507.3212
44

24

‘ ?49.?180I 447.2245 i
‘D - Li A L

622.0288 7829615
I a
200 300 400 500 600 700 800 miz

Intens. +MS, 0.5-0.7min #(28-41)
x105]

57 507.3212

529.3031

' L.

507.3217

A
C31H42N204, M+nH ,507.32
20001

1500
1000

500+

C31H42N204, M+nNa ,529.30

2000 529.3037

1500+

1000

500

L
0 . T T T r : .
505 510 515 520 525 530 miz

HRMS (ESI/Q-TOF) of 3-acetate 20-[5-(4 " -methylpiperidine)isoxazole]-pregna-5,16-diene-3f-ol-20-one (7k)
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3C NMR (CDCls, 75 MHz) spectrum of 3-acetate 20-[5-(4""-methylpiperidine)isoxazole]-pregna-5-en-3§-o0l-20-

one (71)
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21.02.2024 15:46:19

Analysis Info Acquisition Date
Analysis Name D:\Data'\Kolotyrkina'2024'Volkova\0221018.d
Method tune_low.m Operator BDAL@DE
Sample Name fYUVA Mavi-18711 Instrument / Ser# micrOTOF 10248
Comment C31H44N204 mH509.3373 calibrant added CH3CN
Acquisition Parameter
Source Type ESI lon Polarity Paositive Set Nebulizer 0.4 Bar
Focus Mot active Set Dry Heater 180 C
Scan Begin 50 miz Set Capillary 4500 V Set Dry Gas 4.0 Ymin
Scan End 3000 miz Set End Plate Offset -500 V Set Divert Valve Waste
Inlen54_ 509.3361 +MS, 0.5-1.0min #(31-57)
x10
4
2 293.1746 622.0280
T ' Lo 39'1233? 435'.2626 . kg 584'?725 Lo 880':‘776_”'6 5503  764.5809 ala,
200 300 400 500 600 700 800 miz
Intens +MS, 0.5-1.0min #(31-57)
x104
6 509.3361
4
2 510.3383
. 507.0052 508.4466 SURAST  s124120 siaa127 5164249
C31H44N204, M+nH ,509.34]
20001 509.3374
1500
1000
510.3407
500
511.3441
0 ; A
506 508 510 512 514 516 miz

HRMS (ESI/Q-TOF) of 3-acetate 20-[5-(4 " -methylpiperidine)isoxazole]-pregna-5-en-33-ol-20-one (71)
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1H NMR (CDClz, 300 MHz) spectrum of 3-acetate 20-[3"-(5-morpholine)isoxazole]-pregn-5,16-dien-33-ol-20-

one (7m)
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13C NMR (CDCls, 75 MHz) spectrum of 3-acetate 20-[3"-(5 " -morpholine)isoxazole]-pregn-5,16-dien-33-ol-20-

one (7m)
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Analysis Info
Analysis Mame
Method
Sample Name
Comment

D:\Data'Kolotyrkina\2023'\Malahova'1011003.d
tune_low.m

AUVA Vika-003

C29H38N205 mH 495.2853 calibrant added CH30H

Acquisition Parameter
Source Type ESI
Focus Mot active
Scan Begin 50 m/z
Scan End 3000 m/z

lon Polarity Positive

Set Capillary
Set End Plate Offset

4500V
500V

Intarns. 3

o

jury

(=]
o

grdcleicibirindoiiiain

517.

[ LR R Y

277.2474 61 2843

400

463.1329
450

250 S00

Acqguisition Date  11.10.2023 10:31:37

Operator EBEDAL@DE

Instrument / Ser#  micrOTOF 10248

0.4 Bar
180 “C
4.0 Imin
Waste

Sat Nebulizer
Set Dry Heater
Set Dry Gas
Set Divernt Valve
+MS, 0.9-1.0min #(56-59)
2679

622.0297

7225270

550 GO0 G50 700

m'z

Y

495 2854

[T ]

" |

517.2678

+MS, 0.8-1.0min #(56-58]

L

533.2424
i

495.2853

)

