Chemistry of Heterocyclic Compounds 2024, 60(5/6), 269-274

The synthesis of 1,4-dihydroquinoline-3-carboxylates from 2-benzoyl-
3-|2-(dialkylamino)aryl]acrylates

Dmitrii S. Ivanov!, Alexander Yu. Smirnov*?*, Mikhail S. Baranov'?

! shemyakin—Ovchinnikov Institute of Bioorganic Chemistry, Russian Academy of Sciences,
16/10 Miklukho-Maklaya St., Moscow 117997, Russia

2 Pirogov Russian National Research Medical University,
1 Ostrovityanova St., Moscow 117997, Russia; e-mail: alexmsu@yandex.ru

Supplementary Information



Ethyl 2-benzoyl-3-(2-(diethylamino)phenyl)acrylate
(2a, E/Z 98:2). Yield 0.34 g (96%), yellow oil. ‘"H NMR
spectrum (800 MHz, DMSO-dg) 8, ppm (J, Hz): 8.12 (1H,
s); 7.85 — 7.81 (2H, m); 7.66 — 7.62 (1H, m); 7.53 — 7.50
(2H, m); 7.29 — 7.25 (1H, m); 7.13 — 7.09 (1H, m); 7.07 —
7.04 (1H, m); 6.84 — 6.78 (1H, m); 4.19 (2H, q, J = 7.1);
3.08 (4H, g, J = 7.0); 1.12 (3H, t, J = 7.1); 1.00 (6H, t, J =
7.0). *C NMR spectrum (201 MHz, DMSO-ds) 5, ppm (J,
Hz): 194.7; 164.7; 151.2; 140.5; 136.3; 134.0; 130.7; 129.8;
129.3; 129.0; 128.5; 127.8; 121.9; 121.1; 61.0; 47.3; 13.9;
12.3. Found, m/z: 352.1906 [M+H]". CuHxNO;".
Calculated, m/z: 352.1907.

Ethyl 2-benzoyl-3-(2-(diethylamino)-4-
methoxyphenyl)acrylate (2b, E/Z 8:1). Yield 0.35 ¢
(93%), yellow powder, mp 105-107°C. 'H NMR spectrum
(800 MHz, DMSO-dg) 8, ppm (J, Hz): 8.07 (1H, s); 7.83
(2H, dd, J = 8.3, 1.4); 7.66 — 7.62 (1H, m); 7.53 — 7.48 (2H,
m); 7.00 (1H, d, J = 8.8); 6.60 (1H, d, J = 2.5); 6.45 (1H, dd,
J=8.8,25); 417 (2H, g, J = 7.1); 3.70 (3H, s); 3.08 (4H, q,
J=7.0);1.11 (3H,t,J=7.1); 1.01 (6H, 1, J = 7.0). °C NMR
spectrum (201 MHz, DMSO-dg) 8, ppm (J, Hz): 195.3;
164.9; 161.6; 153.4; 140.0; 136.3; 134.0; 130.7; 129.0;
128.5; 127.3; 120.1; 107.8; 107.0; 60.7; 55.1; 47.3; 13.9;
12.3. Found, m/z: 382.2016 [M+H]". CuHxsNO,".
Calculated, m/z: 382.2013.

Ethyl 2-benzoyl-3-(4-bromo-2-
(diethylamino)phenyl)acrylate (2¢, E/Z 10:1). Yield 0.41
g (95%), yellow oil. *H NMR spectrum (800 MHz, DMSO-
de) 8, ppm (J, Hz): 7.96 (1H, c); 7.83 — 7.80 (2H, m); 7.67 —
7.63 (1H, m); 7.54 — 7.50 (2H, m); 7.24 (1H, d, J = 2.0);
7.04 (1H, dd, J = 8.6, 2.0); 6.95 (1H, d, J = 8.6); 4.20 (2H,
q,J = 7.1); 3.09 (4H, g, J = 7.0); 1.12 (3H, t, J = 7.1); 1.00
(6H, t, J = 7.0). *C NMR spectrum (201 MHz, DMSO-ds)
8, ppm (J, Hz): 194.5; 164.5; 152.5; 139.5; 136.1; 134.2;
130.8; 130.5; 129.1; 128.5; 126.5; 124.7; 124.3; 123.8; 61.1,
47.0; 13.9; 12.2. Found, m/z: 430.1010 [M+H]".
C,H,sBrNO;*. Calculated, m/z: 430.1012.

