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X-ray Crystallographic Analyses of Compounds 6a and 15a:

Suitable crystals were selected for data collection which were performed on a Bruker
diffractometer equipped with a graphite-monochromatic Mo-K, radiation at 293 K. We used the
following procedures for our analysis: solved by direct methods; SHELXS-2013 [1]; refined by
full-matrix least-squares methods; SHELXL-2013 [2]; data collection: Bruker APEX2 [3];
molecular graphics: MERCURY [4]; solution: WinGX [5]. Details of data collection and crystal

structure determinations are given in Table S1.

Table S1. Crystal data and refinement parameters for 6a and 15a.

6a 15a
Empirical formula C36H2404 C36H2404
Formula weight 520.55 520.55
Crystal system Monoclinic Monoclinic
Space group P2, P2i/n
a (A) 7.9745 (7) 8.8325 (7)
b (A) 12.9911 (10) 21.7745 (18)
c (A) 13.0553 (11) 13.8399 (14)
BO) 104.833 (3) 102.856 (2)
V(A% 1307.43 (19) 2595.0 (4)
V4 2 4
D (g cm™) 1.322 1.332
u (mm™) 0.09 0.09
0 range (°) 1.6-28.4 2.5-26.5
Measured refls. 32579 58261
Independent refls. 6499 5346
Rint 0.032 0.063
S 1.03 1.02
R1/wR2 0.041/0.093 0.050/0.112
APmax/Apmin (€A7) 0.23/-0.19 0.16/-0.25
CCDC 2426760 2426761
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Figure S1. The molecular structure of 6a showing 40% probability displacement ellipsoids and

the atomic numbering.

Figure S2. CH—r interactions in the crystal structure of 6a.
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Figure S3. The molecular structure of 15a showing 40% probability displacement ellipsoids and

the atomic numbering.

Figure S4. CH-O interactions in the crystal structure of 6a.
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Daylight-Mediated Cycloaddition of Diester 6a:

Diester 6a (33.1 mg, 0.063 mmol) was dissolved in 1.0 mL of CDCIs. A portion of this solution
was transferred to an NMR tube, and the tube was placed in front of the window inside the
laboratory. Conversion (%) values were determined periodically for 15 days (between the dates
16.01.2024 and 31.01.2024) by 'H NMR spectroscopy. For the calculation of conversion values,
the integration of the signal at 8.61 ppm for 6a, and that of the signal at 5.68 ppm for 15a were
utilized. At the end of 15 days (360 h), 96% conversion was determined.
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Figure S5. Stacked 'H NMR spectra for the cycloaddition of 6a under daylight in CDCls.
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Figure S6. Time dependence of the conversion values for the cycloaddition of 6a under

daylight.
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Irradiation of Crystals of Diester 6a:

Crystals of diester 6a were gently picked and placed on a quartz microscope slide. Unlike the
powder samples, a second slide was not used to squeeze the crystals. For 20 h, crystals were
irradiated with 365 nm UV light. Every 4 h, they were turned gently upside down to provide
equal light distribution. At the end of the irradiation period, crystals were directly dissolved in
CDCl; without applying any purification, and conversion values were calculated via 'H NMR

analysis.

a)

Figure S7. Change of the appearance of crystals of 6a over time upon irradiation.
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Figure S8. Powder XRD spectra of 15a-2 and 15a-3, and the simulated powder XRD spectrum

of 15a-4 based on its single-crystal XRD data.
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ATR-IR Spectra of 6a and 15a:

ATR-IR Spectrum of Diester 6a
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Figure S9. ATR-IR spectrum of diester 6a.
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Figure S10. ATR-IR spectrum of 15a-1 after irradiation of the crystals of 6a.
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ATR-IR Scpectrum of 15a-3
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Figure S11. ATR-IR spectrum of 15a-3.
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Figure S12. Overlay of the ATR-IR spectra of 15a-3 and 15a-4.
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UV-vis Absorption Spectra of Compounds 6a, 9, 10 and 15a:

(E)-3-Naphthalen-1-yl acrylic acid methyl ester (9)
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Figure S13. UV-vis absorption spectrum of compound 9 in MeOH (1 x 10 M; Amax= 323 nm,
absorption tail up to ca. 378 nm); £ (323 nm) = 1.46 x 10* M cm™.

