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General methods. Column chromatography was carried out using silica gel (WAKO Gel 75-150 mesh, WAKO
Co., Ltd.). Preparative tin-layer chromatography was performed with silica gel plates (60F-254). Melting points
(mp) were recorded with a Yamato melting point apparatus model MP-21 and are uncorrected. IR spectra were
measured with a HORIBA fourier transform infrared spectrometer FT-720, and absorbance frequencies are
reported in reciprocal centimeters (cm™!). NMR experiments were performed with JEOL JNM-ECZ600R ('H
NMR: 600 MHz, *C NMR: 151 MHz) spectrometer. Chemical shifts are expressed in J (parts per million, ppm)
calues, and coupling constants are expressed in herts (Hz). "H NMR spectra were referenced to a solvent signal
(CDCls: 7.26 ppm, DMSO-ds: 2.50 ppm). C NMR spectra were referenced to a solvent signal (CDCl;: 77.1
ppm, DMSO-d,: 39.5). Signal multiplicities are abbreviated as follows: singlet (s), doublet (d), triplet (t), quartet
(q), multiplet (m), doublet of doublets (dd), doublet of doublet of doublets (ddd) septet (sept), broad (br). High-
resolution MS spectra were recorded with a Brucker microTOF mass spectrometers (ESI-TOF-MS). Reactions
were monitored by thin layer chromatography (TLC) carried out on a silica gel plates (60F-254) and visualized

under UV illumination at 254 or 365 nm depending on the compounds.
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Table S1. Optimization of reaction conditions (!

Me. /© additive (3 equiv.)

N

: » Me-N 0 Me-N
OH solvent, rt, 16 h Ts Ts
1 1
N, NH NH
Ts
9aa

1aa

10aa

Entry Additive solvent Yield (%) of 9aa®  Yield (%) of 10aa®
1 tert-BuOK THF 81 3
2 tert-BuOK toluene 75 1
3 tert-BuOK MeCN 66 S
4 tert-BuOK MeOH 65 0
5 tert-BuOK CH,Cl, 71 0
6 tert-BuOK DMF 76 4
7 tert-BuOK DMSO 81 3
8¢ tert-BuOK DMSO 61 3
od tert-BuOK DMSO 72 2

10¢  tert-BuOK DMSO 49 0
11f  tert-BuOK DMSO 1 0
129  tert-BuOK DMSO trace 0
13" tert-BuOK DMSO 80 0
14 tert-BuONa DMSO 79 0
15 tert-BuOLi DMSO 60 0
16  NaOH DMSO 80 0
17 KOH DMSO 77 0
18 KyCO,4 DMSO 24 4
19 CsCO; DMSO 74 0
20 Et;N CH,Cl, trace -
21 none DMSO 0 0

¢ Reaction condition: 1aa (1.0 mmol) and additive in solvent (5 mL, 0.2 M) under Air. ® Isolated yield. ¢ Using
5 equiv. of fert-BuOK. ¢ Using 2 equiv. of fert-BuOK. ¢ Using 1 equiv. of fert-BuOK. / Under argon. ¢ The
reaction was performed in DMSO with FTP cycling under argon. ” Under O, (1 atm).
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Synthesis of N-protected indoles S1

The N-potected indoles S1 as N-tosylindoles (Sla, Sle-S1k), N-benzenesulfonylindole (S1b), N-(4-
methoxybenzenesulfonyl)indole (S1c¢), N-mesylindole (S1d) and N-(4-phenylbenzenesulfonyl)indole (S1I)
were prepared by reported method.?! All substrates were used as received from commercial suppliers (Sigma-
Aldrich, Kanto Chemical, TCI, Wako and Nacalai tesque) and all reagents were weighed and handled in air at room

temperature. Analytical data are in accordance with the literature values.[?!

N-protected indoles S1a : (R'=Ts, R2=H)
S1b : (R'=Bs, R2=H)
S1c : (R'=Mbs, R? = H)

$1d : (R' =Ms, R? = H)

5 A S1e : (R'=Ts, R? = 5-MeO)
R2—
XN/
kx ) S1f : (R'=Ts, R2=5-Cl)
T N
R1

S1g : (R'=Ts, R? = 5-Br)
S1h : (R'=Ts, R2=4-Cl)
S1i :(R'=Ts, R2=6-Cl)
S1j :(R'=Ts, R2=7-Cl)
S1k : (R'=Ts, R? = 7-aza)

81l :(R'=PBs, R2=H)

= O=d_ <0
Ts = Bs = Mbs = Ms= “~S=0  pBs=

Me OMe O

Figure S1.
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1-([1,1'-Biphenyl]-4-ylsulfonyl)-1H-indole (S11).?1 To a solution of indole (1.17 g, 10 mmol) and
tetrabutylammonium bromide (161 mg, 0.05 equiv., 0.5 mmol) in toluene (10 mL, 0.1 M) were added NaOH
(4.00 g, 10equiv., 0.10 mol) and H,O (8.0 mL). The solution was stirred at room temperature for 15 minutes,
biphenyl sulfonyl chloride (2.78 g, 1.1 equiv., 11 mmol) was added to the solution. After the solution was stirred
further 12 h, H,O (50 mL) was added to the mixture. The whole was extracted with AcOEt (3 x 50 mL). The
combined organic layer was washed with brine (50 mL), dried over Na,SQ,, filtered, and concentrated in vacuo.
The residue was purified by silica gel column chromatography using hexane/AcOEt (5/1 v/v) to give S11.
White solid (2.07 g, 62% yield; mp 105-108 °C). IR (KBr) v: 3392, 3369, 1361, 1166, 761 cm™'. "H NMR (600
MHz, CDCl;) 6 8.04 (d, /= 8.4 Hz, 1H), 7.94 (d, J = 8.4 Hz, 2H), 7.62 (d, /= 8.4 Hz, 2H), 7.61 (d, J=4.2 Hz,
1H), 7.55 (d, J=7.8 Hz, 1H), 7.50 (d, /= 7.2 Hz, 2H), 7.43 (dd, J="7.2, 7.2 Hz, 2H), 7.39 (dd, /= 7.8, 7.8 Hz,
1H), 7.34 (ddd, J = 7.8, 7.8, 0.6 Hz, 1H), 7.24 (ddd, J = 7.8, 7.8, 0.6 Hz, 1H), 6.69 (dd, J = 3.6, 0.6 Hz, 1H);
BC{'H} NMR (151 MHz, CDCl;) ¢ 146.9, 139.0, 136.8, 135.0, 130.9, 129.2, 128.8, 128.0, 127.45, 127.45,
126.5,124.8, 123.5,121.6, 113.7, 109.4. HRMS (ESI) m/z: [M+Na]* Calcd for C,0H,;sNO,SNa 356.0721; Found
356.0720.
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Synthesis of #rans-2-hydroxyindoline-3-trirthylammonium bromide (HITAB) S2

The trans-2-hydroxyindoline-3-triethylammonium bromides (HITAB) S2 were prepared by reported method.l All
reagents were weighed and handled in air at room temperature. Analytical data are in accordance with the literature
values (S2al*, S2b, S2g, S2ib, S2¢, S2dB¢l, S2e, S2{13d1),

Isolated HITABs S2a : (R'=Ts, R2=H)
S2b : (R'=Bs, R?=H)
S2c : (R'=Mbs, R?=H)
s2d : (R'=Ms, R?=H)
R2—
N/ S2e : (R'=Ts, R? = 5-Me0)
N~ 'OH
R? S2f :(R'=Ts, R>=5-Cl)
S2g : (R'=Ts, R? = 5-Br)

82i :(R'=Ts, R?=6-Cl)

O=¢d_ O=g.
S=o Otsto $=0
O=d_
Ts = Bs = Mbs = Ms = EI\O
e
Me OMe
Figure S2.
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Synthesis of indoline hemiaminals 8
The indoline hemiaminals 8 were prepared by reported method.['> 341 All reagents were weighed and handled in air
at 80 °C. Analytical data are in accordance with the literature values.(8aa 32, 8ba—8ga, 8ia, 8ka 3¢, 8ab, 8ac, 8ae,

8ah—8al, 8ar, 8as [1°], ag [4])

Indoline hemiaminals

4 ‘\\OH N N tBU\N Me
s NN wOH wOH
2/\ / ‘o1 ' ‘\\OH
Rex R N, N
7 Ts \Ts N\
8aa: (R'=Ts, R2=H) . Ts
8ba R1 =Bs R2 _ H) 8ab: (R = IPr) 8ad 8ae

8ac: (R = PMB)

8ah : (R'=Me, R?=H, R®=H)

8ai :(R"=H,R?>=H,R®=H)

8aj : (R'=H, R>=H, R®= Me)
8ak : (R' =H, R? = 5-MeO, R® = H)
8al : (R'=H,R>=5-CI|,R3=H)
8am: (R' = H, R?=5"Br, R® = H)
8an : (R'=H, R?=4'-CI, R3 = H)
8ao : (R'=H, R>=6"-CI,R®=H)
8ap : (R'"=H, R?=7-CI, R® = H)

O=d_
Szo
O: .y ot =

S\O O:Sto S\O O

O=d_

Ts = Bs = Mbs = Ms = I\?n\o PBs =

e

Me OMe O
Figure S3.



Me- /1 : Me -
N Me—-N N
Cl OH™ | Cl CHO ~ (I OH
N, NH N,
Ts i Ts Ts
trans-8ha linear cis-8ha

(trans:cis = 95:5)

(rac)-trans-4-Chloro-3-(methyl(phenyl)amino)-1-tosylindolin-2-ol (8ha).l*] To a solution of S1h (1.22 mg, 2
equiv., 10 mmol) and H,O (1.8 mL, 20 equiv., 0.1 mol) in acetone (50 mL, 0.2 M) was added NBS (1.98 g, 2.2
equiv., 11 mmol). The mixture was stirred at room temperature for 15 h. Then Et;N (1.54 mL, 2.2 equiv., 11
mmol) was added to the mixture and stirred further 1 h. The mixture was concentrated in vacuo. The residue
was dissolved in AcOEt (50 mL, 0.1 M) and added N-methylaniline (0.54 mL, 5.0 mmol) and Et;N (1.39 mL,
2.0 equiv., 10 mmol). The mixture was stirred at 80 °C in oil bath for 23 hours. After the whole was cooled to
room temperature, H,O (50 mL) was added to the mixture. The whole was extracted with AcOEt (3 x 50 mL).
The combined organic layer was washed with brine (50 mL), dried over Na,SO,, filtered, and concentrated in
vacuo. The residue was purified by silica gel column chromatography using hexane/AcOEt (3/1 v/v) to give
8ha.

Blue solid (2.14 g, quant.; mp 154—156 °C). IR (KBr) v: 3482, 3093, 3058, 3025, 2948, 2827, 1598, 1450, 1342,
1157, 754 cm™. '"H NMR (600 MHz, CDCl;) 6 7.75 (d, J = 8.4 Hz, 2H), 7.57 (d, J= 7.8 Hz, 1H), 7.31 (dd, J =
8.4, 8.4 Hz, 1H), 7.27-7.24 (m, 4H), 7.05 (d, J = 8.4 Hz, 1H), 6.85 (d, J = 8.4 Hz, 2H), 6.80 (dd, J=7.2, 7.2
Hz, 1H), 5.59 (d, /= 1.2 Hz, 1H), 5.14 (d, /= 1.2 Hz, 1H), 3.62 (br s, 1H), 2.39 (s, 3H), 1.94 (s, 3H); C{'H}
NMR (151 MHz, CDCl;) 6 148.9, 145.1, 142.4, 135.4, 133.0, 131.5, 130.2, 129.3, 127.1, 125.8, 124.8, 118.0,
113.5,112.8,91.0, 67.1, 32.1, 21.7. HRMS (ESI) m/z: [M+Na]* Calcd for C»,H; N,O;SNa 451.0859, 453.0830;
Found 451.0855, 453.0828.

L[

Me..N

Me=N
wOH o CHO | = OH
N N
“Ts NH ‘Ts
Ts
Ci L cl Cl
trans-8ja linear cis-8ja

(trans:cis = 85:15)

(rac)-trans-7-Chloro-3-(methyl(phenyl)amino)-1-tosylindolin-2-o0l (8ja).[*l To a solution of S1j (917 mg, 2
equiv., 3 mmol) and H,O (0.54 mL, 20 equiv., 30 mmol) in acetone (15 mL, 0.2 M) was added NBS (587 mg,
2.2 equiv., 3.3 mmol). The mixture was stirred at room temperature for 9 h. Then Et;N (0.46 mL, 2.2 equiv.,
3.3 mmol) was added to the mixture and stirred further 1 h. The mixture was concentrated in vacuo. The residue
was dissolved in AcOEt (15 mL, 0.1 M) and added N-methylaniline (161 mg, 1.5 mmol) and Et;N (0.42 mL,
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2.0 equiv., 3 mmol). The mixture was stirred at 80 °C in oil bath for 6 hours. After the whole was cooled to
room temperature, H,O (20 mL) was added to the mixture. The whole was extracted with AcOEt (3 x 20 mL).
The combined organic layer was washed with brine (20 mL), dried over Na,SQO,, filtered, and concentrated in
vacuo. The residue was purified by silica gel column chromatography using hexane/AcOEt (3/1 v/v) to give
8ja.

White solid (391 mg, 61% yield; mp 134-136 °C). IR (KBr) v: 3423, 3064, 2979, 2923, 2813, 1600, 1506, 1461,
1328, 1147, 775 cm™'. '"H NMR (600 MHz, CDCl;) 6 7.89 (d, J = 8.4 Hz, 1.7H), 7.74 (d, J = 7.8 Hz, 0.30H),
7.34-7.25 (m, 5H), 7.19 (d, J = 7.2 Hz, 0.85H), 7.14 (dd, J = 7.8, 7.8 Hz, 0.15H), 7.08 (dd, J = 7.8, 7.8 Hz,
0.85H), 7.01 (d, J = 8.4 Hz, 1.85H), 6.87 (dd, J= 7.2, 7.2 Hz, 0.85H), 6.81 (dd, J= 7.2, 7.2 Hz, 0.15H), 6.64
(d,J=8.4 Hz, 0.30H), 6.21 (s, 0.85H), 6.12 (d, /= 5.4 Hz, 0.15H), 5.09 (s, 0.85H), 5.03 (d, /= 6.0 Hz, 0.15H),
3.63 (brs, 0.85H), 3.22 (br s, 0.15H), 2.80 (s, 0.45H), 2.61 (s, 2.55H), 2.44 (s, 0.45H), 2.43 (2.55H); BC{'H}
NMR (151 MHz, CDCl;) 6 149.5, 149.4, 144.7, 143.84, 143.84, 139.2, 138.9, 137.9, 136.9, 136.0, 133.0, 132.2,
131.2,129.9,129.61,129.57,129.50, 127.2,127.0, 126.1, 126.0, 125.1, 123.9, 122.4,118.7, 118.0, 114.3, 112.7,
90.6, 88.9, 67.3, 63.6, 36.0, 33.5, 21.8, 21.7. HRMS (ESI) m/z: [M+Na]* Calcd for C»,H; N,O;SNa 451.0859,
453.0830; Found 451.0855, 453.0830.

