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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 0O1=8301 PW=14.3 AQ=0.900 RD=1.00 NS=177 SR=23.57 TE=298K 22 July 2019 Opr: Daeva E.D.; Solv: DMSO-d6;
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300K 2 March 2020 Opr: Daeva E.D.; Solv: DMSO-d6;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 01=8301 PW=14.3 AQ=0.900 RD=1.00 NS=181 SR=36.70 TE=300K 3 March 2020 Opr: Daeva E.D.; Solv: DMSO-d6;
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301K 20 November 2019 Opr: Daeva E.D.; Solv: DMSO-d6;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 01=8301 PW=14.3 AQ=0.900 RD=1.00 N§=224 SR=38.41 TE=302K 21 October 2019 Opr: Daeva E.D.; Solv: DMSO-d6;
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297K 6 May 2019 Opr: Daeva E.D.; Solv: DMSO-d6;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 O1=8301 PW=14.3 AQ=0.900 RD=1.00 NS=341 SR=37.73 TE=297K 7 May 2019 Opr: Daeva E.D.; Solv: DMSO-d6;
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673K 13 November 2019 Opr: Daeva E.D.; Solv: DMSO-d6;

1.70 TE=

1SR

0.00 NS

1.352 RD:

9.0 AQ

6002 O1=2401 PW:

32K SW

300.13 MHz {1H} SI=

/KANI lav25.2

© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF

0€6"
G566 °
616"

G609~
629"
£€69°
LLO"
ToL”
qcL-”

G08-
988"
€96
L86"
110"

rze:®

088"

ovs*
996~

998"
€68°

c88”
AL
2%
7Ss6”
G96°
8L6"
€€0°
090°
€ve”
8LC"
662"
62¢”
veor
659"

896"
866"

W/

W/

I

\

S —
¢ —

NS 000w

NN

I

The Best Applied NMR! On-Line: "http://nmr.ioc.ac.ru:8080"

4e

a
n
LA
R
@)

S10

5.0




© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 O1=8301 PW=14.3 AQ=0.900 RD=1.00 N§=268 SR=37.66 TE=673K

/KANI lav25.2

13 November 2019 Opr: Daeva E.D.; Solv: DMSO-d6;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 0O1=8301 PW=14.3 AQ=0.900 RD=1.00 NS=405 SR=33.77 TE=302K 23 December 2019 Opr: Daeva E.D.; Solv: DMSO-d6;
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300K 23 March 2020 Opr: Daeva E.D.; Solv: DMSO-d6;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 01=8301 PW=14.3 AQ=0.900 RD=1.00 NS=243 SR=37.36 TE=299K 24 March 2020 Opr: Daeva E.D.; Solv: DMSO-d6;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 O1=8301 PW=14.3 AQ=0.900 RD=1.00 NS=197 SR=38.01 TE=300K 18 March 2020 Opr: Daeva E.D.; Solv: DMSO-d6;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 O1=8301 PW=14.3 AQ=0.900 RD=1.00 NS=291 SR=37.58 TE=300K 12 February 2020 Opr: Daeva E.D.; Solv: DMSO-d6;

5

> /KANI Lav391

o —~ M N~ T OO o

a ~ ﬁ o M O~ O SN M ~ ~ fs)) N0~ OM N
> © o o N NN AN ™ o~ — o) MWOML © W N
k<) . . . [e0} ~ MOrr=-10NO 1N S N
=) < ~ ~ O MmMmoooor~<T ©
> © T} < T OO ONNN — o — OO N O ©
<Y — — — o e — — ~ SO OMM OO N
s

X

o

3

[

5

[

Y

© 02N

S |

S

3

= —

Q

5 |

Q

3 = |
2 Me N \ |

> \ 1 ‘

S

XD

<

170 160 150 140 130 120 110 100 90 80 30 20 10 ppn
S19




T96°
£86°
S00°
6TT"
A%
GoT”