(E)-3-(1-Naphthyl)acrylic acid (10)
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Figure S14. UV-vis absorption spectrum of compound 10 in MeOH (1 x 107 M; Amax = 322
nm, absorption tail up to ca. 390 nm); & (322 nm) = 1.30 x 10* M cm".
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UV-Vis Absorption Spectrum of 6a
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Figure S15. UV-vis absorption spectrum of compound 6a in CH>Cl, (2.5 x 107 M; Amax = 326
nm, absorption tail up to ca. 400 nm); & (326 nm) = 3.04 x 10* M cm".

Diffuse Reflectance UV-vis Spectrum of 6a
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Figure S16. Diffuse reflectance UV-vis spectrum of 6a in solid powder form.

S-12



Supporting Information— Temel, Yildiz, Ceyhan, Alkan, Sahin, and Tiirkmen

UV-Vis Absorption Spectrum of 15a
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Figure S17. UV-vis absorption spectrum of compound 15a in CH2Cls (5 x 107 M; Auay = 284
nm); & (284 nm) =5.90 x 10° M cm™.
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Experimental Set-up for the Photochemical [2+2] Cycloadditions:

Figure S18. (a) Appearance of the UV gel nail dryer (Beurer, MP38) when it is off. b)

Appearance of the UV gel nail dryer with the fluorescent lamps on. (c) Appearance of a powder
sample, which was prepared for irradiation and placed between two quartz microscope slides. (d)

Irradiation of a solution sample in a quartz test tube inside a fume hood with a cooling fan on.

Four Philips PL-S 9-Watt UV-A fluorescent bulbs were used for irradiation. The emission
spectrum of these fluorescent lamps can be accessed via the following link:
https://www.lighting.philips.com/prof/special-lamps/insect-trap/actinic-bl/actinic-bl-pl-s-pl-
1/927901721008_EU/product (Last accessed on May 23, 2025).
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Computational Data

XYZ coordinates:

anti-cis-anti conformer (15a-anti-cis-anti; A)

There is no negative frequency (imaginary mode) as expected
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Transition state-1 (16a; B)

only one imaginary mode exists since it is the TS
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anti-cis-syn conformer (15a-anti-cis-syn; C)

There is no negative frequency (imaginary mode) as expected
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Transition state-2 (16b; D)

only one imaginary mode exists since it is the TS
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syn-cis-syn conformer-2 (15a-syn-cis-syn; E)

There is no negative frequency (imaginary mode) as expected
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-4.95993381808347
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-3.25363607991225
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5.11303233108008
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'H and C{'H} NMR spectra:
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Figure S19. '"H-NMR spectrum of 8 in CDCl;.
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Figure S20. "H-NMR spectrum of 9 in CDCl;.
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Figure S21. "H-NMR spectrum of 10 in DMSO-d.
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Figure S22. '"H-NMR spectrum of 6a in CDCl;.
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Figure S23. “C{'H}-NMR spectrum of 6a in CDCl;.
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Figure S24. "H-NMR spectrum of 6b in CDCls.
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Figure S25. *C{'H}-NMR spectrum of 6b in CDCl.
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Figure S26. "H-NMR spectrum of 6¢ in CDCls.
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Figure S27. “C{'H}-NMR spectrum of 6¢ in CDCls.
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Figure S28. "H-NMR spectrum of 15a in CDCls.
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Figure S29. *C{'H}-NMR spectrum of 15a in CDCl;.
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Figure S30. "H-NMR spectrum of 15b in CDCls.
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Figure S31. “C{'H}-NMR spectrum of 15b in CDCl;.
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Figure S32. "H-NMR spectrum of 15¢ in CDCls.
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Figure S33. “C{'H}-NMR spectrum of 15¢ in CDCl;.
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Figure S34. '"H-NMR spectrum of 7a in CDCl;.
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Figure S35. “C{'H}-NMR spectrum of 7a in CDCl;.
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Figure S36. "H-NMR spectrum of 7b in CDCls.
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Figure S37. *C{'H}-NMR spectrum of 7b in CDCl.
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Figure S38. "H-NMR spectrum of 7¢ in CDCls.
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Figure S39. *C{'H}-NMR spectrum of 7¢ in CDCls.
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Figure S40. 'H-NMR spectrum of 17 in CDCl;.
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Figure S41. “C{'H}-NMR spectrum of 17 in CDCl;.
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Figure S43. “C{'H}-NMR spectrum of 18 in acetone-ds.
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Supporting Information— Temel, Yildiz, Ceyhan, Alkan, Sahin, and Tiirkmen