Cl Cl
Me- Me-~

Me-N

— —
~OH b CHO e OH
N, NH N,
Ts i s | Ts
trans-8ad linear cis-8ad

(tarns:cis = 92:8)
(rac)-trans-3-((3-Chlorophenyl)(methyl)amino)-1-tosylindolin-2-o0l (8ad).321 To a suspension of S2a (582
mg, 1.2 equiv., 1.2 mmol) in AcOEt (10 mL, 0.1 M) were added m-chloro-N-methylaniline (142 mg, 1.0 mmol)
and Et;N (0.26 mL, 2 equiv., 2.0 mmol). The suspension was stirred at 80 °C in oil bath for 2 h. After the whole
was cooled to room temperature, H,O (10 mL) was added to the mixture. The whole was extracted with AcOEt
(3 x 10 mL). The combined organic layer was washed with brine (10 mL), dried over Na,SQ,, filtered, and
concentrated in vacuo. The residue was purified by silica gel column chromatography using hexane/AcOEt (2/1
v/v) to give 8ad.

Purple oil (368 mg, 86% yield; mp 180 °C). IR (KBr) v: 3471, 3064, 2948, 2900, 2817, 1592, 1496, 1346, 1160,
759 cm™'. '"H NMR (600 MHz, CDCls) 6 7.74 (d, J = 8.4 Hz, 2H), 7.65 (d, J=7.2 Hz, 1H), 7.36 (ddd, J=7.8,
7.8, 1.2 Hz, 1H), 7.25 (d, J= 8.4 Hz, 2H), 7.14 (dd, /= 8.4, 8.4 Hz. 1H), 7.11 (d, /= 7.2 Hz, 1H), 7.08 (dd, J =
7.8, 7.8 Hz, 1H), 6.84 (dd, /J=2.4, 2.4 Hz. 1H), 6.80 (dd, J = 8.4, 2.4 Hz, 1H), 6.77 (dd, J= 8.4, 1.2 Hz, 1H),
5.54 (d,J=3.0 Hz, 1H), 5.15 (d, J=2.4 Hz, 1H), 3.87 (br s, 1H), 2.38 (s, 3H), 1.91 (s, 3H); 3C{'H} NMR (151
MHz, CDCl;) 6 150.5, 144.9, 140.9, 135.3, 135.2, 130.3, 130.3, 130.1, 127.4, 127.1, 126.3, 124.5, 118.2, 114.5,
113.9, 112.1, 90.2, 67.3, 33.0, 21.7. HRMS (ESI) m/z: [M+Na]" Caled for CyH,;CIN,O;SNa 451.0859,
453.0830; Found 451.0860, 453.0835.
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) ) )
N N N
JOH o OH
N NH N,
Ts Ts Ts
trans-8af B linear - cis-8af

(trans:cis = 92:8)
(rac)-trans-3-Morpholino-1-tosylindolin-2-ol (8af).[32 To a suspension of S2a (582 mg, 1.2 equiv., 1.2 mmol)
in AcOEt (10 mL, 0.1 M) were added morpholine (87 mg, 1.0 mmol) and Et;N (0.26 mL, 2 equiv., 2.0 mmol).
The suspension was stirred at 80 °C in oil bath for 2 h. After the whole was cooled to room temperature, H,O
(10 mL) was added to the mixture. The whole was extracted with AcOEt (3 x 10 mL). The combined organic
layer was washed with brine (10 mL), dried over Na,SO,, filtered, and concentrated in vacuo. The residue was
purified by silica gel column chromatography using hexane/AcOEt (2/1 v/v) to give 8af.

White solid (276 mg, 74% yield; mp 164 °C). IR (KBr) v: 3336, 2969, 2921, 2871, 2819, 1596, 1463, 1353,
1174, 1106, 765 cm™'. '"H NMR (600 MHz, CDCl;) 6 7.75 (d, J = 7.8 Hz, 2H), 7.57 (d, J = 8.4 Hz, 1H), 7.29
(dd, J=7.8,7.8 Hz, 1H), 7.26 (d, J= 7.8 Hz, 1H), 7.23 (d, /= 7.8 Hz, 2H), 7.05 (ddd, /= "7.2, 7.2, 0.6 Hz, 1H),
5.68 (d, J=2.4 Hz, 1H), 4.07 (br s, 1H), 4.03 (d, /= 1.8 Hz, 1H), 3.49-3.46 (m, 2H), 3.44-3.40 (m, 2H), 2.34
(s, 3H), 2.15 (br s, 2H), 2.01 (br s, 2H); BC{'H} NMR (151 MHz, CDCl;) ¢ 1144.7, 140.9, 135.4, 129.95,
129.85, 127.6, 127.1, 126.8, 124.0, 114.1, 85.5, 72.9, 67.0, 48.8, 21.6. HRMS (ESI) m/z: [M+Na]* Calcd for
C19H,,N,04SNa 397.1198; Found 397.1197.

trans-Bam finear cis-8am

(trans:cis = 92:8)

(rac)-trans-3-(5-Bromo-1H-indol-3-yl)-1-tosylindolin-2-o0l (8am).32l To a suspension of S2a (1.65 g, 1.2
equiv., 3.6 mmol) in AcOEt (30 mL, 0.1 M) were added 5-bromoindole (595 mg, 3.0 mmol) and Et;N (0.83
mL, 2 equiv., 6.0 mmol). The suspension was stirred at 80 °C in oil bath for 2 h. After the whole was cooled to
room temperature, H,O (10 mL) was added to the mixture. The whole was extracted with AcOEt (3 x 10 mL).
The combined organic layer was washed with brine (10 mL), dried over Na,SQO,, filtered, and concentrated in
vacuo. The residue was purified by silica gel column chromatography using hexane/AcOEt (1/1 v/v) to give
8am.

Brown oil (1.02 g, 70% yield). IR (KBr) v: 3062, 2967, 2923, 1457, 1338, 1164, 750, 576 cm™'. '"H NMR (600
MHz, CDCly) 6 8.13 (br s, 1H), 7.59 (d, J = 7.8 Hz, 1H), 7.56 (d, J = 7.8 Hz, 2H), 7.28 (dd, J = 7.8, 7.8 Hz,
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1H), 7.23 (dd, J= 9.0, 1.8 Hz, 1H), 7.18-7.17 (m, 2H), 7.07 (d, J = 8.4 Hz, 2H), 7.04 (d, J = 7.8 Hz, 1H), 7.01
(dd, J=7.2,7.2 Hz, 1H), 6.34 (s, 1H), 5.75 (dd, J = 3.0, 3.0 Hz, 1H), 4.52 (d, J = 1.8 Hz, 1H), 3.94 (d, J = 3.0
Hz, 1H), 2.33 (); 3C{'H} NMR (151 MHz, CDCl;) § 144.5, 140.0, 135.3, 134.5, 131.0, 129.8, 128.7, 127.6,
127.1, 125.9, 125.5,3H4, 124.3, 124.0, 121.4, 114.6, 114.3, 113.1, 112.9, 93.0, 47.1, 21.8. HRMS (ESI) m/z:
[M+Na]* Caled for Co;H,sBrN,0;SNa 505.0198, 507.0177; Found 505.0200, 507.0181.

frans-8an linear cis-8an (trans:cis = 81:19)
(rac)-trans-3-(4-Chloro-1H-indol-3-yl)-1-tosylindolin-2-o0l (8am).%2] To a suspension of S2a (1.65 g, 1.2
equiv., 3.6 mmol) in AcOEt (30 mL, 0.1 M) were added 4-chloroindole (455 mg, 3.0 mmol) and Et;N (0.83 mL,
2 equiv., 6.0 mmol). The suspension was stirred at 80 °C in oil bath for 2 h. After the whole was cooled to room
temperature, H,O (10 mL) was added to the mixture. The whole was extracted with AcOEt (3 x 10 mL). The
combined organic layer was washed with brine (10 mL), dried over Na,SQ,, filtered, and concentrated in vacuo.
The residue was purified by silica gel column chromatography using hexane/AcOEt (1/1 v/v) to give 8an.
Yellow oil (1.03 g, 78% yield). IR (KBr) v: 3029, 2967, 2925, 1475, 1340, 1166, 750 cm™'. "H NMR (600 MHz,
CDCl;) ¢ 8.46 (br s, 0.2H), 7.86 (br s, 0.8H), 7.82 (d, J = 8.4 Hz, 0.4H), 7.56 (d, J = 8.4 Hz, 1.6H), 7.54-7.53
(m, 1H), 7.28-7.23 (m, 1.6H), 7.18 (d, J= 7.8 Hz, 1.6H), 7.13-7.00 (m, 5H), 6.17 (dd, J = 6.6, 4.8 Hz, 0.2H),
5.91 (s, 0.8H), 5.61 (brs, 0.8H), 5.45 (d, J= 6.6 Hz, 0.2H), 5.05 (s, 0.8H), 3.39 (br s, 0.8H), 2.83 (d, /=4.8 Hz,
0.2H), 2.38 (s, 0.6H), 2.33 (s, 2.4H); *C{'H} NMR (151 MHz, CDCl;) J 144.4, 143.9, 140.4, 140.0, 138.0,
136.2, 135.5, 132.6, 132.2, 129.8, 129.4, 128.6, 128.4, 127.3, 126.8, 126.6, 126.0, 125.8, 125.7, 124.2, 124.1,
123.0,122.9,121.0, 120.8, 115.8, 114.8, 114.7,110.8, 110.2, 108.7,93.2, 87.7,47.3,44.8, 21.63, 21.57. HRMS
(ESI) m/z: [M+Na]" Calcd for C,3H;9N,O3SNa 461.0703, 463.0673; Found 461.0702, 463.0669.

trans-8ao linear cis-8ao (trans:cis = 91:9)

(rac)-trans-3-(6-Chloro-1H-indol-3-yl)-1-tosylindolin-2-0l (8a0).*%4 To a suspension of S2a (1.65 g, 1.2
equiv., 3.6 mmol) in AcOEt (30 mL, 0.1 M) were added 6-chloroindole (455 mg, 3.0 mmol) and Et;N (0.83 mL,
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2 equiv., 6.0 mmol). The suspension was stirred at 80 °C in oil bath for 2 h. After the whole was cooled to room
temperature, H,O (10 mL) was added to the mixture. The whole was extracted with AcOEt (3 x 10 mL). The
combined organic layer was washed with brine (10 mL), dried over Na,SQ,, filtered, and concentrated in vacuo.
The residue was purified by silica gel column chromatography using hexane/AcOEt (1/1 v/v) to give 8ao.
Yellow oil (1.14 g, 86% yield). IR (KBr) v: 3384, 3064, 2965, 2877, 1596, 1459, 1340, 1166, 752, 578 cm™!.
"H NMR (600 MHz, CDCl3) 6 8.01 (brs, 1H), 7.63 (d, J= 7.8 Hz, 1H), 7.60 (d, J = 8.4 Hz, 2H), 7.29-7.27 (m,
2H), 7.09 (d, J = 8.4 Hz, 2H), 7.03—6.98 (m, 2H), 6.74 (dd, /= 7.8, 1.8 Hz, 1H), 6.64 (d, /=9.0 Hz, 1H), 6.48
(d, J=2.4 Hz, 1H), 5.74 (d, J = 3.0 Hz, 1H), 4.53 (d, J = 3.0 Hz, 1H), 3.84 (br s, 1H), 2.37 (s, 3H); *C{'H}
NMR (151 MHz, CDCl;) 6 144.6, 139.9, 137.1, 134.4, 131.3, 129.8, 128.7, 128.2, 127.2, 125.9, 124.34, 124.28,
123.6, 120.3, 119.6, 115.0, 114.2, 111.3, 92.9, 47.3, 21.7. HRMS (ESI) m/z: [M+Na]® Calcd for
Cy;H,9CIN,O3SNa 461.0703, 463.0673; Found 461.0700, 463.0674.

trans-8ap - linear - cis-8ap

(trans:cis = 94:6)

(rac)-trans-3-(7-Chloro-1H-indol-3-yl)-1-tosylindolin-2-o0l (8ap).*] To a suspension of S2a (1.65 g, 1.2
equiv., 3.6 mmol) in AcOEt (30 mL, 0.1 M) were added 7-chloroindole (455 mg, 3.0 mmol) and Et;N (0.83 mL,
2 equiv., 6.0 mmol). The suspension was stirred at 80 °C in oil bath for 2 h. After the whole was cooled to room
temperature, H,O (10 mL) was added to the mixture. The whole was extracted with AcOEt (3 x 10 mL). The
combined organic layer was washed with brine (10 mL), dried over Na,SQ,, filtered, and concentrated in vacuo.
The residue was purified by silica gel column chromatography using hexane/AcOEt (1/1 v/v) to give 8ap.
Pale-yellow oil (529 mg, 40% yield). IR (KBr) v: 3064, 2956, 2923, 1596, 1477, 1346, 1166, 754, 576 cm™'. 'H
NMR (600 MHz, CDCl;) ¢ 8.09 (br s, 1H), 7.66 (d, J = 8.4 Hz, 1H), 7.53 (d, J = 7.8 Hz, 2H), 7.30 (ddd, J =
7.8,7.8,0.6 Hz, 1H), 7.15 (dd, J="7.2, 1.8 Hz, 1H), 7.05-7.01 (m, 4H), 6.78-6.76 (m, 2H), 6.43 (d, J=2.4 Hz,
1H), 5.76 (dd, J = 3.0, 3.0 Hz, 1H), 4.54 (d, J = 3.0 Hz, 1H), 3.87 (d, J = 3.0 Hz, 1H), 2.37 (s, 3H); *C{'H}
NMR (151 MHz, CDCl;) 0 144.4, 140.0, 134.6, 134.0, 131.3, 129.7, 128.7, 127.2, 127.1, 125.9, 124.4, 123 .4,
121.8, 120.5, 117.6, 116.7, 116.3, 114.6, 92.8, 47.3, 21.7. HRMS (ESI) m/z: [M+Na]® Calcd for
Cy;H,9CIN,O3SNa 461.0703, 463.0673; Found 461.0698, 463.0678.
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Me < ’1 : E Me - J:
N Me—N N
WOH 7 CHO . OH
N, NH < E;\:—N
PBs b 'PBs | FBs

trans-8la linear cis-8la (trans:cis = 99:1)

(rac)-trans-1-([1,1'-Biphenyl]-4-ylsulfonyl)-3-(methyl(phenyl)amino)indolin-2-o0l (81a).[l To a solution of
S11(1.00 g, 2 equiv., 3 mmol) and H,O (0.54 mL, 20 equiv., 30 mmol) in acetone (15 mL, 0.2 M) was added
NBS (587 mg, 2.2 equiv., 3.3 mmol). The mixture was stirred at room temperature for 21.5 h. Then Et;N (0.46
mL, 2.2 equiv., 3.3 mmol) was added to the mixture and stirred further 1 h. The mixture was concentrated in
vacuo. The residue was dissolved in AcOEt (15 mL, 0.1 M) and added N-methylaniline (161 mg, 1.5 mmol)
and Et;N (0.42 mL, 2.0 equiv., 3 mmol). The mixture was stirred at 80 °C in oil bath for 2 hours. After the
whole was cooled to room temperature, H,O (20 mL) was added to the mixture. The whole was extracted with
AcOEt (3 x 20 mL). The combined organic layer was washed with brine (20 mL), dried over Na,SO,, filtered,
and concentrated in vacuo. The residue was purified by silica gel column chromatography using hexane/AcOEt
(3/1 v/v) to give 8la.