2-(2-(diethylamino)benzylidene)-1,3-
diphenylpropane-1,3-dione (2d). Yield 0.24 g (63%),
yellow powder, mp 110-112°C. 'H NMR spectrum (800
MHz, CDCls) &, ppm (J, Hz): 7.96 — 7.87 (5H, m); 7.58 —
7.54 (1H, m); 7.52 — 7.44 (3H, m); 7.41 — 7.37 (2H, m); 7.29
~7.26 (1H, s); 7.25 — 7.21 (1H, m); 7.00 (1H, d, J = 8.1);
6.83 — 6.79 (1H, m); 3.04 (4H, q, J = 7.1); 0.92 (6H, t, J =
7.1). ®C NMR spectrum (201 MHz, CDCl;) 8, ppm (J, Hz):
197.1; 195.7; 151.8; 144.1; 138.4; 138.0; 137.4; 133.6;
132.5; 130.7; 130.6; 129.7; 129.4; 129.3; 128.8; 128.5;
122.5; 121.4; 47.8; 12.5. Found, m/z: 384.1957 [M+H]".
026H25N02+. Calculated, m/z: 384.1958.

Ethyl 3-(2-(diethylamino)-phenyl)-2-(4-
methoxybenzoyl)acrylate (2e, E/Z 12:1). Yield 0.38 g
(99%), yellow oil. *H NMR spectrum (800 MHz, DMSO-ds)
8, ppm (J, Hz): 8.08 (1H, s); 7.81 — 7.78 (2H, m); 7.29 —
7.25 (1H, m); 7.13 - 7.10 (1H, m); 7.09 — 7.07 (1H, m); 7.04
—7.01 (2H, m); 6.83 — 6.79 (1H, m); 4.19 (2H, q, J = 7.1);
3.82 (s, 3H); 3.07 (4H, q, J = 7.0); 1.14 (3H, t, J = 7.1); 1.01
(6H, t, J = 7.0). *C NMR spectrum (201 MHz, DMSO-d5)
8, ppm (J, Hz): 193.1; 164.8; 163.8; 151.3; 139.7; 131.0;
130.6; 130.0; 129.3; 129.2; 127.9; 121.9; 121.1; 114.3; 60.9;
55.6; 47.3; 14.0; 12.3. Found, m/z: 382.2017 [M+H]".
C,3H,sNO,". Calculated, m/z: 382.2013.

Ethyl 2-benzoyl-3-(2-
(benzyl(methyl)amino)phenyl)acrylate (29, E/Z 7.2:1).
Yield 0.38 g (96%), yellow oil. *H NMR spectrum (800
MHz, DMSO-dg) 8, ppm (J, Hz): 8.26 (1H, c); 7.86 — 7.82
(2H, m); 7.66 — 7.62 (1H, m); 7.52 — 7.48 (2H, m); 7.36 —

7.32 (2H, m); 7.30 — 7.25 (4H, m); 7.09 — 7.04 (2H, m); 6.88
—-6.81 (1H, m); 4.16 (2H, q, J = 7.1); 4.13 (2H, s); 2.63 (3H,
s); 1.12 (3H, t, J = 7.1). ®C NMR spectrum (201 MHz,
DMSO-dg) 8, ppm (J, Hz): 194.6; 164.6; 152.7; 140.5;
137.5; 136.3; 134.0; 131.1; 130.4; 129.2; 129.1; 128.5;
128.2; 128.2; 127.2; 126.5; 122.1; 120.0; 61.1; 61.0; 40.6;
13.8. Found, m/z: 400.1908 [M+H]". CyHyNO3".
Calculated, m/z: 400.1907.