HRMS Data:
Qualitative Analysis Report
Data Filename MT-3-45 01.d Sample Name MT-3-45
Sample Type Sample Position vial 3
Instrument Name Instrument 1 User Name
Acq Method without column.m Acquired Time  9/10/2024 11:44:27 AM
IRM Calibration Status _ DA Method 111.m
Comment
Method part to run:  Acquisition Only Sample Group /
Info. Stream Name LC1 O O \
Acquisition SW 6200 series TOF/6500 series \
Version Q-TOF B.09.00 (B9044.0) =
6a
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
120 0 PCI
x10 4 |[+APCI Scan (rt: 0.580 min) Frag=120.0V MT-3-45 01.d
141 521.17403
12] ([C36 H24 O4]+H)+
14
0.8+ 522.17556
0.64 ([C36 H24 O4]+H)+
0.4+ 523.17512
([C36 H24 O4]+H)+
0.24
o4 - . [ e | |
‘ 520.5 521 5215 522 5225 523 523.5 ‘
Counts (%) vs. Mass-to-Charge (m/z)
Peak List
m/z z [Abund
161.06172 94531.55
181.06457 1 [189082.89
283.1328 1 153990.5
293.13824 1 |51848.04
320.33056 1 176012.28
338.34103 1 11319262.88
339.34502 1 [324334.91
340.3517 1 |71682.16
407.20547 1 |178140.38
419.20589 1 165176.21
Formula Calculator Element Limits
[Element Min Max
C 35 36
H 23] 24
[0 4 4
N 0 0
Cl 0 0
Formula Calculator Results
|Formula [Best  [Mass [Tgt Mass__|Diff (ppm) [Ion Species |Score |
[c36 H24 04 | TRUE | 520.1656]  520.1675] 3.54C36 H25 04 [ 70.78]
--- End Of Report ---
Agilent Technologies Page 1 of 1 Printed at: 11:53 AM on: 9/10/2024
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Supporting Information— Temel, Yildiz, Ceyhan,