C2GHIEN205, WerH 49528

517.2673

C29H3BM205, M+nMa 51727

C29H3BMN205, M+nk 533.24
533.2412

| I A

500 510

520 530 540 miz

HRMS (ESI/Q-TOF) of 3-acetate 20-[3°-(5 " -morpholine)isoxazole]-pregn-5,16-dien-33-0l-20-one (7m)
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Analysis Info

Analysis Name  DiData\Kolotyrkina'2024'Wolkova'0110013.d
Method tune_low.m

Sample Name  /YUVA MaVi-1741

Comment C29H40M205 mH 397.3020 calibrant added CH30OH

Acquisition Parameter

Source Type ESI lon Polarity Positive
Focus Mot active

Scan Begin 50 m/z Set Capillary 4500V

Scan End 3000 m'z Sat End Plate Offset 500V

Acquisition Date  10.01.2024 17:46:00

Operator BDAL@DE
Instrument / Ser# micrOTOF 10248

Set Nebulizer 0.4 Bar
Set Dry Heater 180 O
Set Dry Gas 4.0 l'min
Set Divert Valve Wasta

Inters.
x109

1.57
519.2813
1.04
201.1038
0.

(*1]
L

h 9220080  q221.9847
[T LR TR adi | 1521.9568

0.0+

+MS. 0.6-1.0min #(37-58)

500 1000 1800

2000 2500 miz

Inters.
%109

1.004

0.75 4497.2593
0.50
025

0.00

J\‘ fl ) 511.11675132.4083 516.4227 |L .\ X

+M3, 0.6-1.0min #(33-59)
519.2812

2000 4497.3010

1500+

1000

500

CEZAH40M205, M+nH 457.30

2000+

1500+

1000

500

-

C29H40M205, M+nMNa 518.28
519.2829

485 500 505 510

55 s " miz

HRMS (ESI/Q-TOF) of 3-acetate 20-(5"-moroholineisoxazole)-pregna-5-en-3f3-ol-20-one (7n)
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13C NMR (CDCls, 75 MHz) spectrum of 20-[3°-(5""-morpholine)isoxazole]-pregn-5-en-33-o0l-20-one (70)
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Analysis Info Acquisition Date  20.03.2024 17:25:41
Analysis Mame  Df\Data‘Kolotyrkina'\2024'\Malahova'0320042.d

Method tune low.m Operator BDAL@DE
Sample Name  AYUVA MaVi-195(1 Instrument / Ser¢ micrOTOF 10248
Commaent C27H38M204 mH455.2915 calibrant added CH30OH
Acquisition Parameter
Source Type ESl lon Polarity Pasitive Sel Nebulizer 0.4 Bar
Focus Mol active Sel Dry Heatar 180 €
Secan Begin 50 miz Set Capillary 4500 v Sel Dry Gas 4.0 l/min
Scan End 3000 miz Set End Plate Offget 500 W Sel Divert Valve Waste
Intens. T +MS, 0.5-0.8min #{32-43)
x105]
1 174.0904 4772711
2_
D I ™ L l A i 931 ||553ﬂ 1221 'BEEE
500 1000 1500 2000 2500 miz
Intens. T +M4S, 0.5-0.8min #{32-49)
x105]
3d
1 4772711
2-7
1] 455 2894
Z | 461.27686 \
0+ L e i [
] C2TH38M204, M+nH 455 2%
20001 4552004
1500+
1000+
500+
0 [
] C2THIANZ0O4, MenNa 477 .27
2000+ 477.2724
1500+
1000+
500+
455 460 465 470 475 480 'z

HRMS (ESI/Q-TOF) of 20-[3"-(5""-morpholine)isoxazole]-pregn-5-en-3f-ol-20-one (70)
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1H NMR (300 MHz, CDCIs) spectrum of 3-acetate 20-[3"-(5 "-tiomorpholine)isoxazole]-pregn-5,16-dien-33-ol-20-
one (7p)
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Analysis Info
Analysis Name
Method