Ethyl 2-benzoyl-3-(2-
benzyl(ethyl)amino)phenyl)acrylate (2h, E/Z 10:1). Yield
0.40 g (98%), yellow oil. *H NMR spectrum (800 MHz,
DMSO-dg) 8, ppm (J, Hz): 8.29 (1H, s); 7.86 — 7.79 (2H,
m); 7.66 — 7.62 (1H, m); 7.52 — 7.47 (2H, m); 7.32 — 7.28
(4H, m); 7.25 — 7.21 (2H, m); 7.15 — 7.11 (1H, m); 7.06 —
7.02 (1H, m); 6.84 — 6.80 (1H, m); 4.24 (2H, s); 4.19 (2H, q,
J=171);3.05(2H, q, J=7.0); 1.14 (3H, t, J = 7.1); 1.01
(3H, t, J = 7.0). *C NMR spectrum (201 MHz, DMSO-ds)
3, ppm (J, Hz): 194.7; 164.6; 151.0; 140.4; 138.3; 136.3;
134.1; 130.7; 130.3; 129.2; 129.0; 128.5; 128.2; 128.1;
127.8; 126.9; 122.4; 121.7; 61.0; 56.5; 48.3; 13.9; 11.9.
Found, m/z: 414.2067 [M+H]". CyHNO;". Calculated,
m/z: 414.2064.

Ethyl 2-benzoyl-3-(2-(diethylamino)-5-
nitrophenyl)acrylate (2i, E/Z 15:1). Yield 0.35 g (89%),
yellow powder, mp 120-122°C. *H NMR spectrum (800
MHz, DMSO-dg) 3, ppm (J, Hz): 8.03 (1H, dd, J = 9.2, 2.4);
7.89 (1H, d, J = 2.4); 7.87 — 7.84 (2H, m); 7.83 (1H, s); 7.69
—7.65 (1H, m); 7.56 — 7.52 (2H, m); 7.12 (1H, d, J = 9.2);
423 (2H,q,J=17.1); 3.33 (4H,q,J=7.0); .15 (3H, t,J =
7.1); 1.12 (6H, t, J = 7.0). *C NMR spectrum (201 MHz,
DMSO-dg) 3, ppm (J, Hz): 194.1; 164.2; 156.1; 139.9;
138.6; 136.1; 134.3; 131.3; 129.2; 128.6; 125.8; 125.6;
123.4; 118.4; 61.3; 46.6; 13.9; 12.6. Found, m/z: 397.1756
[M+H]". C,H45N,05". Calculated, m/z: 397.1758.

Ethyl 2-(2-(diethylamino)benzylidene)-3-
oxobutanoate (2], E/Z 3:1). Yield 0.29 g (94 %), yellow
oil. '"H NMR spectrum (300 MHz, DMSO-dg) &, ppm (J,
Hz): 7.83 (1H, s); 7.44 — 7.37 (1H, m); 7.26 (1H, d, J = 7.6);
7.20 — 7.16 (1H, m); 7.07 — 7.03 (1H, m); 4.15 (2H, q, J =
7.2); 3.05 (4H, q, J=7.0); 2.40 (3H, s); 1.09 (3H, t, J = 7.2);
0.98 (6H, t, J = 7.0). *C NMR spectrum (201 MHz, DMSO-
de) 8, ppm (J, Hz): 195.2; 166.9; 150.9; 140.7; 133.8; 130.8;
128.6; 128.6; 122.1; 121.0; 60.8; 47.0; 26.3; 13.6; 12.3.
Found, m/z: 290.1754 [M+H]". Cy;H,,NO;". Calculated,
m/z: 290.1751.
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Sample Name: AI333 *SN BN21801310 Acqg. Time: 10:22

Acg. File: 05_06_2024 . wiff *5600 TripleTOF Service Report Acq. Date: Wednesday, June 05, 2024

B . TOF MS: 0.2650 to 0.4324 min from Sample 7 (Al333) of 05_06_2024.wiff different calibrations (DuoSpray ()) Max. 2.5e5 cps.
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Sample Name:

Acg. File: 05_06_2024 . wiff

B . TOF MS: 0.8137 to 0.9904 min from Sample 10 (ID781) of 05_06_2024.wiff different calibrations (DuoSpray ())
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Sample Name:

Acqg. File: 26_01_2024.wiff

ID765

*SN BN21801310

*5600 TripleTQOF Service Report

B . TOF MS: 1.5671 to 1.6694 min from Sample 40 (ID765) of 26_01_2024.wiff different calibrations (DuoSpray ())
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Sample Name: ID794 *SN BN21801310 Acqg. Time: 13:49

Acg. File: 05_03_2024.wiff *5600 TripleTQOF Service Report Acg. Date: Tuesday, March 05, 2024

I +TOF MS: 0.2371 to 0.4045 min from Sample 71 (ID794) of 05_03_2024.wiff Max. 4.4e5 cps.
a=7.01849710829679560e-004, 10=-4.93552767552187520e-001 (DuoSpray (}))

4.465 382.2016

4.2e5 2 b

4.0e5

NEt,
CO,Et

3851 MeO 07 Ph
3.6e5
3.4e5
3.265 |
3.0e5 1
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4.0e4 |
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Sample Name: ID798 *SN BN21801310 Acg. Time: 13:30

Acg. File: 05_03_2024.wiff *5600 TripleTQOF Service Report Acg. Date: Tuesday, March 05, 2024

B . TOF MS: 0.7580 to 0.8603 min from Sample 63 (ID798) of 05_03_2024.wiff different calibrations (DuoSpray ()) Max. 3.9e5 cps.
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3.85 ZC

3.6e5 1
NEt,
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3.965 Br 07 >Ph
3.0¢5 |
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1.4e5 -
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6.0e4+
4.0e4 | 384.1810

2.0e4 | 352.1546
\ 1441747 9300478 2843314 304.3001 555 3783 370.1654 4858112  550.5562 780.7063.794.7216 _822.7525
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Sample Name: ID798

Acqg. File: 05_03_2024.wiff

B . TOF MS: 0.7580 to 0.8603 min from Sample 63 (ID798) of 05_03_2024.wiff different calibrations (DuoSpray ())

3.8e5 2
3.6e5 c
3.4e5

3.2e5
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2.8e5
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Intensity, cps
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8.0e4
6.0e4 4
4.0e4 |

2.0e4

0.0»

73300 3310

Br

NEt,

332.3313
332.0 333.0

CO,Et

Ph

334.0

*SN BN21801310 Acg. Time:
*5600 TripleTQOF Service Report Acqg. Date:
336.1602
337.1635
w 338.1747
339.1786
338.3422 340.1815
3350 3360 3370 3380  332.0 3400 3410 3420 3430

m/z, Da

13:30

Tuesday, March 05, 2024
345.2255
344.0 345.0

346.0

Max. 3.9e5 cps.
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Sample Name: ID7542 *SN BN21801310 Acg. Time: 12:12

Acg. File: 26_01_2024.wiff *5600 TripleTQOF Service Report Acqg. Date: Friday, January 26, 2024

B . TOF MS: 1.4090 to 1.5718 min from Sample 42 (ID7542) of 26_01_2024.wiff different calibrations (DuoSpray ()) Max. 2.1e6 cps.
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353.2664

369.240
] 239.2369 557 2476 i 739.6037 789.3640
0.0" " e e, S M
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Sample Name: ID808 *SN BN21801310 Acg. Time: 13:50

Acg. File: 05_03_2024.wiff *5600 TripleTQOF Service Report Acqg. Date: Tuesday, March 05, 2024

I +TOF MS: 0.2650 to 0.3906 min from Sample 72 (ID808) of 05_03_2024.wiff Max. 1.3e6 cps.
a=7.01850686332469550e-004, 10=-4.38975322862342750e-001 (DuoSpray ())
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Sample Name: ID7391 *SN BN21801310 Acg. Time: 12:16

Acg. File: 26_12 2023 .wiff *5600 TripleTQOF Service Report Acqg. Date: Tuesday, December 26, 2023