Qualitative Analysis Report

Alkan, Sahin, and Tiirkmen

Data Filename MT-3-109A 06.d Sample Name MT-3-109A
Sample Type Sample Position vial 2
Instrument Name Instrument 1 User Name
Acq Method without column.m Acquired Time  9/2/2024 4:35:58 PM
IRM Calibration Status _ DA Method 111.m
Comment (@]
Method part to run:  Acquisition Only Sample Group /
Info. Stream Name LC1 () 0
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.09.00 (B9044.0) —
© NS
User Spectra 6b
Fragmentor Voltage Collision Energy Ionization Mode
120 0 APCI
x10 5 |*APCI Scan (rt: 0.162 min) Frag=120.0V MT-3-109A 06.d
471.15956
54 ([C32 H22 O4]+H)+
44
3,
472.16368
24 (IC32 H22 O4)+H)+
11 473.16687
([C32 H22‘ O4]+H)+
o 4695 470 4705 _ 471 4715 472 4725 473 4735 ‘
Counts vs. Mass-to-Charge (m/z)
Peak List
m/z z [Abund Formula Ion
181.06547 1 12867777
181.17854 228037.98
182.06936 1 1422371.94
199.07683 1 |367541.91
213.09163 1 1673020.25
273.0925 1 1447602.09
323.10808 1 |552968.63
338.34319 1 |605348.06
361.22407 1 |296854.81
471.15956 1 ]495494.19 C32 H22 04 (M+H)+
Formula Calculator Element Limits
[Element Min Max
C 31 32
H 21 22
[¢] 3 4
N 0 0
Cl 0 0
Formula Calculator Results
[Formula |Best  [Mass [Tgt Mass | Diff (ppm) [Ion Species [Score |
[c32H22 04 | TRUE [ 470.1525]  470.1518] -1.48]C32 H23 04 [ 97.99]
--- End Of Report ---
Agilent Technologies Page 1 of 1 Printed at: 4:41 PM on: 9/2/2024
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Supporting Information— Temel, Yildiz, Ceyhan, Alkan, Sahin, and Tiirkmen

Qualitative Analysis Report

Data Filename MT-3-117 12.d Sample Name MT-3-117
Sample Type Sample Position vial 1
Instrument Name Instrument 1 User Name
Acq Method without column.m Acquired Time  9/10/2024 11:20:27 AM
IRM Calibration Status _ DA Method 111.m
Comment O
Method part to run:  Acquisition Only Sample Group /
Info. Stream Name Lc1 O )
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.09.00 (B9044.0) = OM
N e

User Spectra 6c

Fragmentor Voltage Collision Energy Ionization Mode

120 0 APCI
x10 4 |*APCI Scan (rt: 0.696 min) Frag=120.0V MT-3-117 12.d
14 501.16933
([C33 H24 O5]+H)+

0.8

0.6

0.4 502.17421

([C33 H24 O5]+H)+ 503.17068
0.24 ([C33 H24 O5]+H)+
501.70276 |
04 f IR . [
501 501.5 502 5025 503 503.5 ‘
Counts (%) vs. Mass-to-Charge (m/z)

Peak List
m/z z [Abund
107.06001 81719.41
137.06218 39127.2
161.05901 1 ]292378.44
179.07369 38485.06
181.06374 1 143738.09
318.29947 1 148543.13
338.3407 1 ]497811.28
339.3437 1 |116740.27
384.30748 1 |56832.68
523.14792 1 167935.69
Formula Calculator Element Limits
[Element Min Max
C 32 33
H 23] 24
[0} 4 5
N 0 0
Cl 0 0
Formula Calculator Results
[Formula |Best  [Mass [Tgt Mass | Diff (ppm) [Ion Species [Score |
[c33 H24 05 | TruE | s00.1618]  500.1624] 1.16]C33 H25 05 [ 72.55]
--- End Of Report ---

Agilent Technologies Page 1 of 1 Printed at: 11:47 AM on: 9/10/2024
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Supporting Information— Temel, Yildiz, Ceyhan,