White solid (623 mg, 91% yield; mp 167-169 °C). IR (KBr) v: 3467, 3064, 3029, 2950, 2817, 1600, 1504, 1355,
1164, 765, 609 cm™'. '"H NMR (600 MHz, CDCl;) 0 7.92 (d, J = 8.4 Hz, 2H), 7.71 (d, J= 8.4 Hz, 1H), 7.66 (d,
J=9.0 Hz, 2H), 7.54 (d, J = 6.6 Hz, 2H), 7.47 (dd, J= 7.2, 7.2 Hz, 2H), 7.42 (dd, J = 7.2, 7.2 Hz, 1H), 7.38
(dd, J=7.8,7.8 Hz, 1H), 7.25 (dd, J=7.2, 7.2 Hz, 2H), 7.15 (d, J= 7.8 Hz, 1H), 7.10 (ddd, /= 7.2, 7.2, 0.6 Hz,
1H), 6.89 (d, /= 8.4 Hz, 2H), 6.81 (dd, J= 7.2, 7.2 Hz, 1H), 5.62 (dd, J=2.4,2.4 Hz, 1H), 5.22 (d, /= 1.8 Hz,
1H), 3.74 (d, J = 2.4 Hz, 1H), 1.96 (s, 3H); C{'H} NMR (151 MHz, CDCl;) ¢ 149.3, 146.7, 140.8, 138.9,
136.8, 130.1, 129.5, 129.3, 128.9, 128.01, 128.01, 127.6, 127.4, 126.5, 124.5, 118.4, 114.5, 114.2, 90.2, 67.5,
33.1. HRMS (ESI) m/z: [M+Na]* Calcd for C,;H,4N,0;SNa 479.1405; Found 479.1403.

8% »%

N DDQ (1.0 equiv.) N
~OH t ~OH
benzene
N, rnt,2h N,
Ts Ts
Bag 8aq

(trans:cis = 96:4)

(rac)-trans-3-(1H-indol-1-yl)-1-tosylindolin-2-ol (8aq).*! To a solution of 8ag (582 mg, 1 mmol) in benzene
(5 mL, 0.2 M) was added DDQ (227 mg, 1.0 equiv., 1 mmol). The mixture was stirred at room temperature for
2 h. After the whole was quenched with sat. NaHCO; (5 mL), the mixture was extracted with AcOEt (3 x 20

mL). The combined organic layer was washed with brine (20 mL), dried over Na,SQ,, filtered, and concentrated
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in vacuo. The residue was purified by silica gel column chromatography using hexane/AcOEt (3/1 v/v) to give
8aq.

Pale-brown oil (406 mg, quant). IR (KBr) v: 3048, 2923, 1596, 1457, 1353, 1166, 742, 576 cm™'. "H NMR (600
MHz, CDCl3) 0 7.76 (d, J = 8.4 Hz, 1H), 7.622-7.608 (m, 1H), 7.615 (d, J= 8.4 Hz, 2H), 7.44 (dd, /=78, 7.8
Hz, 1H), 7.16-7.07 (m, 7H), 6.25 (d, J = 3.0 Hz, 1H), 6.08 (br s, 1H), 5.77 (d, J = 1.8 Hz, 1H), 5.65 (s, 1H),
4.03 (d, J= 2.4 Hz, 1H), 2.42 (s, 3H); BC{'H} NMR (151 MHz, CDCls) 6 144.8, 141.3, 135.9, 134.8, 130.8,
130.1, 129.5, 127.1, 126.7, 126.6, 125.1, 124.7, 122.0, 121.2, 120.3, 115.0, 109.9, 102.4, 91.9, 64.1, 21.5.
HRMS (ESI) m/z: [M+Na]* Calcd for C,3H,,N,03SNa 427.1092; Found 427.1088.
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Scheme S1. C1 deletion reactions of indoline hemiaminals

R? 2
~OH R\=0
tert-BuOK (3.0 equiv.) R’
— N'R1 .. — NH
l' i 3 l’
Rs';/'*-’x DMSO, rt, air Rs/'*-"x
8aa 9aa

General Procedure: To a solution of 8 (0.5 mmol) in DMSO (2.5 mL, 0.2 M) was added fert-BuOK (168.3
mg, 1.5 mmol, 3.0 equiv.) under air condition. The mixture was stirred at room temperature until the complete
disappearance of starting materials as indicated by TLC. After H,O (20 mL) was added to the mixture, the whole
was extracted with AcOEt (3 x 20 mL) and washed with brine (5 x 20 mL). The combined organic layer was
dried over Na,SO,, filtered, and concentrated in vacuo. The residue was purified by silica gel column

chromatography using hexane/AcOEt solvent mixture as the eluent.

J

9aa

N-Methyl-2-((4-methylphenyl)sulfonamido)-V-phenylbenzamide (9aa). The reaction was performed
according to the general procedure used 394.5 mg (1 mmol) of 8aa. Purification by column chromatography on
silica gel using hexane/AcOEt (2/1 v/v) to give 9aa.

Pale-yellow solid (308 mg, 81% yield; mp 179—180 °C). IR (KBr) v: 3226, 3062, 2983, 2958, 2917, 1623, 1583,
1484, 1369, 1166, 1089, 765, 563 cm™'. 'H NMR (600 MHz, CDCls) 6 9.33 (br s, 1H), 7.80 (d, /= 8.4 Hz, 2H),
7.65 (d, J=8.4 Hz, 1H), 7.27 (d, J= 7.8 Hz, 2H), 7.16 (dd, J= 7.8, 7.8, 1.2 Hz, 1H), 7.09-7.04 (m, 3H), 6.66
(d, J=7.8 Hz, 1H), 6.62 (dd, J= 7.2, 7.2 Hz, 1H), 6.35 (d, J = 6.0 Hz, 2H), 3.40 (s, 3H), 2.35 (s, 3H); *C{'H}
NMR (151 MHz, CDCl;) 6 169.3, 144.3, 144.0, 137.4, 137.3, 131.0, 130.1, 129.8, 129.2, 127.6, 126.8, 126.3,

124.6, 123.0, 122.4, 38.5, 21.6. HRMS (ESI) m/z: [M+Na]" Calcd for C,;HyN,O;SNa 403.1092; Found
403.1091.
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9ba

N-Methyl-N-phenyl-2-(phenylsulfonamido)benzamide (9ba). The reaction was performed according to the
general procedure used 190 mg (0.5 mmol) of 8ba. Purification by column chromatography on silica gel using
hexane/AcOEt (2/1 v/v) to give 9ba.

White solid (160 mg, 87% yield; mp 140—-142 °C). IR (KBr) v: 3235, 3058, 2942, 1629, 1590, 1488, 1376, 1168,
752, 582 cm™!. 'TH NMR (600 MHz, CDCls) 6 9.42 (br s, 1H), 7.91 (d, J = 7.2 Hz, 2H), 7.65 (dd, J= 8.4, 1.2
Hz, 1H), 7.55-7.52 (m, 1H), 7.48 (dd, J=17.8, 7.8 Hz, 2H), 7.15 (dd, J = 7.8, 7.8 Hz, 1H), 7.07-7.04 (m, 3H),
6.66 (d, J=17.2 Hz, 1H), 6.62 (dd, J=7.2, 7.2 Hz, 1H), 6.34 (br s, 2H), 3.38 (s, 3H); 3C{'H} NMR (151 MHz,
CDCl3) 0 169.2,144.1, 140.3, 137.0, 133.2, 131.0, 130.1, 129.3,129.2, 127.4, 126.8, 126.2, 124.6, 123.2, 122.5,
38.5. HRMS (ESI) m/z: [M+Na]* Calcd for C,oH;sN,O3SNa 389.0936; Found 389.0932.

Q)

-N
Me o
I}‘Ibs
NH

9ca

2-((4-Methoxyphenyl)sulfonamido)-V-methyl-V-phenylbenzamide (9ca). The reaction was performed
according to the general procedure used 205 mg (0.5 mmol) of 8ca. Purification by column chromatography on
silica gel using hexane/AcOEt (2/1 v/v) to give 9ca.

White solid (185 mg, 93% yield; mp 120-122 °C). IR (KBr) v: 3280, 3056, 3008, 2975, 2940, 2902, 2840,1625,
1592, 1492, 1367, 1263, 1155, 755, 566 cm™!. '"H NMR (600 MHz, CDCl;) ¢ 9.25 (br s, 1H), 7.84 (d, J=17.8
Hz, 2H), 7.63 (d, J=8.4 Hz, 1H), 7.14 (dd, J=7.8, 7.8 Hz, 1H), 7.084-7.078 (m, 3H), 6.93 (d, J = 8.4 Hz, 2H),
6.68 (d,J=7.8 Hz, 1H), 6.62 (dd, J="7.2,7.2 Hz, 1H), 6.46 (br s, 2H), 3.79 (s, 3H), 3.40 (s, 3H); *C{'H} NMR
(151 MHz, CDCl;) 6 169.3, 163.3, 144.3, 137.4, 131.9, 131.0, 130.1, 129.6, 129.3, 126.8, 126.3, 124.5, 123.0,
122.2, 114.3, 55.7, 38.5. HRMS (ESI) m/z: [M+Na]* Calcd for C,;H;0N,04SNa 419.1042; Found 419.1038.
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Me—N
Ms
NH

9da

N-Methyl-2-(methylsulfonamido)-N-phenylbenzamide (9da). The reaction was performed according to the
general procedure used 159 mg (0.5 mmol) of 8da. Purification by column chromatography on silica gel using
hexane/AcOEt (2/1 v/v) to give 9aa.

Pale-yellow oil (65.7 mg, 43% yield). IR (KBr) v: 3262, 3064, 3029, 2931, 1627, 1592, 1494, 1330, 1155, 759,
700, 518 cm™!. '"H NMR (600 MHz, CDCls) ¢ 8.69 (br s, 1H), 7.55 (d, J = 8.4 Hz, 1H), 7.24 (dd, J=17.8, 7.8
Hz, 2H), 7.21 (dd, J= 8.4, 8.4 Hz, 1H), 7.16 (dd, /= 7.2, 7.2 Hz, 1H), 7.03 (d, /= 7.8 Hz, 2H), 6.87 (d, J= 7.8
Hz, 1H), 6.72 (dd, J= 7.8, 7.8 Hz. 1H), 3.49 (s, 3H), 3.13 (s, 3H); 3C{'H} NMR (151 MHz, CDCl;) ¢ 169.5,
144.3, 137.4, 131.1, 130.2, 129.6, 127.2, 126.5, 124.0, 122.7, 119.5, 40.4, 38.5. HRMS (ESI) m/z: [M+Na]*
Calcd for Cy5sH;¢N,O;3;SNa 327.0779; Found 327.0779.

Me—N
Ts

NH
MeO

9ea

5-Methoxy-N-methyl-2-((4-methylphenyl)sulfonamido)-/V-phenylbenzamide (9ea). The reaction was
performed according to the general procedure used 212 mg (0.5 mmol) of 8ea. Purification by column
chromatography on silica gel using hexane/AcOEt (2/1 v/v) to give 9ea.

Pale-brown solid (134 mg, 60% yield; mp 116-118 °C). IR (KBr) v: 3195, 3095, 3052, 3000, 2956, 2929,
2830,1621, 1589, 1496, 1367, 1268, 1160, 765, 701, 541 cm™'. '"H NMR (600 MHz, CDCl;) 6 9.09 (br s, 1H),
7.76 (d, J = 7.8 Hz. 2H), 7.57 (d, J = 9.0 Hz, 1H), 7.27 (d, J = 9.0 Hz, 2H), 7.12-7.06 (m, 3H), 6.74 (dd, J =
9.0, 3.0 Hz, 1H), 6.26 (br s, 2H), 6.13 (br s, 1H), 3.38 (s, 3H), 3.28 (s, 3H), 2.34 (s, 3H); *C{'H} NMR (151
MHz, CDCl3) 6 168.7, 155.3, 144.4, 144.0, 137.5, 130.2, 129.7, 129.3, 127.7, 126.9, 126.3, 125.6, 117.9, 114.4,
55.3, 38.5, 21.6. HRMS (ESI) m/z: [M+Na]* Caled for C,, H,,N,0O,SNa 433.1195; Found 433.1198.
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Cl
9fa

5-Chloro-N-methyl-2-((4-methylphenyl)sulfonamido)-V-phenylbenzamide (9fa). The reaction was
performed according to the general procedure used 214 mg (0.5 mmol) of 8fa. Purification by column
chromatography on silica gel using hexane/AcOEt (2/1 v/v) to give 9fa.

Pale-brown solid (156 mg, 75% yield; mp 163 °C). IR (KBr) v: 3266, 3056, 2927, 2877, 1631, 1589, 1492,
1375, 1166, 1091, 767, 700, 570 cm™'. '"H NMR (600 MHz, CDCl;) 6 9.19 (br s, 1H), 7.79 (d, J = 8.4 Hz, 2H),
7.60 (d, J=8.4 Hz, 1H), 7.29 (d, J= 7.8 Hz, 2H), 7.16-7.10 (m, 4H), 6.61 (br s, 1H), 6.37 (br s, 2H), 3.40 (s,
3H), 2.37 (s, 3H); BC{'H} NMR (151 MHz, CDCl;) 6 167.9, 144.3, 143.8, 137.2, 135.9, 131.0, 129.94, 129.94,
129.5, 128.7, 127.6, 127.4, 126.3, 125.9, 123.8, 38.5, 21.7. HRMS (ESI) m/z: [M+Na]* Caled for
C,1H,9CIN,O;SNa 437.0703, 439.0673; Found 437.0701, 439.0678.

@

~N
Me o

Ts

I

NH
Br

9ga

5-Bromo-N-methyl-2-((4-methylphenyl)sulfonamido)-/V-phenylbenzamide (9ga). The reaction was
performed according to the general procedure used 236 mg (0.5 mmol) of 8ga. Purification by column
chromatography on silica gel using hexane/AcOEt (2/1 v/v) to give 9ga.