I +TOF MS: 0.2558 to 0.3906 min from Sample 36 (ID7391) of 26_12_2023.wiff Max. 3.8e5 cps.
a=7.01833341547554580e-004, 10=-4.36570612663340570e-001 (DuoSpray ())
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}|49.0282 | 205.07782 149172 294.0920 3721602 2082402  422.2952 673.6570
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000
m/z, Da
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Sample Name: ID7391 *SN BN21801310 Acqg. Time: 12:16

Acg. File: 26_12 2023 .wiff *5600 TripleTQOF Service Report Acqg. Date: Tuesday, December 26, 2023

I +TOF MS: 0.2558 to 0.3906 min from Sample 36 (ID7391) of 26_12_2023.wiff Max. 3.8e5 cps.
a=7.01833341547554580e-004, 10=-4.36570612663340570e-001 (DuoSpray ())
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3.8e5 | Zf
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326.1550

3.4e5

3.2e5

3.0e5

2.8e5 1

2.6e5

338.3419

2.4e5

2.2e5

2.0e5

1.8e5

Intensity, cps

1.6e5-
1.4e5+
1.2e5+

1.0e5 1
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8.0e4
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6.0e4 ‘ 339.3448

4.0ed - ‘ 348.|1 366

370.1805 376.2969
321.1705 3613065  364.1102 |

328.1609 336.3256 |
™ 2e90 3403509 545 1475 3523205 3581442 3651137  968.1652/372.1602  377.3004 379 1756 444 0459

2.0e4 1
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Sample Name: ID771 *SN BN21801310 Acg. Time: 12:15

Acg. File: 26_01_2024.wiff *5600 TripleTQOF Service Report Acqg. Date: Friday, January 26, 2024

B . TOF MS: 1.3206 to 1.4741 min from Sample 43 (ID771) of 26_01_2024.wiff different calibrations (DuoSpray ()) Max. 1.2e6 cps.

_ 400.1908
1.20e6 |

1.15e6 !
1.10e6 | NBnMe
1.05¢6 SN
1.00e6 07> Ph
9.50e5 ]

9.00e5 -

8.50e5 ]
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6.00e5 -

Intensity, cps
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5.0065 |
€ 331.2845

4.50e5

4.00e5

313.2738

3.50e5 1
359.3157

3.00e5+

2.50e5 1

2.00e57 341.3051
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Sample Name: ID780 *SN BN21801310 Acg. Time: 14:05

Acg. File: 05_03_2024.wiff *5600 TripleTQOF Service Report Acqg. Date: Tuesday, March 05, 2024

I +TOF MS: 0.2558 to 0.3580 min from Sample 79 (ID780) of 05_03_2024.wiff Max. 1.6e6 cps.
a=7.01851251242533590e-004, 10=-4.34567151122280170e-001 (DuoSpray (})
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Sample Name: ID800 *SN BN21801310 Acg. Time: 1l1l:16

Acg. File: 05_06_2024 . wiff *5600 TripleTOF Service Report Acq. Date: Wednesday, June 05, 2024

B . TOF MS: 0.7905 to 0.9672 min from Sample 33 (ID800) of 05_06_2024.wiff different calibrations (DuoSpray ()) Max. 1.7e5 cps.
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Sample Name: ID722 *SN BN21801310 Acg. Time: 10:53

Acg. File: 05_06_2024 . wiff *5600 TripleTOF Service Report Acq. Date: Wednesday, June 05, 2024

B . TOF MS: 0.2790 to 0.4092 min from Sample 22 (ID722) of 05_06_2024.wiff different calibrations (DuoSpray ()) Max. 5.9e5 cps.
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Sample Name: ID7691 *SN BN21801310 Acg. Time: 11:49

Acg. File: 26_01_2024.wiff *5600 TripleTQOF Service Report Acqg. Date: Friday, January 26, 2024

B . TOF MS: 0.8788 to 1.0602 min from Sample 34 (ID7691) of 26_01_2024.wiff different calibrations (DuoSpray ()) Max. 1.2e6 cps.
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Sample Name: ID798 *SN BN21801310 Acg. Time: 13:30