Qualitative Analysis Report

Alkan, Sahin, and Tiirkmen

Data Filename MT-3-41 05.d Sample Name MT-3-41
Sample Type Sample Position Vial 2
Instrument Name Instrument 1 User Name
Acq Method without column.m Acquired Time  6/5/2024 3:16:09 PM
IRM Calibration Status DA Method QualDAMethod.m
Comment O
Method part to run:  Acquisition Only Sample Group
Info. Stream Name LC1 O ,~‘\
Acquisition SW 6200 series TOF/6500 series
Version Q-TOF B.09.00 (B9044.0)
O ”'I
User Spectra o)
Fragmentor Voltage Collision Energy Ionization Mode 1 5a
135 0 APCI
x10 4 |C36 H24 O4: +APCI Scan (rt: 0.071 min) Frag=135.0V MT-3-41 05.d
6 521.17481
([C36 H24 O4]+H)+
54
4 4
522.17862
31 (IC36 H24 O4]+H)+
2,
1 4
0l - . - — . | ; - - ]
520.5 521 521.5 522 522.5 523 523.5 524 524.5
Counts vs. Mass-to-Charge (m/z)
Peak List
m/z z [Abund Formula Ion
107.06165 60047.12
150.12744 68444.3
174.08886 38299.35
265.10774 1 184591.02
279.12228 1 150574.72
295.11831 1 |72216.79
338.34281 1 166917.33
481.19303 1 145306.92
503.16449 1 |36191.7
521.17481 1 164909.12 C36 H24 04 (M+H)+
Formula Calculator EI Limits
[Element Min Max
C 35| 36
H 23 25
(0] 2 4
N 0 0
S 0 0
Cl 0
Formula Calculator Results
[Formula [Best  [Mass [Tgt Mass__|Diff (ppm) [Ion Species [Score ]
[c36 H24 04 | TRUE | 520.1678]  520.1675] -0.58]C36 H25 04 [ 99.51]
--- End Of Report ---
Agilent Technologies Page 1 of 1 Printed at: 3:22 PM on: 6/5/2024

S-54



Supporting Information— Temel, Yildiz, Ceyhan,

Qualitative Analysis Report

Alkan, Sahin, and Tiirkmen

Data Filename MT-3-112A 01.d Sample Name MT-3-112A
Sample Type Sample Position viall
Instrument Name Instrument 1 User Name
Acq Method without column.m Acquired Time  9/2/2024 3:27:37 PM O
IRM Calibration Status DA Method 111.m
Comment O ”\\
Method part to run:  Acquisition Only Sample Group
Info. Stream Name LC1 .
Acquisition SW 6200 series TOF/6500 series O ‘o
Version Q-TOF B.09.00 (B9044.0)
@]
User Spectra 15b O
Fragmentor Voltage Collision Energy Ionization Mode
120 0 APCI
x10 4 | +APCI Scan (rt: 0.128 min) Frag=120.0V MT-3-112A 01.d
2.5 471.15964
(IC32 H22 O4]+H)+
2,
1.59
472.16078
14 ([C32 H22 O4]+H)+
0.5 473.16613
([C32 H22 O4]+H)+
469.5 470 470.5 471 471.5 472 472.5 473 473.5
Counts vs. Mass-to-Charge (m/z)
Peak List
m/z z [Abund Formula Ton
107.06041 30573.88
122.07078 28488.01
136.08331 21256.21
137.08377 19208.81
148.08572 18304.82
149.0841 18329.48
151.09719 17846.78
163.09751 31223.11
189.11226 19361.93
471.15964 1 |23930.24 C32 H22 04 (M+H)+
Formula Calculator EI Limits
[Element Min Max
C 31 32
H 21 22
(0] 3 4
N 0 0
Cl 0 0
Formula Calculator Results
[Formula [Best [Mass [Tgt Mass [Diff (ppm) [Ion Species [Score ]
[c32 H22 04 [ TRuE | 470.1516]  470.1518] 0.36/C32 H23 04 [ 9442
--- End Of Report ---
Agilent Technologies Page 1 of 1 Printed at: 5:02 PM on: 9/2/2024
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Supporting Information— Temel, Yildiz, Ceyhan, Alkan, Sahin, and Tiirkmen

Qualitative Analysis Report

Data Filename MT-3-130 01.d Sample Name MT-3-130

Sample Type Sample Position vial 1 OMe
Instrument Name Instrument 1 User Name

Acq Method without column.m Acquired Time  9/10/2024 2:32:21 PM O

IRM Calibration Status S oA Method 111.m

Comment O )

Method part to run:  Acquisition Only Sample Group

Info. Stream Name LC1

Acquisition SW 6200 series TOF/6500 series O "