Sample Name
Comment

tune_low.m
YUVA vika-2112

Acquisition Parameter
Source Type ESI
Focus Mot active
Scan Begin 50 m/z
Scan End 3000 m/z

lon Polarity

Set Capillary
Set End Plate Otfset

D:\Data'Kelotyrkina\2024'Volkova\0208040.d

C29H38N2045 mH511.2625 calibrant added CH30H

Paositive

4500 V
-500 V

Acquisition Date 08.02.2024 17:53:49

Operator BDAL@DE

Instrument / Ser# micrOTOF 10248

0.4 Bar
180 C
4.0 |/min
Waste

Set Nebulizer
Set Dry Heater
Set Dry Gas
Set Divert Valve

Intens.
x104
6

4

249.2175 338.3411
ol e [ 1

511.2630

— -

+MS, 0.9-1.0min #{52-57)

622.0309
574.2736 | , 6813544

300 S

500

600 700 miz

511.2630

507.3226

L.

522.2570

+MS, 0.9-1.0min #{52-57)
533.2453

L [ 543.2892

20001 511.2625

15004

1000+

500+

C29H38N204S, MenH 511.26

2000

1500

1000+

500+

C29H38N2045, M+nMa ,533.24
533.2444

L.

500 505 510

515

520 525

530 535 540 545  miz

HRMS (ESI/Q-TOF) of 3-acetate 20-[3-(5" -tiomorpholine)isoxazole]-pregn-5,16-dien-3p-ol-20-one (7p)
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1H NMR (CDClIs, 300 MHz) spectrum of 3-acetate 20-(5 -tiomoroholineisoxazole)-pregna-5-en-33-ol-20-one (7q)
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Analysis Info
Analysis Mame  D:\Data'Kolotyrkina'\2024\Valkova\0131025.d

Method fune_low.m Operator BDAL@DE
Sample Name  YUVA MaVi-175f1.3 Instrument / Ser# micrOTOF 10248
Comment C29H40MN2048 mH513.2781 calibrant added CH30H

Acquisition Date  31.01.2024 15:00:59

Acquisition Parameter

Source Type ESI len Paolarity Pasitive Sel Nebulizer 0.4 Bar
Focus Not active Set Dry Heater 180 C
Scan Begin 50 m/'z Sel Capillary 4500 ¥ Sel Dry Gas 4.0 'min
Scan End 3000 miz Sel End Plate Oifset <500 V Sel Divert Valve ‘Wasle

Intens. +MS, 0.6-0.7min #{33-42)
x10%]

535.2586

11 301.1414 1047 52599
PR R | WO e

500 ' 1000 ' 1800 ' 2000 ' T ' miz

+MS, 0.6-0.7min #(33-42)

535.2596

513.2775

i, 521.3799 [ L
CZSHA0NZOAS, MenH 513.28

50001 513.2782
15007
1000

5007

C29HA0N2045, M+nha 535 26
ZICII.‘.IDE 535.26M1

1500
1000

500

] I
b= — T T T T T L e S — T T T T T T T — T
510 515 520 525 530 535 540 m'z

HRMS (ESI/Q-TOF) of 3-acetate 20-(5 -tiomoroholineisoxazole)-pregna-5-en-3§-ol-20-one (7q)
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1H NMR (300 MHz, CDCls) spectrum of 3-acetate 20-[3™"-(5-azepane)isoxazole]-pregn-5,16-dien-33-ol-20-one
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Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\Data'Kolotyrkina\2024\Volkova'0208039.d
tune_low.m

/YUVA vika-23f1

C31H42N204 mH507.3217 calibrant added CH30OH

Acquisition Parameter
Source Type ESI
Focus MNot active
Scan Begin 50 mfz
Scan End 3000 m/z

lon Polarity Positive

4500 V
-500 v

Set Capillary
Set End Plate Offset

Acquisition Date

Operator

Instrument / Ser# micrOTOF

Set Nebulizer
Set Dry Heater

Set Dry Gas

Set Divert Valve

08.02.2024 17:48:50

BDAL@DE
10248

0.4 Bar
180 °C
4.0 |/min
Waste

Intens.
%1053

4 529.3027

301.] 4153p0.3227 1

B677.4123
i

782.9607

+MS, 0.9-1.0min #(52-59)

L

200 300 400 500 600

700 800

900 1000 miz

Intens.

x105
4

507.3206

i L

529.3027

+MS, 0.9-1.0min #(52-59)