White solid (134 mg, 58% yield; mp 161-163 °C). IR (KBr) v: 3270, 3052, 3031, 2925, 2877, 1646, 1590, 1492,
1328, 1166, 1089, 763, 703, 578 cm™'. '"H NMR (600 MHz, CDCl;) ¢ 9.20 (br s, 1H), 7.78 (d, J = 8.4 Hz, 2H),
7.54 (d,J=9.0 Hz, 1H), 7.29 (d, J = 8.4 Hz, 2H), 7.26-7.25 (m, 1H), 7.15 (dd, J= 7.8, 7.8 Hz, 1H), 7.11 (dd,
J=17.2,7.2 Hz, 2H), 6.76 (br s, 1H), 6.38 (br s, 2H), 3.39 (s, 3H), 2.37 (s, 3H); 3C{'H} NMR (151 MHz, CDCl;)
0167.7, 1443, 143.8, 137.1, 136.3, 133.8, 132.9, 129.9, 129.5, 127.6, 127.4, 126.3, 126.1, 123.9, 116.0, 38.5,
21.7. HRMS (ESI) m/z: [M+Na]* Calcd for C,;H;sBrN,O;SNa 481.0198, 483.0177; Found 481.0201, 483.0177.
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Me—N
Cl Ts
NH

9ha (containing rotamer)

4-Chloro-N-methyl-2-((4-methylphenyl)sulfonamido)-N-phenylbenzamide (9ha). The reaction was
performed according to the general procedure used 214 mg (0.5 mmol) of 8ha. Purification by column
chromatography on silica gel using hexane/AcOEt (2/1 v/v) to give 9ha.

White solid (167 mg, 81% yield; mp 150-153 °C, containing rotamer). IR (KBr) v: 3280, 3116, 3052, 2954,
2923, 2877, 1639, 1592, 1492, 1369, 1168, 1091, 941, 769, 700, 543 cm™!. "H NMR (600 MHz, CDCl;) 6 7.86
(d, J=9.0 Hz, 1.5H), 7.77 (d, J= 9.0 Hz, 0.50H), 7.68 (br s, 0.75H), 7.56 (d, J= 8.4 Hz, 0.25H), 7.47 (dd, J =
7.2,7.2 Hz, 0.5H), 7.42 (br s, 0.25H), 7.35 (ddd, /=7.2, 7.2, 1.2 Hz, 0.25H), 7.31-7.28 (m, 3.5H), 7.20 (dd, J
=8.4, 1.2 Hz, 0.25H), 7.12-7.07 (m, 2.25H), 6.99 (dd, 8.4, 8.4 Hz, 0.75H), 6.90 (d, J= 7.8 Hz. 1.5H), 6.72 (d,
J=6.6 Hz, 0.75H), 3.51 (s, 2.25H), 2.84 (s, 0.75H), 2.39 (s, 0.75H), 2.38 (s, 2.25H); *C{'H} NMR (151 MHz,
CDCl;) 6 166.4, 166.1, 144.6, 144.5, 142.1, 142.0, 137.2, 137.0, 136.4, 135.6, 131.1, 130.9, 130.7, 130.6, 130.1,
130.0, 129.6, 128.7, 128.5, 127.8, 127.5, 127.46, 127.46, 126.6, 126.2, 126.1, 125.9, 124.6, 121.6, 116.9, 39.0,
374, 21.71, 21.68. HRMS (ESI) m/z: [M+Na]* Calcd for C,;H;oCIN,O3SNa 437.0703, 439.0673; Found
437.0702, 439.0677.

Q

-N
Me o

Ts

[

NH

Cl
9ia

6-Chloro-N-methyl-2-((4-methylphenyl)sulfonamido)-V-phenylbenzamide (9ia). The reaction was
performed according to the general procedure used 214 mg (0.5 mmol) of 8ia. Purification by column
chromatography on silica gel using hexane/AcOEt (2/1 v/v) to give 9ia.

Pale-yellow solid (163 mg, 79% yield; mp 164 °C). IR (KBr) v: 3147, 3089, 2985, 2946, 2921, 1621, 1583,
1492, 1326, 1164, 935, 767, 713, 563 cm™!. '"H NMR (600 MHz, CDCl;) ¢ 9.43 (br s, 1H), 7.82 (d, /= 7.8 Hz,
2H), 7.69 (d, J=1.8 Hz, 1H), 7.31 (d, /= 8.4 Hz ,2H), 7.12 (dd, /= 7.2, 7.2 Hz, 1H), 7.09 (dd, /= 7.8, 7.8 Hz,
2H), 6.59 (d, J = 8.4 Hz, 1H), 6.56 (d, J = 8.4 Hz, 1H), 6.37 (d, J = 7.2 Hz .1H), 3.4 (s, 3H), 2.38 (s, 3H);
BC{'H} NMR (151 MHz, CDCl;) ¢ 168.6, 144.4, 144.1, 138.8, 137.1, 137.0, 131.1, 130.0, 129.5, 127.6, 127.1,
126.3, 123.2, 122.5, 122.2, 38.6, 21.7. HRMS (ESI) m/z: [M+Na]* Calcd for C,H;sCIN,0O;SNa 437.0703,
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439.0673; Found 437.0708, 439.0677.

-N
Me o

Ts

NH

Cl
9ja

7-Chloro-N-methyl-2-((4-methylphenyl)sulfonamido)-V-phenylbenzamide (9ja). The reaction was
performed according to the general procedure used 214 mg (0.5 mmol) of 8ja. Purification by column
chromatography on silica gel using hexane/AcOEt (2/1 v/v) to give 9ja.

Pale-yellow oil (134 mg, 63% yield). IR (KBr) v: 3062, 3031, 2917, 2859, 2840, 1627, 1592, 1496, 1336, 1155,
1091, 935, 806, 703, 665, 499 cm™'. '"H NMR (600 MHz, CDCl3) ¢ 7.77 (d, J = 8.4 Hz, 2H), 7.45 (br s, 1H),
7.36-7.09 (m, 9H), 6.95 (dd, J= 7.2, 7.2 Hz, 1H), 2.99 (s, 3H), 2.40 (s, 3H); *C{'H} NMR (151 MHz, CDCl;)
0167.9, 144.03, 144.03, 143.8, 137.1, 135.3, 132.8, 131.43, 131.36, 129.5, 129.0, 128.9, 127.58, 127.58, 127.2,
126.7, 38.0, 21.6. HRMS (ESI) m/z: [M+Na]" Calcd for C,H;yCIN,O3;SNa 437.0703, 439.0673; Found
437.0704, 439.0678.

Me—N

N
9ka
N-Methyl-2-((4-methylphenyl)sulfonamido)-V-phenylnicotinamide (9ka). The reaction was performed
according to the general procedure used 197 mg (0.5 mmol) of 8ka. Purification by column chromatography on
silica gel using hexane/AcOEt (2/1 v/v) to give 9ka.
Pale-brown oil (70.7 mg, 37% yield). IR (KBr) v: 3218, 3087, 3037, 2925, 1650, 1581, 1494, 1280, 1141, 1085,
773, 566 cm™'. '"H NMR (600 MHz, CDCl;) 6 9.58 (br s, 1H), 8.06 (br s 1H), 8.04 (d, /= 6.6 Hz, 2H), 7.27 (d,
J=7.8Hz, 2H), 7.26-7.23 (m, 2H), 7.19 (dd, J = 7.2, 7.2 Hz, 1H), 7.004-6.992 (m, 1H), 6.998 (d, /= 7.2 Hz,
2H), 6.48 (br s, 1H), 3.48 (s, 3H), 2.39 (s, 3H); BC{'H} NMR (151 MHz, CDCl;) J 168.2, 150.6, 149.4, 144.0,
143.8, 138.3, 137.5, 129.8, 129.3, 128.5, 127.5, 126.7, 116.7, 116.1, 38.7, 21.7. HRMS (ESI) m/z: [M+Na]*
Calcd for Cy0HoN;O3SNa 404.1045; Found 404.1043.
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NH

9ab

N-Isopropyl-2-((4-methylphenyl)sulfonamido)-/V-phenylbenzamide (9ab). The reaction was performed
according to the general procedure used 211 mg (0.5 mmol) of 8ab. Purification by column chromatography on
silica gel using hexane/AcOEt (2/1 v/v) to give 9ab.

Pale-yellow solid (187 mg, 92% yield; mp 120-123 °C). IR (KBr) v: 3218, 3062, 3029, 2969, 2933, 2877, 1617,
1589, 1488, 1376, 1159, 1093, 761, 705, 565 cm™!. 'H NMR (600 MHz, CDCl;) ¢ 9.18 (br s, 1H), 7.77 (d, J =
8.4 Hz, 2H), 7.60 (dd, J= 8.4, 0.6 Hz, 1H), 7.27 (d, J= 8.4 Hz, 2H), 7.10 (dd, J= 7.8, 7.8 Hz, 1H), 7.06 (dd, J
=7.2,7.2 Hz, 1H), 7.02 (dd, J=7.8, 7.8 Hz, 2H), 6.67 (d, J= 6.0 Hz, 1H), 6.57 (dd, J=7.2, 7.2 Hz, 1H), 6.31
(br s, 2H), 4.94 (br s, 1H), 2.37 (s, 3H), 1.13 (d, J = 7.2 Hz, 6H); *C{'H} NMR (151 MHz, CDCl;) ¢ 169.2,
143.9, 139.3, 137.7, 136.7, 130.4, 129.9, 129.7, 128.7, 127.6, 127.4, 125.7, 122.8, 121.7, 48.6, 21.6, 20.9.
HRMS (ESI) m/z: [M+Na]* Calcd for C,3H,4N,03SNa 431.1405; Found 431.1403.

PMB-N
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NH
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N-(4-Methoxybenzyl)-2-((4-methylphenyl)sulfonamido)-V-phenylbenzamide (9ac). The reaction was
performed according to the general procedure used 250 mg (0.5 mmol) of 8ac. Purification by column
chromatography on silica gel using hexane/AcOEt (2/1 v/v) to give 9ac.

Pale-yellow solid (201 mg, 83% yield; mp 128-130 °C). IR (KBr) v: 3237, 3073, 3045, 2996, 2948, 2836, 1621,
1585, 1488, 1380, 1245, 1162, 1031, 910, 754, 703, 565 cm™!. '"H NMR (600 MHz, CDCl;) 6 9.47 (br s, 1H),
7.72 (dd, J= 8.4, 0.6 Hz, 1H), 7.59 (d, J = 8.4 Hz. 2H), 7.14-7.11 (m, 3H), 7.04 (dd, J=7.8, 7.8 Hz, 1H), 6.97
(d, J=8.4 Hz, 2H), 6.94 (dd, J="7.8, 7.8 Hz, 2H), 6.85 (d, /= 8.4 Hz, 2H), 6.69 (d, /= 7.2 Hz, 1H), 6.59 (dd,
J=17.2,72Hz, 1H), 6.04 (d, /= 7.2 Hz, 2H), 4.95 (s, 2H), 3.80 (s, 3H), 2.25 (s, 3H); C{'H} NMR (151 MHz,
CDCl3) 0 168.9,159.2, 143.7, 142.5,137.3,137.1, 130.9, 130.5, 130.1, 129.7, 129.0, 128.6, 127.3, 127.2, 126.8,
124.7, 123.1, 122.6, 113.7, 55.3, 53.3, 21.4. HRMS (ESI) m/z: [M+Na]" Calcd for C,3H,N,O4SNa 509.1511;
Found 509.1511.

S21



Cl

Me—N
Ts
I
NH

9ad

N-Chloro-2-((4-methylphenyl)sulfonamido)-/V-phenylbenzamide (9ad). The reaction was performed
according to the general procedure used 214 mg (0.5 mmol) of 8ad. Purification by column chromatography on
silica gel using hexane/AcOEt (2/1 v/v) to give 9ad.

Brown oil (126 mg, 50% yield). IR (KBr) v: 3208, 3079, 2956, 2913, 1627, 1585, 1486, 1361, 1166, 1089, 763,
715 cm™'. "TH NMR (600 MHz, CDCl;) 6 9.27 (br s, 1H), 7.79 (d, J= 7.8 Hz, 2H), 7.65 (d, J= 7.8 Hz, 1H), 7.27
(d,J=7.8 Hz, 2H), 7.21 (dd, J="17.8, 7.8 Hz, 1H), 7.08 (d, J= 7.8 Hz, 1H), 6.97 (dd, J= 8.4, 8.4 Hz, 1H), 6.71—
6.66 (m, 2H), 6.51 (s, 1H), 6.18 (d, J= 6.6 Hz, 1H), 3.39 (s, 3H), 2.34 (s, 3H); 3C{'H} NMR (151 MHz, CDCl;)
0169.1,145.4,144.1, 137.32, 137.32, 134.7, 131.4, 129.96, 129.96, 130.0, 127.5, 127.1, 126.21, 126.21, 124.7,
123.3, 123.0, 38.6, 21.6. HRMS (ESI) m/z: [M+Na]* Calcd for C,;H;9CIN,0O3;SNa 437.0703, 439.0673; Found
437.0698, 439.0671.

Me Me
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N-(tert-Butyl)-NV-(3,5-dimethylphenyl)-2-((4-methylphenyl)sulfonamido)benzamide (9ae). The reaction
was performed according to the general procedure used 232 mg (0.5 mmol) of 8ae. Purification by column
chromatography on silica gel using hexane/AcOEt (2/1 v/v) to give 9ae.

White solid (317 mg, 70% yield; mp 149 °C). IR (KBr) v: 3166, 2979, 2960, 2921, 2863, 1617, 1587, 1486,
1367, 1267, 1160, 1093, 937, 759, 715 cm™'. '"H NMR (600 MHz, CDCl;) 6 8.66 (br s, 1H), 7.85 (d, /= 8.4 Hz,
2H), 7.29 (d, J= 8.4 Hz, 2H), 7.28 (dd, J= 7.8, 0.6 Hz, 1H), 6.94 (ddd, /= 7.8, 7.8, 1.2 Hz, 1H), 6.79 (dd, J =
7.8, 1.2 Hz, 1H), 6.72 (s, 1H), 6.58 (ddd, J=7.2, 7.2, 0.6 Hz, 1H), 6.42 (s, 2H), 2.40 (s, 3H), 2.12 (s, 6H), 1.49
(s, 9H); BC{'H} NMR (151 MHz, CDCl;) § 170.4, 143.7, 140.9, 138.1, 137.8, 135.6, 129.9, 129.5, 129.4, 128.8,
128.1,127.8, 127.4,122.2, 119.5, 59.5, 29.2, 21.7, 21.1. HRMS (ESI) m/z: [M+Na]" Calcd for CpsH30N,O;SNa
473.1875; Found 473.1877.
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4-Methyl-N-(2-(morpholine-4-carbonyl)phenyl)benzenesulfonamide (9af). The reaction was performed
according to the general procedure used 187 mg (0.5 mmol) of 8af. Purification by column chromatography on
silica gel using hexane/AcOEt (2/1 v/v) to give 9af.