Version Q-TOF B.09.00 (B9044.0)

o

User Spectra 15¢
Fragmentor Voltage Collision Energy Ionization Mode
120 0 APCI
%10 4 | *APCI Scan (rt: 0.416 min) Frag=120.0V MT-3-130 01.d
501.16985
151 (IC33 H24 O5]+H)+
B 502.17186
501.36664 ([C33 H24 O5]+H)+ 503.16059
051 ([C33 H24 O5}+H)+
ol ‘ C ‘ e I
-0.54
500.6 500.8 501 501.2 501.4 501.6 501.8 502 502.2 502.4 502.6 502.8 503 503.2 503.4
Counts (%) vs. Mass-to-Charge (m/z)
Peak List
m/z z [Abund
241.04751 1 |46860.24
273.16386 1 |31605.78
274.27133 1 [34983.88
318.29853 1 67329.45
338.33985 1 |60062.8
384.305 1 102822.98
385.30255 1 [39343.7
428.33119 1 |52274.5
429.32301 1 [29745.3
569.18881 1 |39091.24
Formula Calculator EI Limits
[Element Min Max
C 32| 33
H 23] 24
0 4 s
N of o
cl of o
Formula Calculator Results
[Formula [Best [Mass [Tgt Mass [Diff (ppm) [Ion Species [Score ]
[c33 H24 05 [ TRUE | 500.1604]  500.1624] 4|33 H25 05 [ 64.52]
--- End Of Report ---
Agilent Technologies Page 1 of 1 Printed at: 3:06 PM on: 9/10/2024
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Supporting Information— Temel, Yildiz, Ceyhan, Alkan, Sahin, and Tiirkmen

Qualitative Analysis Report

Data Filename MT-3-54 01.d Sample Name MT-3-54
Sample Type Sample Position vial 2
Instrument Name Instrument 1 User Name
Acq Method without column.m Acquired Time  9/3/2024 11:41:53 AM
IRM Calibration Status DA Method 111.m
Comment M602C o
Method part to run:  Acquisition Only Sample Group
Info. Stream Name LC1 .
Acquisition SW 6200 series TOF/6500 series M ‘v
Version Q-TOF B.09.00 (B9044.0) e02C
7a
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
120 0 APCI
x10 5 | *APCI Scan (rt: 0.537 min) Frag=120.0V MT-3-54 01.d
3,
2.5
2 4
1.5
" 425.17445
0.5 (IC28 H24 O4]+H)+ 426.17965
ol ‘ ([c28 H21‘1 O4]+H)+ 427.19446
‘ 4245 425 4255 426 4265 427 4275 ‘
Counts (%) vs. Mass-to-Charge (m/z)
Peak List
m/z z [Abund Formula Ton
181.06467 1 |38875.48
202.17914 1 |97367.77
325.22603 1 129079.51
338.34159 1 130955.05
361.12193 1 |78389.82
393.14853 1 |282166.06
394.15144 1 191287.41
425.17445 1 |34425.85 C28 H24 04 (M+H)+
437.19572 1 |27074.34
485.35448 1 |23215.6
Formula Calculator EI Limits
[Element Min Max
C 27 28
H 23 24
(0] 3 4
N 0 0
Cl 0 0
Formula Calculator Results
[Formula [Best [Mass [Tgt Mass [Diff (ppm) [Ion Species [Score ]
[c28 H24 04 [ TRUE | 424.1676]  424.1675] -0.33[C28 H25 04 [ 779]
--- End Of Report ---
Agilent Technologies Page 1 of 1 Printed at: 11:55 AM on: 9/3/2024
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Supporting Information— Temel, Yildiz, Ceyhan, Alkan, Sahin, and Tiirkmen