545.2813

20001 507.3217

15004

1000

500

C31H42N204, M+nH ,507.32

2000+

1500+

1000

500

529.3037

C31H42N204, M+nMNa ,529.30,

0= — — — — —
500 505 510 515 520 525

530 535

540

HRMS (ESI/Q-TOF) of 3-acetate 20-[3""-(5 -azepane)isoxazole]-pregn-5,16-dien-3p-o0l-20-one (7r)
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1H NMR (CDCls, 300 MHz) spectrum of 3-acetate 20-(5 -azepanisoxazole)-pregna-5-en-3f3-ol-20-one (7s)
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13C NMR (CDCls, 75 MHz) spectrum of 3-acetate 20-(5 -azepanisoxazole)-pregna-5-en-33-ol-20-one (7s)
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Analysis Info

Analysis Name  DiData\Kolotyrkina\2023'\Malahova'1 207048.d
Method tune_low.m

Sample Name  /YUWVA mavi-1790

Comment C31H42N204 mH 507.3217 calibrant added CH30OH

Acquisition Parameter

Source Type ESI lon Polarity Positive
Focus Naot active

Scan Begin 50 m/z Sat Capillary 4500 V
Scan End 3000 miz Set End Plate Offset =500 V

Acquisition Date  07.12.2023 19:27:02

Operator BEDAL@DE
Instrument / Ser# micrOTOF 10248

Set Nebulizer 0.4 Bar
Set Dry Heater 180 “C
Set Dry Gas 4.0 I/'min
Set Divert Valve Waste

Intens.-
x108;
0.757 442.3309
0.504

0,25
Ll o zzisen

+MS, 0.8-1.0min #(50-59)

500 1000 1500

2000 2500 miz

Intens.]
x105]
257 509.3363
2.0
1.5
1.0

0.5 |

o

+MS5, 0.8-1.0min #(50-59)

531.3188

I‘L |

509.3374

A
)] HMNEOE. l+nH 509.34

C31H44M204, M+nNa 531.32
531.3183

510 515 520

525 530 Mz

HRMS (ESI/Q-TOF) of 3-acetate 20-(5 -azepanisoxazole)-pregna-5-en-33-ol-20-one (7s)
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1H NMR (CDCIz, 300 MHz) spectrum of 20-[3-(5""-azepane)isoxazole]-pregn-5-en-3f3-ol-20-one (7t)
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Analysis Info
Analysis Name

Method

Sample Name

Comment

DhData‘\Kolotyrkina'2024'\Malahovai0403040.d
tune_low.m

MYUVA MaVi-19811

C29H42N203 mH467 3268 calibrant added CH30H

Acquisition Parameter

Source Type
Focus

Scan Begin
Scan End

ESI lon Polarity Positive
Mot active
50 miz

3000 mv'z

4500V
500 V

Set Capillary
Set End Plate Offset

Acquisition Date  03.04.2024 19:15:13

Operator BDAL@DE

Instrument / Ser#t micrOTOF 10248

0.4 Bar
180 “C
4.0 V'min
Waste

Set Nebulizer
Set Dry Heater
Set Dry Gas

Set Divert Valve

Intens. |

X107

4

24

467.3260

9556278
> 1221.9876 1521 9721

T 1L L L

+M3, 0.4-0.7min #(23-43)

500 1000 1500

2000 2500 miz

Intens.]
x1 1}5:

467.3260

[N Y

+MS, 0.4-0.7min #{23-43)

4893079

ul

467 3268

C28H42N203, M+nH 46733

T

T T L T T L T T v ) v v ¥
465 470 475 480

C29H42N203, M+nhMa 489.31
485.3088

485 490 | 495 miz

HRMS (ESI/Q-TOF) of 20-[3-(5 "-azepane)isoxazole]-pregn-5-en-33-ol-20-one (7t)
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Figure S1. Antiproliferative activity of pregnenolone-isoxazole hybrids 2-5 and 7 against MCF7 breast cancer
cells.
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Figure S2. Representative flow cytometry histograms refer to Figure 4A.
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Figure S3. Representative flow cytometry histograms refer to Figure 4B.
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Figure S4. Representative flow cytometry histograms refer to Figure 4C.
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