Acg. File: 05_03_2024.wiff *5600 TripleTQOF Service Report Acqg. Date: Tuesday, March 05, 2024

B . TOF MS: 0.7580 to 0.8603 min from Sample 63 (ID798) of 05_03_2024.wiff different calibrations (DuoSpray ()) Max. 3.9e5 cps.
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Sample Name: ID824 *SN BN21801310 Acg. Time: 13:59

Acg. File: 05_03_2024.wiff *5600 TripleTQOF Service Report Acg. Date: Tuesday, March 05, 2024

I +TOF MS: 0.2557 to 0.3720 min from Sample 76 (ID824) of 05_03_2024.wiff Max. 2.1e5 cps.
a=7.01850576044876360e-004, 10=-4.29431790441652080e-001 (DuoSpray (}))

215 3¢ 384.0599

2.0e5 COEL
1.9e5 Br/©\NA/I:ph
Et
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Intensity, cps

9.0e4
8.0e4 1
7.0e4
6.0e4 1
5.0e4 |
4.0e4 |
3.0e4 |

2.0e4 393.2864
3221917

453.7851
1.0e4 | 338.3421 550.5553 794.7210 808.7365
144.1747 578.5866 780.7056 850.7820

394.2894 .
174.9914279.1592 327.0084 497 1545 | 394.289 538.5551 796.6575 8256922 || | |
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Sample Name: ID824 *SN BN21801310 Acg. Time: 13:59

Acg. File: 05_03_2024.wiff *5600 TripleTQOF Service Report Acqg. Date: Tuesday, March 05, 2024

I +TOF MS: 0.2557 to 0.3720 min from Sample 76 (ID824) of 05_03_2024.wiff Max. 2.1e5 cps.
a=7.01850576044876360e-004, 10=-4.29431790441652080e-001 (DuoSpray (}))

2155 3 384.0599

2.0e5+

_ CO,Et
Br N”"Ph

1.8e5+

386.0588

1.7e5
1.6e5
1.5e5
1.4e5 |
1.3e5
1.2e5
1.1e5

1.0e5

Intensity, cps

9.0e4
8.0ed
7.0e4
6.0ed4+

5.0e4

385.0633 387.0616
4.0e4 | ‘

3.0e4+
388.0721

2.0e4 ‘ 393.2864

|
91,2843

1.0e4 | 372.2435 3
e 376.2594 389.0759 ! 394.2804 398.2415 400.0543 402.0527

|
869.3515  371.1014 | 377.2631 387.1812

408.0568  409.3828
0.0 EETIT
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Sample Name: ID7662 *SN BN21801310 Acg. Time: 11:59

Acg. File: 26_01_2024.wiff *5600 TripleTQOF Service Report Acqg. Date: Friday, January 26, 2024

B . TOF MS: 1.6787 to 1.8647 min from Sample 37 (ID7662) of 26_01_2024.wiff different calibrations (DuoSpray ()) Max. 1.1e6 cps.

10566 - 3d 340.1696

@]
1.00e6 - Ph
9.50e5 | N™ "Ph
9.00e5 !
8.50¢5
8.0065 -
7.50e5 |
7.00e5 |
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Intensity, cps

4.50e5 -
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3.00e5 | 313.2739
250.1227 359.3157

2.50e5 -

2.00e5

1.5085 348.3109 476 3400

100051 369.2400
2400381 2972
| sgasas 7115719
5.00e4
000N 1730121 2092308 5570474 3032609 3841954 4422368 s02.4260 7386031
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Sample Name: ID7662

Acg. File:

26_01_2024.wiff

*SN BN21801310

*5600 TripleTQOF Service Report

B . TOF MS: 1.6787 to 1.8647 min from Sample 37 (ID7662) of 26_01_2024.wiff different calibrations (DuoSpray ())

1.05€e6 |

1.00e6 |
9.50e5
9.00e5 |
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7.50e5 |
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Intensity, cps
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3.50e5 |
3.00e5
2.50e5 -
2.00e5
1.50e5 |
1.00e5
5.00e4 |

0.00>

3d

340.1696

331.2846

332..“2879

333.2901
326 328 330 332 334 336

338.1541

339.1575

338.3416

341.1733

341.3056

342.3083
‘\

338 340 342 344

m/z, Da

346

Acg. Time:

Acqg. Date:

348.3109

349.3141

348 350

11:59

Friday, January 26, 2024

353.2663
354.1489
355.1520
32 354 356

Max. 1.1e6 cps.