Qualitative Analysis Report
Data Filename MT-3-126A 02.d Sample Name MT-3-126A
Sample Type Sample Position vial 2
Instrument Name Instrument 1 User Name
Acq Method without column.m Acquired Time  9/10/2024 2:57:39 PM
IRM Calibration Status DA Method 111.m
Comment MeO,C, R
Method part to run:  Acquisition Only Sample Group
Info. Stream Name LC1 .
Acquisition SW 6200 series TOF/6500 series MeOZC '
Version Q-TOF B.09.00 (B9044.0)
" O
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
120 0 APCI
x10 5 | +APCI Scan (rt: 0.264 min) Frag=120.0V MT-3-126A 02.d
375.15918

44 ([C24 H22 O4]+H)+

3,

21 376.16160

([C24 H22 O4]+H)+
i 377.16507
([C24 H22 OA4]+H)+
01 |
‘ 3745 375 3755 376 3765 377 3775 ‘
Counts (%) vs. Mass-to-Charge (m/z)

Peak List
m/z z [Abund Formula Ion
311.10642 1 |2074763.25
312.10977 1 |508240.84
315.13825 1 |157040.53
338.34132 1 |177766.7
343.13325 1 |5665070.5
344.13547 1 |1616610.88
345.13914 1 |245792.88
375.15918 1 15047771 C24 H22 04 (M+H)+
376.1616 1 ]11498595.25 C24 H22 04 (M+H)+
377.16507 1 |246439.81 C24 H22 04 (M+H)+
Formula Calculator EI Limits
[Element Min Max
C 23 24
H 21 22
(0] 3 4
N 0 0
Cl 0 0
Formula Calculator Results
[Formula [Best [Mass [Tgt Mass [Diff (ppm) [Ion Species [Score ]
[c24 H22 04 [ TRUE | 374.1517]  374.1518] 0.35[C24 H23 04 [ 96.91]

--- End Of Report ---

Agilent Technologies

Page 1 of 1
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Supporting Information— Temel, Yildiz, Ceyhan, Alkan, Sahin, and Tiirkmen

Qualitative Analysis Report

Data Filename MT-3-134A 02.d Sample Name MT-3-134A
Sample Type Sample Position vial 4 OMe
Instrument Name Instrument 1 User Name
Acq Method without column.m Acquired Time 9/10/2024 12:15:53 PM
IRM Calibration Status DA Method 111.m
Comment MeOZC o
Method part to run:  Acquisition Only Sample Group
Info. Stream Name LC1 ‘e,
Acquisition SW 6200 series TOF/6500 series MeOZC ‘
Version Q-TOF B.09.00 (B9044.0)
e O

User Spectra

Fragmentor Voltage Collision Energy Ionization Mode

120 0 PCI
x10 5 |*APCI Scan (rt: 0.728 min) Frag=120.0V MT-3-134A 02.d
14 405.16928
([C25 H24 O5]+H)+

0.8

0.6

0.4 406.17215 407.20405

([C25 H24 O5]+H)+
0.2
04 . ‘ |
‘ 4045 405 4055 406 4065 407 407.5 ‘
Counts (%) vs. Mass-to-Charge (m/z)

Peak List
m/z z [Abund Formula Ion
274.27422 1 1148086.89
318.30091 1 1375509
338.34139 1 |254254.52
340.28419 1 195083.91
362.3257 1 |175716.27
373.14379 1 1258797.64
384.30742 1 1649270.31
385.3106 1 |154223.02
405.16928 1 |219015.27 C25 H24 05 (M+H)+
428.33394 1 1260083.98
Formula Calculator Element Limits
[Element Min Max
C 24 25
H 23] 24
[0 4 5
N 0 0
Cl 0 0
Formula Calculator Results
[Formula |Best  [Mass [Tgt Mass__|Diff (ppm) [Ion Species [Score |
[c25 H24 05 [ TRUE [ 404.1619]  404.1624] 1.2]C25 H25 05 [ s3]
--- End Of Report ---
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Supporting Information— Temel, Yildiz, Ceyhan, Alkan, Sahin, and Tiirkmen