Pale-yellow oil (136 mg, 76% yield). IR (KBr) v: 3216, 3064, 2965, 2921, 2857, 1619, 1596, 1490, 1338, 1164,
763, 721, 565 cm™!. 'TH NMR (600 MHz, CDCl;) 6 8.51 (br s, 1H), 7.65 (d, J = 7.8 Hz, 2H), 7.62 (dd, J = 8.4,
1.2 Hz, 1H), 7.36 (dd, J = 7.2, 7.2 Hz, 1H), 7.21 (d, J = 7.8 Hz, 2H), 7.09-7.06 (m, 2H), 3.61-3.11 (m, 8H),
2.36 (s, 3H); BC{'H} NMR (151 MHz, CDCl;) ¢ 168.4, 143.9, 137.0, 136.4, 131.3, 129.7, 127.8, 127.2, 125.0,
124.1, 123.7, 66.6, 48.3, 42.5, 21.5. HRMS (ESI) m/z: [M+Na]* Calcd for CgH,)N,O,SNa 383.1042; Found
383.1042.

N-(2-(Indoline-1-carbonyl)phenyl)-4-methylbenzenesulfonamide (9ag). The reaction was performed
according to the general procedure used 203 mg (0.5 mmol) of 8ag. Purification by column chromatography on
silica gel using hexane/AcOEt (2/1 v/v) to give 9ag.

Colorless oil (128 mg, 65% yield). IR (KBr) v: 3251, 3064, 3031, 2958, 2923, 2857, 1625, 1589, 1482, 1338,
1164, 759, 563 cm™'. 'H NMR (600 MHz, CDCl;) 6 8.67 (s, 1H), 8.16 (br s, 1H), 7.73 (d, /= 7.2 Hz, 1H), 7.54
(d, J=7.8 Hz, 2H), 7.42 (dd, /= 7.8, 7.8 Hz, 1H), 7.26—7.08 (m, SH), 6.90 (d, J= 7.8 Hz, 2H), 3.43 (br s, 2H),
2.87 (br s, 2H), 2.19 (br s, 3H); *C{'H} NMR (151 MHz, CDCl;)  167.0, 143.6, 141.9, 136.6, 135.7, 131.9,
131.6, 129.44, 129.44, 127.1, 126.9, 125.6, 124.83, 124.83, 118.2, 115.5, 50.8, 28.1, 21.5. HRMS (ESI) m/z:
[M+Na]* Calcd for C,,H,,N,03SNa 415.1092; Found 415.1095.
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4-Methyl-N-(2-(1-methyl-1H-indole-3-carbonyl)phenyl)benzenesulfonamide (9ah). The reaction was
performed according to the general procedure used 209 mg (0.5 mmol) of 8ah. Purification by column
chromatography on silica gel using hexane/AcOEt (2/1 v/v) to give 9ah.

Pale-yellow oil (272 mg, 67% yield). IR (KBr) v: 3205, 3054, 3029, 2921, 1606, 1521, 1365, 1164, 754, 561
cm™!'. "H NMR (600 MHz, CDCl;) 6 9.62 (br s, 1H), 8.20 (d, J = 7.8 Hz, 1H), 7.72 (dd, J = 8.4, 1.2 Hz, 1H),
7.53(dd,J=17.8, 1.8 Hz, 1H), 7.48 (d, /= 8.4 Hz, 2H), 7.45 (ddd, /= 7.8, 7.8, 1.8 Hz, 1H), 7.37-7.32 (m, 3H),
7.16 (ddd, J=17.8, 7.8, 1.2 Hz, 1H), 7.09 (s, 1H), 6.79 (d, J = 7.8 Hz, 2H), 3.80 (s, 3H), 2.04 (s, 3H); *C{'H}
NMR (151 MHz, CDCl;) 6 190.8, 143.1, 138.5, 137.4, 137.1, 136.2, 132.1, 130.6, 130.3, 129.2, 127.3, 127.0,
124.1, 124.03, 123.95, 123.1, 122.7, 115.8, 109.8, 33.7, 21.3. HRMS (ESI) m/z: [M+Na]" Calcd for
Cy3H,50N,03SNa 427.1092; Found 417.1092.
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N-(2-(1H-Indole-3-carbonyl)phenyl)-4-methylbenzenesulfonamide (9ai). The reaction was performed
according to the general procedure used 202 mg (0.5 mmol) of 8ai. Purification by column chromatography on
silica gel using hexane/AcOEt (2/1 v/v) to give 9ai.

Pale-brown (138 mg, 71% yield). IR (KBr) v: 3338, 3122, 3060, 2923, 2867, 1606, 1488, 1428, 1386, 1330,
1195, 1160, 923, 754,719, 561 cm™'. "H NMR (600 MHz, CDCls) 6 9.69 (s, 1H), 9.56 (br s, 1H), 8.22-8.20 (m,
1H), 7.71 (dd, J= 8.4, 1.2 Hz, 1H), 7.53 (dd, J = 7.8, 1.8 Hz, 1H), 7.47 (ddd, /= 7.8, 7.8, 1.2 Hz, 1H), 7.444—
7.430 (m, 1H), 7.437 (d, J = 8.4 Hz, 2H), 7.31-7.29 (m, 2H), 7.17 (d, J = 3.0 Hz, 1H), 7.16 (ddd, J=17.8, 7.8,
0.6 Hz, 1H), 6.74 (d, J = 7.8 Hz, 2H), 2.03 (s, 3H); BC{'H} NMR (151 MHz, CDCl;) ¢ 191.6, 143.8, 136.7,
136.4, 135.41, 135.37, 132.2, 130.8, 130.6, 129.5, 127.2, 126.1, 124.7, 124.27, 124.27, 123.1, 122.2, 116.8,
112.0, 21.3. HRMS (ESI) m/z: [M+Na]* Calcd for C,,H sN,O3SNa 413.0936; Found 413.0936.
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4-Methyl-N-(2-(2-methyl-1H-indole-3-carbonyl)phenyl)benzenesulfonamide (9aj). The reaction was
performed according to the general procedure used 209 mg (0.5 mmol) of 8aj. Purification by column
chromatography on silica gel using hexane/AcOEt (2/1 v/v) to give 9aj.

Pale-brown oil (55.1 mg, 50% yield). IR (KBr) v: 3336, 3056, 2921, 1606, 1486, 1378, 1159, 763, 561 cm™'. 'H
NMR (600 MHz, CDCl;) 6 10.00 (s, 1H), 8.90 (br s,1H), 7.80 (dd, J=9.0, 1.2 Hz, 1H), 7.57 (d, J= 8.4 Hz, 2H),
7.47(ddd, /=738, 7.8, 1.2 Hz, 1H), 7.46 (d, /= 7.8 Hz, 1H), 7.30 (d, /= 8.4 Hz, 1H), 7.14 (ddd, /=7.8, 7.8,
0.6 Hz, 1H), 7.06 (ddd, J=7.2, 7.2, 1.2 Hz, 1H), 6.95 (ddd, J= 7.8, 7.8, 0.6 Hz, 1H), 6.89 (d, J = 8.4 Hz, 2H),
6.76 (d, J= 7.8 Hz, 1H), 2.42 (s, 3H), 2.03 (s, 3H); 3C{'H} NMR (151 MHz, CDCl;) 6 193.4, 144.7, 143.8,
137.3, 135.9, 134.6, 132.9, 132.4, 130.0, 129.6, 127.2, 127.1, 124.2, 123.4, 122.7, 121.6, 120.9, 114.0, 110.9,
21.3, 14.6. HRMS (ESI) m/z: [M+Na]" Calcd for C,3H,0N,03SNa 427.1092; Found 427.1089.

I OMe

HN

N-(2-(5-Methoxy-1H-indole-3-carbonyl)phenyl)-4-methylbenzenesulfonamide (9ak). The reaction was
performed according to the general procedure used 435 mg (0.5 mmol) of 8ak. Purification by column
chromatography on silica gel using hexane/AcOEt (2/1 v/v) to give 9ak.

Brown oil (86.4 mg, 41% yield). IR (KBr) v: 3359, 3064, 2996, 2935, 2832, 1594, 1486, 1380, 1272, 1159,
1089, 811, 717, 561 cm™'. '"H NMR (600 MHz, CDCls) 6 9.60 (s, 1H), 8.95 (br s, 1H), 7.72 (s, 1H), 7.70 (d, J =
7.8 Hz, 1H), 7.52 (d, /= 6.6 Hz, 1H), 7.48 (d, /= 7.2 Hz, 2H), 7.45 (dd, J= 7.2, 7.2 Hz, 1H), 7.31 (d, J= 7.8
Hz, 1H), 7.18-7.14 (m, 2H), 6.95 (d, J = 6.6 Hz, 1H), 6.80 (d, J = 7.2 Hz, 2H), 3.90 (s, 3H), 2.07 (s, 3H);
BC{'H} NMR (151 MHz, CDCl;) ¢ 191.4, 156.7, 156.7, 143.5, 137.0, 135.9, 135.0, 132.1, 131.0, 130.6, 130.4,
129.4,127.3,127.1, 124.3, 124.0, 117.0, 114.8, 112.5, 103.7, 55.9, 21.4. HRMS (ESI) m/z: [M+Na]" Calcd for
C,3HpN,0O4SNa 443.1042; Found 443.1039.
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N-(2-(5-Chloro-1H-indole-3-carbonyl)phenyl)-4-methylbenzenesulfonamide (9al). The reaction was
performed according to the general procedure used 219 mg (0.5 mmol) of 8al. Purification by column
chromatography on silica gel using hexane/AcOEt (2/1 v/v) to give 9al.

Brown oil (153 mg, 72% yield). IR (KBr) v: 3289, 3031, 2923, 1608, 1517, 1326, 1160, 883, 761, 561 cm™'. '"H
NMR (600 MHz, CDCl3) 6 9.635 (s, 1H), 9.635 (br s, 1H), 8.14 (d, J= 1.2 Hz, 1H), 7.68 (d, J = 8.4 Hz, 1H),
7.52 (d,J=17.2 Hz, 1H), 7.47 (dd, J= 7.8 Hz, 1H), 7.44 (d, J= 7.8 Hz, 2H), 7.36 (d, /= 8.4 Hz, 1H), 7.23 (d, J
=7.8 Hz, 1H), 7.21 (s, 1H), 7.17 (dd, J= 7.2, 7.2 Hz, 1H), 6.79 (d, J= 7.8 Hz, 2H), 2.04 (s, 3H); *C{'H} NMR
(151 MHz, CDCls) 6 191.3, 143.9, 136.8, 136.0, 135.4, 134.7, 132.4, 130.7, 130.2, 129.5, 128.9, 127.2, 124.7,
124.6, 124.3, 121.77, 121.77, 116.4, 113.0, 21.3. HRMS (ESI) m/z: [M+Na]" Calcd for C»,H;,CIN,O;SNa
447.0546, 449.0517; Found 447.0551, 449.0514.

G

N-(2-(5-Bromo-1H-indole-3-carbonyl)phenyl)-4-methylbenzenesulfonamide (9am). The reaction was
performed according to the general procedure used 242 mg (0.5 mmol) of 8am. Purification by column
chromatography on silica gel using hexane/AcOEt (2/1 v/v) to give 9am.

Brown oil (125 mg, 53% yield). IR (KBr) v: 3255, 3029, 2923, 2850, 1608, 1517, 1428, 1328, 1159, 761, 719,
559 cm™!. 'TH NMR (600 MHz, CDCl;) ¢ 9.61 (s, 1H), 8.86 (br s, 1H), 8.28 (s, 1H), 7.73 (d, /= 7.8 Hz, 1H),
7.540-7.528 (m, 1H), 7.534 (d, /= 7.2 Hz, 2H), 7.48 (dd, J= 7.2, 7.2 Hz, 1H), 7.42 (d, J= 5.4 Hz, 1H), 7.32—
7.26 (m, 2H), 7.16 (dd, J = 6.0, 6.0 Hz, 1H), 6.88 (d, /= 7.2 Hz, 2H), 2.10 (s, 3H); C{'H} NMR (151 MHz,
CDCl;) 0 191.3, 143.9, 136.9, 135.7, 135.5, 135.0, 132.5, 130.8, 130.1, 129.5, 127.7, 127.2, 124.86, 124.86,
124.6, 124.2, 116.6, 116.4, 113.4, 21.4. HRMS (ESI) m/z: [M+Na]" Calcd for C,,H;;BrN,O;SNa 491.0041,
493.0021; Found 491.0041, 493.0020.
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N-(2-(4-Chloro-1H-indole-3-carbonyl)phenyl)-4-methylbenzenesulfonamide (9an). The reaction was
performed according to the general procedure used 219 mg (0.5 mmol) of 8an. Purification by column
chromatography on silica gel using hexane/AcOEt (2/1 v/v) to give 9an.

Brown oil (43.9 mg, 21% yield). IR (KBr) v: 3212, 3118, 3064, 3029, 2923, 2854, 1608, 1488, 1338, 1159,
1089, 734, 565 cm™'. "H NMR (600 MHz, CDCl;) 6 10.89 (s, 1H), 8.91 (brs, 1H), 7.76 (d, /= 8.4 Hz, 1H), 7.72
(d, J=7.8 Hz, 2H), 7.55 (d, J= 7.2 Hz, 1H), 7.45 (dd, J= 7.8, 7.8 Hz, 1H), 7.36 (br s, 1H), 7.22-7.20 (m, 3H),
7.15(d, J=17.8 Hz, 2H), 6.99 (dd, J=7.8, 7.8 Hz, 1H), 2.33 (s, 3H); *C{'H} NMR (151 MHz, CDCl;) 6 193.3,
143.9,139.5, 137.6, 136.7, 134.02, 133.99, 131.8, 129.8, 127.5, 126.9, 126.8, 124.7, 123.9, 123.5, 122.9, 120.5,

117.9, 110.6, 21.7. HRMS (ESI) m/z: [M+Na]* Caled for Cy,H,;,CIN,0;SNa 447.0546, 449.0517; Found
447.0544, 449.0518.

N-(2-(6-Chloro-1H-indole-3-carbonyl)phenyl)-4-methylbenzenesulfonamide (9ao). The reaction was
performed according to the general procedure used 219 mg (0.5 mmol) of 8ao. Purification by column
chromatography on silica gel using hexane/AcOEt (2/1 v/v) to give 9ao.