%

008" ¢ ——

Q8T
80¢"
ceT”
vee:
LLZ"
€re”
6G¢E”"
rge”
0tTv-
297
847"
4
8€9 "
SoL”
€9L"
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 O1=8301 PW=14.3 AQ=0.900 RD=1.00 NS=171 SR=37.94 TE=300K 4 February 2020 Opr: Daeva E.D.; Solv: DMSO-d6;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 O1=8301 PW=14.3 AQ=0.900 RD=1.00 NS=130 SR=37.76 TE=301K 11 March 2020 Opr: Daeva E.D.; Solv: DMSO-d6;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 0O1=8301 PW=14.3 AQ=0.900 RD=1.00 NS=218 SR=39.80 TE=301K 11 March 2020 Opr: Daeva E.D.; Solv: DMSO-d6;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 O1=8301 PW=14.3 AQ=0.901 RD=1.00 N§=215 SR=36.41 TE=297K
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11 June 2021 Opr: Daeva E.D.; Solv: DMSO-d6;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 0O1=8301 PW=14.3 AQ=0.901 RD=1.00 NS=386 SR=35.03 TE=296K 6 September 2021 Opr: Daeva E.D.; Solv: DMSO-d6;
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300K 18 August 2021 Opr: NMR User; Solv: DMSO-d6;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 01=8301 PW=14.3 AQ=0.901 RD=1.00 NS=599 SR=37.88 TE=300K 30 August 2021 Opr: Daeva E.D.; Solv: DMSO-d6;
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300K 18 August 2021 Opr: NMR User; Solv: DMSO-d6;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 O1=8301 PW=14.3 AQ=0.901 RD=1.00 NS=273 SR=36.95 TE=299K 30 August 2021 Opr: Daeva E.D.; Solv: DMSO-d6;
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297K 9 September 2021 Opr: Daeva E.D.; Solv: DMSO-d6;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 O1=8301 PW=14.3 AQ=0.901 RD=1.00 NS=132 SR=35.33 TE=296K 9 September 2021 Opr: Daeva E.D.; Solv: DMSO-d6;
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298K 16 June 2021 Opr: Daeva E.D.; Solv: DMSO-d6;

1SR=-4.17 TE

0.00 NS

— * 80l°¢C

|
\H\
]
3

1.352 RD

Y

9.0 AQ

2401 PW

NMMMMMMM MMM MOMHOHOMOHOOHOANNNNAAdAA—TAA—dAd A A" A" A0 OO0

SELET Y
F

16K SW=6002 O1
4

.0

669"
G89-°

300.13 MHz {1H} SI

0ve”
L96"

Vv

T€6°9
8¥6°9
2969
€L6"9
G86°9
8669
ST0°L
€60°L
080°L
L
L
L
L
L
L
L
L
L

r o

\

€ce”
LLZ"
86¢C"°
veces
4%
859"
€89°
ove-
698"

MeO

NS

/KANI VEE187.2

5
o
w
PN
Z NN
.z zZ.
-— re
i /_ﬁ ]
(@]

© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF

The Best Applied NMR! On-Line: "http://nmr.ioc.ac.ru:8080"

S36




© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 0O1=8301 PW=14.3 AQ=0.901 RD=1.00 NS=358 SR=35.64 TE=299K 21 June 2021 Opr: Daeva E.D.; Solv: DMSO-d6;

=

> /KANI VEE187.2

m -

g e} [ToliTs) o M M- M [ee]

~ — —~ O ™ o O <~ o o o ™~ fe} OO NOWN N WM W — ~ O
> N [ 3Ne) ™ — O O~ ~ L o S (&} A=W >N SO O~ ~ oM
kS) . .. . e e e . T} o0 0 MO NOWWON® LD ™ 0 <
=) Ts) ~ O — N~ O — . .
> © [ToNTs} = M N NNN N — © o Tl OO WO WO — 0 om
Q — — e o A o — ~ ~ 7o) FFLTOONONNNM®ON ~ —
s

Y

o

3

[

5

@

Mjp
B N7
N N
o= T )—s
/N N Bu

Et

,0808: 108001 1LY,

6f

IR SO o W WWWWWWWWWWWW L TN

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

ppm

S37



1L8"
568"
0¢6°

€ce”
ave”
TLe”
96¢”
0Zv*
444
186"
909~
0€9”
LS9"
6L9"

SN

A A A A A A A A A A O OO

018"
6L8"
686"
TT0"
GEO”

300K 24 August 2021 Opr: NMR User; Solv: DMSO-d6;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 01=8301 PW=14.3 AQ=0.901 RD=1.00 NS=235 SR=36.70 TE=300K 30 August 2021 Opr: Daeva E.D.; Solv: DMSO-d6;
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297K 9 September 2021 Opr: Daeva E.D.; Solv: DMSO-d6;
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© Zelinsky Institute of Organic Chemistry, Moscow; Bruker AM300 SF=75.47 MHz {13C} SI=32K SW=18114 0O1=8301 PW=14.3 AQ=0.901 RD=1.00 NS=393 SR=36.22 TE=296K 9 September 2021 Opr: Daeva E.D.; Solv: DMSO-d6;
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LC-MS data of compound 4f

Injection Date 20/01/2020
Sample Name : ZNABGEFL
Acg. Operateor : 4

Acg. Instrument Instrument 1
Different Inj Volume from Segquence !
RAcg. Methed
Last changed
BAnalysis Methed
Last changed