Qualitative Analysis Report

Data Filename MT-3-82A 01.d Sample Name MT-3-82A

Sample Type Sample Position vial 1

Instrument Name Instrument 1 User Name

Acq Method without column.m Acquired Time  9/3/2024 11:15:54 AM

IRM Calibration Status _ DA Method 111.m

Comment MeOZC,
Method part to run:  Acquisition Only Sample Group

Info. Stream Name LC1

Acquisition SW 6200 series TOF/6500 series

Version Q-TOF B.09.00 (B9044.0)

User Spectra

Fragmentor Voltage Collision Energy Ionization Mode
120 0 APCI
x10 3 |*APCI Scan (rt: 0.602 min) Frag=120.0V MT-3-82A 01.d
425.17419

4] (IC28 H24 O4]+H)+

3,

24 426.17980

(IC28 H24 O4]+H)+
14 427.21307
O, . "
‘ 4245 425 4255 426 4265 427 4275 ‘
Counts (%) vs. Mass-to-Charge (m/z)
Peak List
m/z z [Abund Formula Ion
325.22358 1 [31933.92
338.33681 1 115046.79
361.12684 1 112338.59
385.28656 1 |11333.17
393.14524 1 [36061.45
394.14825 1 [10451.59
425.17419 1 115281.99 C28 H24 04 (M+H)+
429.31201 1 |11467.13
437.19435 1 ]10210.13
481.18794 1 [13694.09
Formula Calculator Element Limits
[Element Min Max
C 27 28
H 23 24
[0] 3 4
N 0 0
Cl 0 0
Formula Calculator Results
[Formula |Best  [Mass [Tgt Mass | Diff (ppm) [Ion Species [Score |
[c28 H24 04 [ TRUE [ 424.1675]  424.1675] -0.07]c28 H25 04 [ 73.27]
--- End Of Report ---
Agilent Technologies Page 1 of 1 Printed at: 11:39 AM on: 9/3/2024
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Supporting Information— Temel, Yildiz, Ceyhan, Alkan, Sahin, and Tiirkmen

Qualitative Analysis Report

Data Filename MT-3-77A 06.d Sample Name MT-3-77A
Sample Type Sample Position vial 1
Instrument Name Instrument 1 User Name
Acq Method without column.m Acquired Time  9/9/2024 3:23:19 PM
IRM Calibration Status _ DA Method 111.m HOQC R
0
Comment *
Method part to run:  Acquisition Only Sample Group .
Info. Stream Name Ic1 “
Acquisition SW 6200 series TOF/6500 series HOQC
Version Q-TOF B.09.00 (B9044.0)
18
User Spectra
Fragmentor Voltage Collision Energy Ionization Mode
150 0 APCI
x10 4 |-APCI Scan (rt: 1.812 min) Frag=150.0V MT-3-77A 06.d
395.12895
5 ([C26 H20 O4]-H)-
4
3,
2 396.13349
] (IC26 H20 O4]-H)-
14 397.13691
‘ ([C26 HZP O4]-H)-
394.5 395 395.5 396 396.5 397 397.5
Counts vs. Mass-to-Charge (m/z)
Peak List
m/z z [Abund Formula Ion
106.04226 9234.5
121.03075 10058.13
126.90437 60413.04
138.02033 5264.3
143.10756 1 |41565.14
144.10975 1 15088.49
248.9727 4710.74
395.12895 1 |56965.76 C26 H20 04 (M-H)-
396.13349 1 [15193.51 €26 H20 04 (M-H)-
813.24522 1 [7844.65
Formula Calculator Element Limits
[Element Min Max
C 24 26
H 19 20
[¢] 3 4
N 0 0
Cl 0 0
Formula Calculator Results
[Formula |Best  [Mass [Tgt Mass | Diff (ppm) [Ion Species [Score |
[c26 H20 04 | TRUE | 396.1365]  396.1362] -0.89]C26 H19 04 [ o7.51]
--- End Of Report ---
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