Pale-brown oil (72.9 mg, 34% yield). IR (KBr) v: 3272, 3064, 2969, 2923, 2854, 1608, 1515, 1330, 1160, 1089,
879, 761, 727, 566 cm™'. '"H NMR (600 MHz, CDCl;) J 9.66 (s, 1H), 9.59 (br s, 1H), 8.09 (d, J= 8.4 Hz, 1H),
7.68 (dd, J=8.4, 1.2 Hz, 1H), 7.52 (dd, J=7.8, 1.2 Hz, 1H), 7.47 (dd, J= 7.2, 7.2 Hz, 1H), 7.45 (d, /= 8.4 Hz,
2H), 7.37 (d, J= 1.2 Hz, 1H), 7.24 (dd, /= 7.8, 1.8 Hz. 1H), 7.18 (d, J = 2.4 Hz, 1H), 7.16 (ddd, /= 7.8, 7.8,
1.2 Hz, 1H), 6.80 (d, J = 8.4 Hz, 2H), 2.06 (s, 3H); *C{'H} NMR (151 MHz, CDCls) ¢ 191.4, 143.9, 136.82,
136.75,135.6,135.4,132.5, 130.8, 130.1, 130.0, 129.5, 127.2, 124.66, 124.66, 124.1, 123.7,123.2,116.7,111.9,
21.3. HRMS (ESI) m/z: [M+Na]* Calcd for C,,H;7CIN,0O;SNa 447.0546, 449.0517; Found 447.0544, 449.0522.
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N-(2-(7-Chloro-1H-indole-3-carbonyl)phenyl)-4-methylbenzenesulfonamide (9ap). The reaction was
performed according to the general procedure used 219 mg (0.5 mmol) of 8ap. Purification by column
chromatography on silica gel using hexane/AcOEt (2/1 v/v) to give 9ap.

Pale-yellow oil (99.8 mg, 47% yield). IR (KBr) v: 3261, 3060, 2921, 2856, 1614, 1587, 1430, 1386, 1166, 1083,
759, 547 cm™!. '"H NMR (600 MHz, CDCls) 6 9.50 (s, 1H), 9.06 (br s, 1H), 8.09 (d, J= 8.4 Hz, 1H), 7.74 (d, J
=84 Hz, 1H), 7.54 (d,J=7.8 Hz, 1H), 7.49 (dd, /= 7.8, 7.8 Hz, 1H), 7.46 (d,J= 7.8 Hz, 2H), 7.34 (d, J=7.2
Hz. 1H), 7.27-7.24 (m,.2H), 7.18 (dd, J=7.2, 7.2 Hz, 1H), 6.78 (d, J= 7.8 Hz, 2H), 2.06 (s, 3H); *C{'H} NMR
(151 MHz, CDCl;) 6 191.4, 143.4, 137.1, 135.9, 134.6, 133.5, 132.5, 130.5, 130.2, 129.4, 127.6, 127.4, 124.6,
124.5, 124.0, 123.7, 121.2, 118.1, 117.0, 21.3. HRMS (ESI) m/z: [M+Na]* Calcd for Cy,H;;CIN,O;SNa
447.0546, 449.0517; Found 447.0546, 449.0519.

9aq

N-(2-(1H-Indole-1-carbonyl)phenyl)-4-methylbenzenesulfonamide (9aq). The reaction was performed
according to the general procedure used 202 mg (0.5 mmol) of 8aq. Purification by column chromatography on
silica gel using hexane/AcOEt (3/1 v/v) to give 9aq.

Pale-yellow solid (121 mg, 62% yield). IR (KBr) v: 3278, 3151, 3110, 3064, 3050, 3029, 2973, 2917, 1652,
1600, 1452, 1338, 1162, 767, 559 cm™'. 'H NMR (600 MHz, CDCl;) ¢ 8.54 (s, 1H), 8.20 (d, /= 8.4 Hz, 1H),
7.82 (dd, J=8.4, 1.2 Hz, 1H), 7.58-7.56 (m, 2H), 7.45 (d, J= 8.4 Hz, 2H), 7.38 (ddd, J=7.8, 7.8, 1.2 Hz, 1H),
7.35-7.32 (m, 2H), 7.24 (ddd, J=17.8, 7.8, 1.2 Hz, 1H), 6.77 (d, J= 7.8 Hz, 2H), 6.63 (d, J = 3.6 Hz, 1H), 6.46
(d, /=3.0 Hz, 1H), 2.05 (s, 3H); 3C{'H} NMR (151 MHz, CDCls) § 167.4, 144.0, 137.4, 135.74, 135.66, 133.1,
130.7, 130.3, 129.5, 127.4, 127.0, 126.6, 126.0, 125.4, 125.0, 124.6, 121.0, 116.6, 108.9, 21.4. HRMS (ESI)
m/z: [M+Na]" Calcd for C,,H sN,O3SNa 413.0936; Found 413.0937.
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4-Methyl-N-(2-(1-methylindoline-5-carbonyl)phenyl)benzenesulfonamide (9ar). The reaction was
performed according to the general procedure used 210 mg (0.5 mmol) of 8ar. Purification by column
chromatography on silica gel using hexane/AcOEt (1/1 v/v) to give 9ar.

Pale-yellow oil (113 mg, 56% yield). IR (KBr) v: 3174, 3056, 2952, 2921, 2836, 1589, 1338, 1162 cm™'. 'H
NMR (600 MHz, CDCl;) 6 9.49 (s, 1H), 7.73 (dd, J= 8.4, 1.2 Hz. 1H), 7.49 (d, J= 8.4 Hz, 2H), 7.44 (ddd, J =
7.8,7.8, 1.2 Hz, 1H), 7.33 (dd, /= 7.8, 1.2 Hz, 1H), 7.26 (s, 1H), 7.12-7.08 (m, 2H), 6.96 (d, J = 7.8 Hz, 2H),
6.20 (d, J=9.0 Hz, 1H), 3.55 (t, J = 8.4 Hz, 2H), 3.00 (t, /= 8.4 Hz, 2H), 2.88 (s, 3H), 2.18 (s, 3H); *C{'H}
NMR (151 MHz, CDCl;) 6 195.3, 157.2, 143.3, 137.8, 136.0, 133.8, 132.2, 131.8, 129.6, 129.5, 129.3, 127.3,
126.5,125.9, 124.1, 123.7, 103.8, 55.0, 34.2, 27.7, 21.5. HRMS (ESI) m/z: [M+Na]" Calcd for C,3H»,N,0;SNa
429.1249; Found 429.1246.

9as

4-Methyl-N-(2-(1-methyl-1H-pyrrole-2-carbonyl)phenyl)benzenesulfonamide (9as). The reaction was
performed according to the general procedure used 184 mg (0.5 mmol) of 8as. Purification by column
chromatography on silica gel using hexane/AcOEt (2/1 v/v) to give 9as.

Pale-yellow oil (120 mg, 68% yield). IR (KBr) v: 3216, 3064, 2950, 2925, 1608, 1594, 1488, 1375, 1166, 754,
723,541 cm™'. "TH NMR (600 MHz, CDCl;) 6 9.46 (s, 1H), 7.69 (dd, J= 8.4, 0.6 Hz, 1H), 7.53 (dd, J=7.8, 1.8
Hz, 1H), 7.48 (d, J = 8.4 Hz, 2H), 7.45 (ddd, /= 7.8, 7.8, 1.2 Hz, 1H), 7.11 (ddd, J= 7.8, 7.8, 1.2 Hz, 1H), 6.95
(d, J=8.4 Hz, 2H), 6.88 (t, /= 1.8 Hz, 1H), 6.18 (dd, J=4.2, 1.8 Hz, 1H), 6.04 (dd, /J=4.2, 2.4 Hz, 1H), 3.94
(s, 3H), 2.20 (s, 3H); BC{'H} NMR (151 MHz, CDCls) 6 186.1, 143.6, 137.5, 135.9, 132.5, 132.3, 131.4, 130.3,
129.6, 129.4, 127.2, 124.2, 124.0, 123.9, 108.3, 37.7, 21.5. HRMS (ESI) m/z: [M+Na]"* Calcd for
C9H;sN,O3SNa 377.0936; Found 377.0939.
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2-(|1,1'-Biphenyl]-4-sulfonamido)-/N-methyl-V-phenylbenzamide (9la). The reaction was performed
according to the general procedure used 228 mg (0.5 mmol) of 8la. Purification by column chromatography on
silica gel using hexane/AcOEt (2/1 v/v) to give 9la.

Pale-yellow solid (172 mg, 78% yield; mp 173—174 °C). IR (KBr) v: 3176, 3087, 3050, 2969, 2925, 1631, 1592,
1488, 1402, 1371, 1170, 1097, 761, 701, 566 cm™'. '"H NMR (600 MHz, CDCl;) 6 9.43 (br s, 1H), 7.99 (d, J =
8.4 Hz, 2H), 7.70-7.68 (m, 3H), 7.50 (d, J = 6.6 Hz, 2H), 7.43 (dd, J= 7.8, 7.8 Hz, 2H), 7.39 (dd, J=7.2, 7.2
Hz. 1H), 7.19 (dd, J=17.8, 7.8 Hz, 1H), 7.03-7.02 (m, 3H), 6.68 (d, /= 6.6 Hz, 1H), 6.04 (dd, /J=7.2, 7.2 Hz
,IH), 6.45 (brs, 2H), 3.42 (s, 3H); 3C{'H} NMR (151 MHz, CDCls) § 169.5, 146.2, 144.5, 139.4, 137.5, 131.04,
130.04, 130.1, 129.4, 129.2, 128.7, 128.1, 127.8, 127.4, 126.9, 126.4, 124.9, 123.1, 122.4, 38.6. HRMS (ESI)
m/z: [M+Na]* Calcd for C,sH,,N,O3;SNa 465.1249; Found 465.1254.
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Scheme S3. Control experiments.

S tert-BuOK (3.0 equiv.)

OH TEMPO {10 equiv.) =
P ‘. ME N 0

N DMSO Ts
“Ts rt, air,12h NH
76%
Baa 9aa

To a solution of 8aa (1.0 mmol) in DMSO (5 mL, 0.2 M) were added ter-BuOK (337 mg, 3.0 mmol, 3.0 equiv.)
and TEMPO (1.56 g, 10 mmol, 10 equiv.) under air condition. The mixture was stirred at room temperature
until the complete disappearance of starting materials as indicated by TLC. After H,O (20 mL) was added to
the mixture, the whole was extracted with AcOEt (3 x 20 mL) and washed with brine (5 x 20 mL). The combined
organic layer was dried over Na,SO,, filtered, and concentrated in vacuo. The residue was purified by silica gel

column chromatography using hexane/AcOEt (2/1 v/v) to give 9aa (290 mg, 76%).

S tert-BuOK (3.0 equiv.) @

OH BHT (10 equiv.) .
B ‘. ME N 0
N DMSO Ts
“Ts rt,air,12h NH

8 51%
aa
9aa

To a solution of 8aa (1.0 mmol) in DMSO (5 mL, 0.2 M) were added ter-BuOK (337 mg, 3.0 mmol, 3.0 equiv.)
and BHT (2.20 g, 10 mmol, 10 equiv.) under air condition. The mixture was stirred at room temperature until
the complete disappearance of starting materials as indicated by TLC. After H,O (20 mL) was added to the
mixture, the whole was extracted with AcOEt (3 x 20 mL) and washed with brine (5 x 20 mL). The combined
organic layer was dried over Na,SO,, filtered, and concentrated in vacuo. The residue was purified by silica gel

column chromatography using hexane/AcOEt (2/1 v/v) to give 9aa (193 mg, 51%).

11ai

N-(2-(1H-Indole-3-carbonyl)phenyl)-N-tosylformamide (11ai).
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Pale-yellow solid (12.6 mg, 6% yield). IR (KBr) v: 3342, 3185, 3056, 2923, 2852, 1610, 1436, 1340, 1159, 914,
750, 676, 565 cm'. "H NMR (600 MHz, DMSO-d,) 5 12.40 (s, 1H), 10.63 (s, 1H), 8.22 (d, J = 3.0 Hz, 1H),
8.17 (d,J=17.2 Hz, 1H), 7.69 (d, J= 7.8 Hz, 1H), 7.64 (d, J = 8.4 Hz, 2H), 7.57-7.54 (m, 2H), 7.37 (d, J = 7.8
Hz, 2H), 7.33-7.25 (m, 3H), 7.11 (d, J = 8.4 Hz, 1H), 2.36 (s, 3H); 3C{'H} NMR (151 MHz, CDCl;) 6 197.6,
187.0, 144.6, 141.7, 136.6, 136.34, 136.34, 135.9, 134.8, 130.1, 127.5, 127.3, 125.3, 124.9, 123.8, 122.7, 122.4,
118.6, 114.3, 112.0, 21.7. HRMS (ESI) m/z: [M+Na]* Caled for Co3H,sN>O,SNa 441.0885; Found 441.0885.

Scheme S4. Follow up chemistry.

;' TfOH (0.5 mL) 3'

Me-N._ 5 ——— = Me-N_ g
Ts DCE (2.0 mL)
NH 100°C,1h NH,

87%
9aa 12aa

2-Amino-N-methyl-N-phenylbenzamide (12aa) 13l To a solution of 9aa (38.1 mg, 0.1 mmol) in DCE (1 mL,
0.1 M) was added TfOH (0.5 mL). The mixture was stirred at 100 °C in oil bath for 1 h. After the whole was
cooled to room temperature, the resulting mixture was quenched with sat. NaHCO; (5§ mL) and extracted with
AcOEt (3 x 20 mL). The combined organic layer was washed with brine (20 mL), dried over Na,SO,, filtered,
and concentrated in vacuo. The residue was purified by silica gel column chromatography using hexane/AcOEt
(3/1 v/v) to give 12aa.

Pale-yellow 0il (19.7 mg, 87% yield). IR (KBr) v: 3434, 3367, 3062, 3035, 2925, 2854, 1619, 1585, 1492, 1371,
1159, 1027, 752, 700, 586 cm™'. "H NMR (600 MHz, CDCl;) 6 7.22 (dd, J= 7.8, 7.8 Hz, 2H), 7.12 (dd, J= 7.8,
7.8 Hz, 1H), 7.06 (d, J = 8.4 Hz, 2H), 6.97 (ddd, /= 8.4, 7.2, 1.2 Hz, 1H), 6.71 (dd, J= 7.8, 1.8 Hz, 1H), 6.61
(dd, J=8.4,1.2 Hz, 1H), 6.31 (ddd, /=17.8, 7.8, 0.6 Hz, 1H), 4.66 (br s, 2H), 3.48 (s, 3H); *C{'H} NMR (151
MHz, CDCl;) 6 171.2, 147.0, 145.1, 130.6, 129.8, 129.2, 126.5, 126.4, 119.8, 116.7, 116.5, 38.1. HRMS (ESI)
m/z: [M+Na]* Calcd for C;4H4N,OSNa 249.1004; Found 249.1004.