359.3157

360.‘3191

361.3217
358 360 362
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Sample Name: ID814 *SN BN21801310 Acg. Time: 13:39

Acg. File: 05_03_2024.wiff *5600 TripleTQOF Service Report Acqg. Date: Tuesday, March 05, 2024

I +TOF MS: 0.2511 to 0.3766 min from Sample 67 (ID814) of 05_03_2024.wiff Max. 4.6e5 cps.
a=7.01852144460462240e-004, 10=-4.18447864271234040e-001 (DuoSpray (}))

4.605 336.1601

4465 3 e

4.2e5+
4.0e5 -

3.8e5

3.6e5
3.4e5
3.2e5
3.0e5+
2.8e5
2.6e5
2.4e5

2.2e5

Intensity, cps

2.0e51
1.8e5-
1.6e5 1
1.4e5+
1.2e5
1.0e5
8.0e4
6.0e4 | 384.1808

4.0e4 -

2.0e4 | 352.1544 370.1651 393 2864
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Sample Name: ID7391 *SN BN21801310 Acg. Time: 12:16

Acg. File: 26_12 2023 .wiff *5600 TripleTQOF Service Report Acqg. Date: Tuesday, December 26, 2023

I +TOF MS: 0.2558 to 0.3906 min from Sample 36 (ID7391) of 26_12_2023.wiff Max. 3.8e5 cps.
a=7.01833341547554580e-004, 10=-4.36570612663340570e-001 (DuoSpray ())
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370.1805
321.1705

}|49.0282 | 205.07782 149172 294.0920 3721602 2082402  422.2952 673.6570
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Sample Name: ID7742 *SN BN21801310 Acg. Time: 11:32

Acg. File: 26_01_2024.wiff *5600 TripleTQOF Service Report Acqg. Date: Friday, January 26, 2024

B . TOF MS: 1.4927 to 1.6926 min from Sample 29 (ID7742) of 26_01_2024.wiff different calibrations (DuoSpray ()) Max. 1.4e6 cps.

292.1334

1.4e6 | 3g

1.4e6 CO,E
1.3e6 | ©\/j:
1.3e6 | N Ph
1.2e6 |

1.206

1.1e6

1.1e6

1.0e6 |

9.5¢5 |

9.0e5
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8.0e5 |

7.5e5 1

7.0e5
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6.0e5 -
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Intensity, cps
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4.5e5-
4.0e5 |
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3.0e5 |
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2.0e5

1.55 -
_ 308.1281 348.3107 376.3418
1.0e5 |

| 278.1174 326.1385 381.2971 711.5722
5.0e4 - 262.0860 1-397.2708 633.2575
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Sample Name: ID7743 *SN BN21801310 Acg. Time: 11:52

Acg. File: 26_01_2024.wiff *5600 TripleTQOF Service Report Acqg. Date: Friday, January 26, 2024

B . TOF MS: 1.4694 to 1.6554 min from Sample 35 (ID7743) of 26_01_2024.wiff different calibrations (DuoSpray ()) Max. 1.4e6 cps.

1.4e6 - 4

1.3e6

266.1175

1.3e6 |
1.266 |3
1206 N, Qo
1.1e6+
1.1e6
1.0e6 -
9.5e5-
9.0e5 |
B.5¢5-
8.0e5 |
7.5e5 |
7.0e5

Intensity, cps

6.5e5
6.0e5 |
5.5€5 -
5.0e5
4.5e5 |
4.0e5
3.5e5 1 331.2846
3.0e5-

2.5e57 313.2740 359.3157

2.0e5- 286.0840

1505 3483110  376.3422

1.0e5- 302.0579 549.1776 645.2733

5.0e4 - 248.1068 381.2973 711.5728
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