17/01/2020 0%:50:42 b

30/10/201% 14:02:01 &k

v 4

C:\HPCHEM' 1\METHODS\1PH' .M

vy 4

|3.75ml/min|
"A"->RZ2.0min->"B" (Hold 0.émin)->E0.2min->"A"->PostRun

Inj Volume 3
Bctual Inj Volume : 1 u
C:\HPCHEM\1\METHODSY1PH.M

Seq. Line 24
Location Pl-Cc-11

Inj : 1

Columns Reg Valwve

Column: ONYX MONOLITHIC, Cl8 S0x4.6mm
Gradient:

Instrument Conditions At 3tart
Pressure 141.7
Flow : 2.750

At Stop
92.3

bar
3.750 ml/min

Detector Lamp Burn Times:
CAD 1, UV Lamp :
DAD 1, Visibkle Lamp

Sclwent Description
FMFl, SBolwvent
PMFl, Solwvent
PMFl, Solwvent
Solwvent

0w

M3D parameters
Tune file name
Icnization mode

MSD Instrument Conditions
Quad Temp
Gas Temp
RoughVac
HighvVac
CapCur
ChamCux
DryingGas
Nek Pres
TurkolSpd
TurbolPwr
RF Drive
Qd TpDrv
Gas TpDrv
Nek PrDrv
Gas FlDrv
DelaySens
Aux Input
Other Det

Current On-Time Accumulated On-Time

MSD tuning (calibration) parameters

Iconization polarity
Skiml

Skim2

Icon Energy

Lensl

Lens2

Iris

HED

Width Gain

Width Offset

Mass Gain
Mass Offset
Quad DC
Cctopole Peak
Octopeole Enee

1.75% 73335.0 h
OFF 1040.3 h
0.1%TFA, 2.5%AcN in H2O

0.1%TFA in AcN

——NOT USED——

——NOT USED——
C:“WHPCHEMY1%1956ATUNatunes . tun
API-ES

At Start At Stop
339 2% C
330 350 C
2 2 Torr
6€.4E-006 6.4E-006 Torzr

39 588 na
5.8E-001 2.0E-001 pa

11 11 1/min

50 50 p=sig

100 101 %

105 108 W
0.0E-001 0.0E-001 %
8 B %

35 35 %

48 48 %

63 64 %
-9.89E-002 0.0E-001 WV
0.0E-001 0.0E-001 WV
0.0E-001 0.0E-001 WV

Positive

Mot Applicakle

8.0 Wv

3.0 W

1.7 v

17 v

-200 v

10000 v

627

Variable

Mass Valus
118.08 -58
622.03 —-58
$522.01 —-58
-74.5835

0.608

Q.00 v

650 vV

Mot Applicakle
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Lens2DC
L2RFEn
LZRFFh
LZRFAmp
Mass Filter

Mass
Time
Time

Filter
Filter
Filter

width

Width

Neot
Not

Zpplicable
Zpplicable
Not Applicable
Not Applicakle
Gaussian

0.30 Da
Gaussian

0.030 minutes

ADC1 B, ELSD (MICRAVZNABGEF1.D)

250
200
150
100

0

05 1

=

2.5

mAU
2500

2000
1500
1000

500

MREET] FRTT1 FTET] ATUTE FRTT FTTT

AN

DADT A, Sig=300,200 Ref=off (MICRAZNABBEF1 D)

T T T T T T T T T T T

T
0.5 1

6000000
5000000
4000000
3000000
2000000
1000000

MSD1 TIC, MS File (MICRA\ZMNABGEF1.D)

Sorted By
Multiplier
Diluticn

Signal
1.0000

1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: ADC1 B, ELSD

Peak RetTime Type Width Lrea Height
¥ [min] [min] [mV*s] [mv]
il Bttt |———— === | —==—====—= [——==—==-
1 1.317 MM 0.044¢ 50.97838 13.05583
2 1.481 MM 0.0477 9502.41071 315.13181
Totals $532.38305% 334.18770
Signal 2: DADl A, Sig=300,200 Ref=off
Peak RetTime Typs Width Lrea Height
¥ [min] [min] [mAU*s] [mAl]
I At e | === [—===——=
1 1.281 MM 0.0356 1246.05180 583.36023
2 1.316 MM 0.03%0 254.10107 99.33130

3 1.448 MM

Totals

0.0518 3027.70703 2906.34717

1.0337%=4

3589.0387¢6

S43

11.824%
2.5082
85.668%5



Signal

Eeak RetTime Type

¥ [min]
____| _______ I____

1 1.272

2 1.318

3 1.440

4 1.673

5 1.891
Totals

D .