; TfOH (0.5 mL) ; ©
Me-N

Me—-N —  ® Me-N
Ts neat
N*H 100 °C, 1 min
NH3 NH,
9aa 12aa: 36% 13aa: 44%

2-Amino-N-methyl-N-(4-tosylphenyl)benzamide (13aa) 13l 9aa (38.1 mg, 0.1 mmol) was stirred at 100 °C

in oil bath under solvent-free condition. Then, TfOH (0.5 mL) was added to 9aa and the mixture was stirred for
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1 minute. After the whole was cooled down to room temperature, the mixture was quenched with sat. NaHCO;
(5 mL) and extracted with AcOEt (3 x 10 mL). The combined organic layer was washed with brine (10 mL),
dried over Na,SO,, filtered, and concentrated in vacuo. The residue was purified by silica gel column
chromatography using hexane/AcOEt (1/1 v/v) to give 12aa (8.2 mg, 36%) and 13aa.

Pale-yellow solid (16.8 mg, 44% yield; mp 162-164 °C). IR (KBr) v: 3467, 3369, 3089, 3062, 2975, 2923,
2854, 1635, 1616, 1583, 1490, 1355, 1153, 1099, 754, 588 cm™!. '"H NMR (600 MHz, CDCl;) ¢ 7.77-7.75 (m,
4H), 7.28 (d, J= 7.8 Hz, 2H), 7.15 (d, J = 8.4 Hz, 2H), 7.01 (ddd, /= 7.8, 7.8, 1.2 Hz, 1H), 6.63 (dd, J=7.8,
1.2 Hz, 2H), 6.30 (ddd, /= 7.8, 7.8, 0.6 Hz. 1H), 4.69 (br s, 2H), 3.45 (s, 3H), 2.40 (s, 3H); 3C{'H} NMR (151
MHz, CDCl;) 6 171.4, 149.4, 147.3, 144.4, 138.9, 138.5, 131.4, 130.1, 129.7, 128.7, 127.7, 126.5, 118.5, 117.1,
116.8, 37.8, 21.7. HRMS (ESI) m/z: [M+Na]* Calcd for C,;H,N,0;SNa 403.1092; Found 403.1097.

TfOH, neat

,_5)

9ag 12ag: 30%  12ag: 50%

9ag (1.18 g, 3.0 mmol) was stirred at 100 °C in oil bath under solvent-free condition. Then, TfOH (1.5 mL) was
added to 9ag and the mixture was stirred for 1 minute. After the whole was cooled down to room temperature,
the mixture was quenched with sat. NaHCO; (5 mL) and extracted with AcOEt (3 x 10 mL). The combined
organic layer was washed with brine (10 mL), dried over Na,SQO,, filtered, and concentrated in vacuo. The

residue was purified by silica gel column chromatography using hexane/AcOEt (2/1 v/v) Bel,

N
o

NH3

12ag
(2-Aminophenyl)(indolin-1-yl)methanone (12ag).
Pale-yellow solid (211 mg, 30% yield; 138—139 °C). IR (KBr) v: 3469, 3372, 3031, 2954, 2894, 2859, 1635,
1579, 1479, 1400, 763 cm'. '"H NMR (600 MHz, CDCl;) 6 7.56 (br s, 1H), 7.25-7.20 (m, 3H), 7.13 (dd, J =
7.8, 7.8 Hz, 1H), 7.02 (dd, J=7.2, 7.2 Hz, 1H), 6.77 (d, J= 7.8 Hz, 1H), 6.73 (dd, J= 7.2, 7.2 Hz, 1H), 4.11 (¢,
J=17.8 Hz, 2H), 3.51 (br s, 2H), 3.11 (t, J = 7.2 Hz, 2H); BC{'H} NMR (151 MHz, CDCl;) ¢ 169.0, 145.8,
142.7, 132.8, 131.5, 128.4, 127.4, 125.1, 124.1, 122.8, 120.6, 117.7, 117.2, 50.7, 28.3. HRMS (ESI) m/z:
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[M+Na]* Calcd for C;sH;4N,ONa 261.1004; Found 261.1008.

Ts

N
o

NH;

13ag

(2-Aminophenyl)(5-tosylindolin-1-yl)methanone (13ag).

Brown oil (590 mg, 50% yield). IR (KBr) v: 3467, 3367, 3062, 3025, 2958, 2921, 2854, 1619, 1585, 1479, 1375,
1145, 1087, 754, 661, 584 cm™!. 'H NMR (600 MHz, CDCl;) ¢ 7.75 (d, J= 7.8 Hz, 2H), 7.68 (s, 1H), 7.66 (d,
J=9.0 Hz, 1H), 7.63 (d, /= 8.4 Hz, 1H), 7.23 (d, J= 7.8 Hz, 2H), 7.144 (dd, /=7.8, 7.8 Hz, 1H), 7.138 (d, J
=7.2 Hz, 1H), 6.69 (d, /J=7.8 Hz, 1H), 6.64 (dd, J="7.8, 7.8 Hz, 1H), 4.56 (br s, 2H), 4.05 (t, J = 8.4 Hz, 2H),
3.04 (t, J = 8.4 Hz, 2H), 2.33 (s, 3H); BC{'H} NMR (151 MHz, CDCls) J 169.6, 146.9, 146.2, 143.8, 138.9,
136.2,134.0,131.8,129.8, 128.0, 127.6, 127.2,124.0, 118.8, 117.1, 116.9, 116.8, 50.8, 27.5, 21.4. HRMS (ESI)
m/z: [M+Na]* Calcd for C,,H,0N,O3;SNa 415.1092; Found 415.1094.

HN
MnO; (10 equiv.)
T

o DCE
100 °C, 22 h

N!—I !

Ts 78%
9ai 14

5-Tosyl-5,6-dihydro-11H-indolo[2,3-b]quinolin-11-one (14) I, To a solution of 9ai (195 mg, 0.5 mmol) in
DCE (5 mL, 0.1 M) was added MnO, (435 mg, 10 equiv., 5 mmol). The mixture was stirred at 100 °C in oil
bath for 22 h. After the whole was cooled to room temperature, the mixture was filtered with celite pad and
concentrated in vacuo. The residue was purified by silica gel column chromatography using hexane/AcOEt (2/1
v/v) to give 14.

Pale-yellow solid (152 mg, 78% yield; 178-180 °C). IR (KBr) v: 3156, 3089, 2884, 1623, 1596, 1498, 1382,
1172, 779, 667 cm™'. 'H NMR (600 MHz, CDCl;) ¢ 10.05 (br s, 1H), 8.49 (d, /= 8.4 Hz, 1H), 8.379 (d, J="7.8
Hz, 1H), 8.376 (d, /= 7.8 Hz, 1H), 7.65 (ddd, /=9.0, 7.2, 1.8 Hz, 1H), 7.55 (d, J = 7.8 Hz, 1H), 7.48 (dd, J =
7.8,7.8 Hz, 1H), 7.39 (dd, J=7.2, 7.2 Hz, 1H), 7.35 (dd, J= 7.8, 7.8 Hz, 1H), 7.23 (d, /= 8.4 Hz, 2H), 7.00 (d,
J =17.8 Hz, 2H), 2.24 (s, 3H); *C{'H} NMR (151 MHz, CDCls) ¢ 175.0, 146.5, 141.6, 136.9, 133.6, 132.1,
131.6, 130.1, 128.0, 126.95, 126.85, 126.6, 124.7, 123.0, 122.7, 122.1, 121.9, 111.3, 107.0, 21.7. HRMS (ESI)
m/z: [M+Na]* Calcd for C,H;sN,O3SNa 411.0779; Found 411.0779.
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0 tert-BuOK (3.0 equiv.) O
\_ NH - \_ NH
DMSO
rt, 1 h O NH
Ts
58%
14 4

5H,6H-Quinindolin-11-one (4) ['» 91, To a solution of 14 (116.5 mg, 0.3 mmol) in DMSO (1.5 mL, 0.2 M) was
added rBuOK (101 mg, 3.0 equiv., 0.9 mmol). The mixture was stirred at room temperature for 1 h. After the
mixture was quenched with H,O (10 mL), the whole was extracted with AcOEt (3 x 10 mL) and washed with
brine (10 mL). The combined organic layer was dried over Na,SQ,, filtered, and concentrated in vacuo. The
residue was purified by silica gel column chromatography using CHCl;/MeOH (6/1 v/v) to give 4.
Pale-yellow solid (41 mg, 58% yield; mp > 300 °C). IR (KBr) v: 3274, 3095, 3048, 2965, 1617, 1411, 1197,
740 cm™!. 'TH NMR (600 MHz, DMSO-dy) ¢ 12.16 (br s, 1H), 11.53 (br s, 1H), 8.29 (d, J = 7.8 Hz, 1H), 8.18
(d, J=7.2 Hz, 1H), 7.64-7.63 (m. 2H), 7.47 (d, J = 7.8 Hz, 1H), 7.31-7.29 (m, 1H), 7.24 (dd, J= 7.8, 7.8 Hz,
1H), 7.19 (dd, J= 7.2, 7.2 Hz, 1H); BC{'H} NMR (151 MHz, DMSO-d;) ¢ 172.3, 145.3, 138.3, 135.0, 130.8,
125.3, 123.8, 123.6, 122.7, 121.5, 120.9, 120.0, 117.5, 110.9, 101.8. HRMS (ESI) m/z: [M+Na]* Caled for
C;sH(N,ONa 257.0691; Found 257.0694.

Phi{OAc); (1.5 equiv.) H
\ Eosin-Y (3.0 mol%) Ts,
N N
0 - N
Ts MeCN, blue LED
N’H rt,air,2 h o

42%
9aq 15
trans-6-Hydroxy-5-tosyl-5a,6-dihydroindolo[2,1-b]quinazolin-12(5H)-one (15) !, 9aq (39.0 mg, 0.1

mmol), iodobenzene diacetate (48.3 mg, 1.5 equiv., 0.15 mmol) and eosin-Y (2.1 mg, 3.0 mol%) in MeCN (2
mL) was stirred at room temperature under the irradiation of 8 W blue LED (448 nm) for 2 h. After H,O (5 mL)

was added to the mixture, the whole was extracted with AcOEt (3 x 10 mL). The combined organic layer was
washed with brine (10 mL), dried over Na,SQ,, filtered, and concentrated in vacuo. The residue was purified
by silica gel column chromatography using hexane/AcOEt (3/1 v/v) to give 8la.

Pale-yellow solid (16.9 mg, 42% yield). IR (KBr) v: 3361, 3064, 3048, 3029, 2960, 2927, 1644, 1484, 1427,
1359, 1168, 763, 674 cm™!. '"H NMR (600 MHz, CDCl;) 6 7.98 (d, J = 7.8 Hz, 1H), 7.82 (d, J = 7.8 Hz, 1H),
7.69 (d, J=17.8 Hz, 1H), 7.67 (dd, J = 8.4, 8.4 Hz, 1H), 7.51 (d, J= 8.4 Hz. 1H), 7.50 (d, /= 7.6 Hz, 1H), 7.29
(dd, /=7.8,7.8 Hz, 1H), 7.19 (dd, J= 7.2, 7.2 Hz, 1H), 6.86—6.83 (m, 5H), 5.50 (d, /=4.8 Hz, 1H), 2.78 (br
s, 1H), 2.25 (s, 3H); *C{'H} NMR (151 MHz, CDCls) § 159.2, 145.0, 140.5, 140.4, 134.2, 133.1, 130.3, 130.1,
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129.5, 128.4, 128.2, 127.3, 127.0, 125.6, 125.2, 115.3, 84.4, 71.8, 21.6. HRMS (ESI) m/z: [M+Na]" Calcd for
C22H18N204SN3 4290885, Found 429.0887.
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Sample Id TK-5-082-1
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Comment single pulse
Data Formar 1D COMFLEX
Diu_Size 26214
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¥ _kngle

X aen

¥ Pulse

Irr Mode

Tri_Mode

Dante_Loop
Dante Prasan
Deciuaticn Rate
Initial Wait
Phase 180, 1g0, 270, 90, 0}

Presas_Time
Presac_Time _Flay = FALSE
Relaxation Delay_Cale
Relaxation Delsy Temp
Repetition Time

1.51=]
3.68102808 (=]
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(thousandthg)

3
i
o
r
O

- PROCESSING PARMETERS -
Blip_cld( 16,

=3 sexpl 2.0[Hz], 0.0[s] } R
—— £ft{ 1, TEUE, TRUE )
— ] machinephase N
] ppn |
] 0=8=0
=3
=4
=1
o]
Al sl
| Filensme TR-£-052-1_carbon-1-3. jdf
Buthor delts
= Experiment = carbon. jxp
o] Sanple_Td TR-6-052-1
] o Lyent CHLOROFORM-T
1 Actual Start_Time 22-MAR-2024 20:41:13
] Revision_Tine = Z-JUL-20z4 13:39:41
1 Conment single pulse decoupled gaved NOE
7] Data Format 1D COMPLEX
o Din_Fize =
o | Douain Carbonl3
al oin_Title Carhonl3
Dinlhits [ppm]
Dinension: =
] Spectrometer JNM-ECZE00R/53
= Field Strength 14.08636928 [T] {600 [MHz]}
[egs! *_keq Duration = D.53206016(s]
] X Douain Carbonl?
1 R Freg 1E0. 31343033 [HHz]
| H0ffset 100(ppn]
] X Points = 32768

4
1.44496109 [Hz]

X svesp 47.34848488 [kHz]
X Sweep_Clipped = 37.87878788 [kHa|
A Irr_Domain roton
] Irz_Freq 600. 1723046 [MHz |
1 Irr Dffset Slppm
il Elanking 15 0[us]
] Clipped FALSE
= Scans 256
g1 Tobal Scans 286
1 Relaxation Delay 2[s]
7] Recvr_Gain 56
Tenp Get 20.3[4C]
X_30 Uidth = 8.1lus]
1 ke Time 0.£9208016 (=]
= ®_angle 30[deg]
L2 ¥_atn 11[dBE]
al X _Pulse 2 7lus]
] Irr_en Dn 25.203 [dB]
1 Irr_itn Dec Cal 25.803 [dB]
1 Irr_Acn Dec Default Calc = 25.603[dB]
] Irr_An_Hoe = 25.803[dE]
=% Irr Dec Bandwidth Hz 7.22624211 [kHz]
] Irr Dec Bandwidth Ppm 12.05724078 [ppul
Irr Dec Fre 600. 1723046 [HHz]
Irr_Dec_Merit_Factor z.z
1 Irr Decoupling TRUE
] Irr Mae TRUE
1 Irr Moise URLTZ
o Irr_Offser Default & [rpn]
2 Irz Pwidth 76 [us]
B Irz_Pridth Default 76 [us]
1 Irz_Pridth Default Calc = 76[us]
] Irz_Pridth Teupl 76 [us]
] TrrJifarse FALSE
i Decimation Rate 0
g Initial Wait 1rs]
Hoe_Ting 2ls]
=] Hoe Tine_Flag FALSE
Relaxation Delay Calc ols]
Relaxation Delay Teup 2ls]
Reperition Tius 2.69208018 (=]
T T T T T T T T T T T T T T T T T T T T T
2000 1%00 1800 1700 160.0 1500 1400 1300 1200 1100 1000 200 80.0 70.0 60.0 50.0 40.0 300 200 10.0 0
o N DN O g - 00 08 — oo
= o R R = = =G
= SRSS oSS T wRnAER o
o B e e R B =t ~ =0
= bkl e R R R R = EEE