M3D1l TIC, MS File

Width

2996226
.12827e6
.337595e7
.785957e5
.080%1e6

166727

. 663506
L40972e5
.49316e6
.253852e5
.02301e5

226096
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6000000
5000000
4000000
3000000
2000000
1000000

owralovaeleverDianalieialanes el

=

MSD1 TIC, MS File (MICRAZNABGEF1.D) API-ES, Pos, Scan, Frag: 90

25

min

MSD1 SPC, time=1.229:1.318 of MICRAZNABGEF1.D API-ES, Po
2 Max: §6774

60000 3
50000 =
40000 3
30000 3
20000 -
10000 =

0=

764.8

T T T T T T —TT L—

— ———
750 1000 m/a

MS3D1 372, EIC=371.7:372.7 (MICRA\ZNABGBF1.D)
M3D1 371, EIC=3T0.7:371.7 (MICRA\ZNABGEF1.D)

600000
400000

200000

Peak #1 at 1.272 min ( 1.227 to 1.318 min)
-> The analysis found only one component,
Peak at Scan 126.4.

Compenent 1: Top lons are

indicating a pure peak.

P

372 371 763

1000000
0

MSD1 TIC, MS File (MICRAZNABGEF1.D) API-ES, Pos, Scan, Frag: 90

25

min

MSD1 SPC, time=1.318:1.378 of MICRA\ZNABGBF1.D AFPI-ES, Po
Max: 29022
25000 -
20000
15000 3
10000 3 -
s
5000 - b~
Lol . et

—T

0 " Lok

18529

—T— ——
750 1000 m/3a

M3D1 416, EIC=415.7:416.7 (MICRA\ZNABEBF1.D)
MSD1 415, EIC=414.7:4157 (MICRAZMNABEEF1.D)

250000 =
200000 -
150000 -
100000 -3

50000 —_—

Peak 2 at 1.318 min ( 1.3218 to 1.377 min)
—-> The analysis found only one component,
Peak at Scan 1322.0.

Compenent 1: Top lons are

indicating a pure peak.

=

416 415 417
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MSD1 TIC, MS File (MICRAZNABEEBF1.D) API-ES, Pos, Scan, Frag: 90
6000000 -
5000000 3
4000000
3000000
2000000 3
1000000 / EI
0 E —-—._J-—h-..l e,
h— T v y T g Y d T T r T r T T T r T ¥ T ¥ T ¥ T T T y
0.5 1 1.5 2 25 miry
MSD1 SPC, time=1.388:1.518 of MICRA\ZNABGEF1.D API-ES, Po
5 Max: 224215 MSD1 416, EIC=415 7416 7 (MICRA\ZNASSBF1 D)
MSD1 417, EIC=4116.7:417.7 (MICRA\ZNASEEF1.D)
250000
200000 3 3IE6
150000 2
2E6 -
100000
=
50000 - B 1E6 -
I=a)
= 1
——— 7T ] T L S T e e e e e T
250 500 750 1000 mig 1.425 145 1.475 1.5
Peak 3 at 1.440 min ( 1.387 te 1.521 min)
—-> The analysis found only one component, indicating a pure peak. <-
Component 1: FPeak at Scan 143.3. Top ions are 416 417 415
MSD1 TIC, MS File (MICRAZNABBEF1.D) API-ES, Pos, Scan, Frag: 90
6000000 -
5000000 -
4000000
3000000 5
2000000
1000000 3
0 1 } e
h— 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
0.5 1 1.5 2 25 miry
MSD1 SPC, time=1.647:1.717 of MICRAZNABGEF1.D API-ES, Po
g Max: 18283 MSD1 417, EIC=416.7:417.7 (MICRA\ZNABGEF1.D)
17500 = MSD1 416, EIC=415.7:416.7 (MICRA\ZNABGEF1.D)
MSD1 853, EIC=852.7:853.7 (MICRA\ZNASEEF1.D)
15000
12500 - 125000
10000 3 100000
7500 @ 75000
5000 - o 50000
2500 I | 25000
0= L 1, . i (N
—— T 1 T T T I T T T . I T T T I T
250 500 750 1000 m/4
Peak 4 at 1.873 min ( 1.642 te 1.718 min)
—-> The analysis found 2 components, indicating an impure peak. <-
Compeonent 1: Peak at Scan 185.7. Top icns are 417
Component 2: Peak at Scan 166.7. Top ions arse 416 853 454
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MSDT TIC, MS File (MICRAZMNABESF1 D) APKES, Pos, Scan, Frag: 90
6000000 3
5000000 5
400000