I parts per Million : Carbon 13
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22 23 24 25 26 27 28 29 30

19 20 21

1.8

1.7

o

15
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1.3

12

1.1

1.0

02 03 04 05 06 07 08 0%

0.1

447

1.89
207

abundance

3.00

dEDLo

---- PROCES3THG DARMMETERS ----
sexpi 0.2[Hz]l, 0.0[=] !

crapezoid( 0[], 0[%], 80151, 1000+ )
merofill( 1, TRUE )

ffui 1, TEUR, TEUE )

machinephase
ppn
reference( 7_24764[ppm], 7.Z6[ppm] | M
thresh{ 2.67219[%1, 1, ) a"N
Cl OH

trans-8ha
(trans:cis = 95:

I parts per Million : Proton

-
2410~
3017

5737
577
5.580
5588
5.261

o2 A i =3

g 2% 4% 5
T T T T
50 40 3.0 2

1938 — <=

5255
5.145
5.143
3624

1.627

Filename EY-1-026-1-2_proton-1-3.3df
Author = delta

Experiment proton. izp

Sanple Id RY-1-026-1-2

Solvent CHLOEOFORM-D

hotual Starc_Time = Z6-TU-2024 22:10:30
Revizidn_Tins 5-AUG-2024 11:15:01
Data Format 1D COMPLEX

Din Size = z6214

H_Douain Froton

Din Title Proton

Din Units [ppa)

Dinensions =%

Specrrouster TM-ECZE00R/E2

Fi=ld Strength 14.09636928(T] {600 [MHz]}
3 ko Duration = z.311l0212(=]

M Dousin Froton

M Freq 6001723046 [MHz |

X 0ffset Slppul

X Foints = 32788

¥ Prescans

M Resolurion

X Ewesp

X Swesp_Clipped
Ifr Domain
Irr_Treq

Trr Dffzar

1
0.34351189 [Hz]

11.2561809 [kHz]
9. 00495272 [kHz]

Proton
500. 1723046 [MHz]
Slppm]

Tri Domain Proton
IriFreq €00. 1723046 2Hz |
TriDffser Slppn

Elaflking 5.0 [us]

Clipped = FALSE

Scans 4

Total Scans 4

Relaxation Dalsy = zl=]

Recvr_Gain 46

Tenp Get 2L.11ac]
H_30Wideh [us]

X hoy Time = 2.91110912[s]

X dngle 45 [deg]

3 atn 8.1[a8]

M Fulse 4.95[us]
Tr_Mode 0ff

Tri Mode 0££

Dante Loop 200

Dante Prasat FALSE
Deciuation_Rate o

Initial Wait 1rs]

FPhaze {0, 50, 270, 180, 180, 270, 90, 0}
Prezac_Tiume 212]
Presac_Time Flag FALSE
RelaxaFion Delay_Cale

Relaxation Delay Temp
Reperition Tius

2ls]
4.91110912 (5]
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112788

90.0

91.043

67.106

dEDLo

blip cld( 16, &4,
sexpl 2.0[Hz], 0.0[=] ]
fft| 1, TRUE, TREE )
machinephase
ppo

~--- PROCESSING PARMMETERS ----

trans-8ha
(trans:cis = 95:5)

Filenaue
uthor

Experiment
Sample_Id

Salvent

hotual Srart Time
Rewvision Time

Data_Foruat
Din Jize
¥_Damain

Din Title
DinUnits
Dingnsioms
Spectrometer

Field Strength
{_Acy Duration

X Dondin

W Freq

X Dffset

X Points

¥ Sweep_Clipped
Trr Doudin

Total_Scans

Relaxation Delay
Recvr_Gain
Temp_fet

¥ 90 Width

%A Time
#_angle

®ZAtn
X Pulse

Trr_itn Dec

Irr_Atn Dec_Calc

Irr atn Dec Default Calc
Irr Dec Bandwidth Kz
Irr Dec_Bandwidrth Ppm
Irr Dec_Freq

IrrDec Merit Factor
Irr Decoupling

Irr Woe

Irr Woise

Irr Offset Default
Irr Poideh™

Irr Puidth Default
Irr_Puidth Default Calc
Irr_Puwidch_Templ
Irrifurst

Decination Rate

Initial Wait

No=_Time

Noe Tine Flag
Reldxation Delay Calc
Relaxation Delay Temp
Repetition_Time

50.0 40.0

w
o
=3

4] 10.0 o]

32140 ——
23—

Kr-1-026-1_carbon-1-2, 3df
delta

carbon. jxp

K¥-1-026-1

CHLORO FORH-D

25-JUN-2024 22:12:49
25-JUN-2024 22:11:02

1D COMPLEX
26214

Carbonl3
Carbonld

[ppu]

THN-ECZE00R/SE
14.09636928[T] (600[MHz])
0.69206016(=]

Carbonl3
150.91343035[MHz]
100(ppu)

32768

1.44456109[Hz]

47.34846485[kHz]
37.87876768 [kHz]

Toton
600.1723046[MHzZ]
Slppn]

15.0[us]

FALSE

3z

1[9]

56

20.8[4r]

8.1[us]

0. 89208016[=]
a0[deg]

803 [dB]

7. 23684211 [kHa ]
12.05794076[ppi]
600.1723046[1Hz]
2.2

TRUE

FALZE

WALTZ

1[s]
1. 63206016(=]
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298
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21
0.5

—-—- PROCESSING PARANETERS ---—
sexp( 0.Z[He], 0.0(s] ]

trapezoid{ 0[3], O[%], BO0[3], 100[%] )
Zerofill( 1, TRIE )

£ft{ 1, TRUE, TRUE )

machinephase

ppm
base correct{ Akima, 5, 0, FALSE, 3, None, FALSE )

Me-

cl
trans-8ja
(trans:cis = 85:15)

abundance

X : parts per Million : Proton

5094

7892
7878
7324
7323
7303
7290
7.260
7016
7002
6205
6127
6118
5038
5028
3626
2802 ——
2436
2426

Filename TK-6-151-0-2_proton-1-3. jof
Author delta -

Experiment proton. jxp

Sawple Td TK-6-151-0-2

Holvent CHLOROFORE-D

26-JUN-2024 2
27-JUN-2024 O

Actual Start Time
Revision Time

Data_Format iD REAL
Dim_Size 26214

% Domain Froton
Diw_Title Proton
Din_Units [opm]
DinEnsions X
Fpectrometer JMH-ECZE00R/ 53

Field Strength

14.09636528 [T] (600 MHe])
X Aog Duration 1

2.91110912( 5]

X Domain Proton

X Freq 600. 1723046 [MHz]
X orfset S[ponl

X Points 32768

X Prescans

¥ Resolution

X sween

X Sweep Clipped

1
0.34351169[Hz]
11.2561909 [ JHz]
5.00495272 [kHz]

Ifr_Dowain Proton

Irr Fre 600. 1723046 [MHz]
Irr_Offset S[ppnl

Tri Deowain Proton

TriFreg 600. 1723046 [MHz]
Tri_Offset 5[ppr]

Elanking 5.0[us]

Clipped FALSE

Scans 4

Total Seans 4

Relaxation Delay z[s]

Recvr_Gain 36

Temp_Get 20.9[4C]

X 90 Width -9[us]

X _Acq_Time 2.91110912[s]

X Angle

Atn

X Pulse

Itr_Mode

Tri_tode

Initial Walt

Phase

Presat Time
Presat_Time Flag
Relaxation Telay Calc
Relaxation Delay Temp
Repetition Time

180, 270, 90, O)

2[=]
4.91110912 5]
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dEDLo

--—- PROCESSING PARANETERS

blip_cldl 16, 64,

sexp( 2.0[Hz], 0.0[s] ]
TRUE |

T T
190.0 180.0

T
200.0

X : parts per Million : Carbon13

T
170.0

T
160.0

1200
ERASRAAGOLCNREEE2ERABES
EBB2BARbeETNgEREZER8BER
Ress Saconataannce o e an
SITRRANNCARRANSESGNAEET

T
1000

112,740

88937 <

T76.943

63.602—

35960

21.789
21722

frfo( 1, TRUE,
machinephase
prm
Me.~
wOH
N,
Ts
cl
trans-8ja
(trans:cis = 85:15)
Tilename TE-6-151-0-2_carhon-1-2, jdf
Jhuthor = delta
Exper iment carbon. jxp
Sample Td TE-6-151-0-2
Solvent CHLORCFORM-D

Aetual Start Time =
Revision Tine

26-JUN-2024 22:25:56
26-JUN-2024 22:52:26

Daua_Format 1D COMPLEX
Dim Jize - zez14

X_Domain Carboni3

Dim_Title Carbonl3

Dim_Unita [ppm]

DinEnsions

Fpectrometer JNU-ECZ600R/ 33

Field Strength 14.09636925[T] (500[NHe] |
% Acg Duration 0.59206016 =]

X Domain Carboni3

X Freq 15051343039 [MHz]

X orrset 100 [prr]

X Points 32768

X Prescans

1
¥ Resolution 1.42496109 [Hz]

X sween 47.34845485 [kHz]
X Sweep Clipped 37.67678788 [ kHz]
Ifr_Dowain roton

Irr Fre 600.1723046 [ MHz]
Irr_Offset & [ppee]

BlaTlcing 15.0[us]
Clipped FALSE

Seans 128

Tetal_Soans 128

Relaxation Delay 1(s]

Recvr_Gain 56

Tenp_Gef 21[dc]

X 90_Width 8.1[us]

X AcH Time 0.69206016[5]

X Angle 30[deg]

xAtn 11[dB]

¥ Pulse 2.7[us]

Ifr_Atn Dec 25.803 [dE]
Irr”Atn_Dec_Ca 25.603 [dB]
Irr_Atn Dec Default Calc = 25.503[dB]

7.23684211 [kHz]
12.05794078 [ppm]
600. 1723046 [MHz]

Irr_Dec” Bandwidth Ppm
Irr_Dec_Freq
Irr_Dec Merit_Faztor

Irr_Decupling TRUE
IrrNoe FALSE
Irr Noise WALTZ
Irr_Offset_Default 5 [pp]
Trr_Fwidth 76[us]
Irr_Pwidth Default 76[us]
Irr_Pwidth Default Calc = 76[us]
Irr_Puwidth_ Templ 76[us]
Trr_furst FILSE
Decination Rate 0
Initial_Uait 1[s]
Hoe Tiwe 1[5]
Hoe_Time F1 FILSE

Relaxation Delay Calc
Relaxation Delay Temp
Repetition Time

1[=]
1.69206016[=]
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3.20
3.00

276

217

IJEDLD

1.02
116
1.098
1.00
0.69

Yim

58.10m
8077m
9373m

55

---- PROCESSING PARRMETERS --—-
sexpi 0.Z[Hz], 0.00[s] )
trapezeidi 0[3], OI%],
zerofillf 1, TEUE

£ic( 1, THJE, TRUE )

80131, 100[%] )

abundance

I parts per Million : Proton

o

5909 ~_ o

G

o

T
5268~

L o
24035
2382
1910—

6431
6428
5.544
5.538
5.153
5.148
4612
3792
2760

machinephase
FRL
base correct( Akima, 5, 0, FALSE, 3, None, FALSE ) cl
referencal 7.24787[ppu], 7.Z6[ppm] ) Me
threshi 0.30680%1, 1, ) N
BTFCH#®:: TR-6-106-4-1-5 provon-1-1.3df ~OH
Nn
Ts
trans-8ad
(trans:cis = 92:8)
Filename TK-£-106-4-1-E proton-1-3_jdf
Author delta
Experiment proton. iz
Sample Id TR-6-106-4-1-5
Solvent CHLOROFORM-D

Actual Start Time
Rewision_Tiu=

Data_Format 1D REAL
Diu Fize 26214

 Douwain Proton
Dim_Title Proton
Din Thits [ppu]
Dimensions ®

Spectrometer THNM-ECZE00R/E2

Field Strength
¥_heo Duration
¥ Dowain

14.09636328[T] (600 [MHz]}
2.18368352 [s]

roton
600. 1723046 [1Hz ]

X Freg
X Dffset Slppn:

X Points 32768

X Prescans 1

¥ Resolution 0. 45724685 [Hz]
X8 15.0080024 [kHz]

Sueep
X #weep_Clipped 1700480192 [kHz]

Irr_Domain Proton
Irz_Freg €00. 1723046 [MHz
Irz Difset Stppal
Tri_Domain roton

Tri_Freq 6001773046 [MHz]
Tri Difset Slppal

Blanking 5.00us]

Clipped FALSE

Scans 4

Total Scans 1

Relaxation Delay = 2ls]

Recvr_Gain

Tenp_Get:

¥ 30 Uidth

¥ _hco Time

X anaTe

¥ _atn

X Pulse

Irr Mode = 0ff

Tri_Mode 0Ff

Dante_Loop 200

Dante Presat FALSE
Decimaticon Rate 0

Tnitial Wait 11s]

Phase {0, 80, 270, 180, 180, 270, 90, O}
Presas_Time 2151
Presst_Time Flag = FALSE
Relaxafion Delay Cale = Ols]

Relaxation Delay Temp
Repetition Time

2[s]
418368352 [s]




Q

(thousandths)
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X parts per Million : Carbon13
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2173
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dEDLo

---- PROCESSING PARMMETERS ----

blip cld| 16, 64, 1)
sexp( 2.0[Hz], 0.0[3] )
EEL( 1 E |

Actual_Start_Time

25-JUN-2024 21:58:23

machinephase
juoiy
cl
Me-y
~OH
N
.
Ts
trans-8ad
(trans:cis = 92:8)
Filename = TE-6-106-4-1-5_carbon-1-2. jdf
Author = delta
Experinent = carbon. jxp
Sample Td = TE-6-106-4-1-5
Jolvent = CHLOROFORM-D

Revision Time
Data_Format
Din_Fize

Dinthits
Dinensions
Spectrometer

Field Strength
co Duration

X Frescans

X Resolution

X sweep

¥ Sweep Clipped
TEr_Dowain

Irr Freq

Trr Dffser

Total Scans

Relaxation Delay
Recvr_Gain

Irr_Atn Dec_Default Calc
Irr Dec Bandwidth Hz
Irr Dec Bandwidth Ppm
Irr Dec Freq

Irr Dec Merit Factor
Trr_Decoupling

Irrloe

Irr_0ffset Default
Irr_Puidth

IrrZPwidth Default
Trr“Puwidth Default Cale
Irr_Pwidch_Templ
Trriurst

Decination Rate

Initial Wait

Noe_Tinz

Noe Tine Flag
Relaxarion Delay Calc
Relaxation Delay”Temp
Repetition Time

25-0UN-2024 21:56: 06
1D COMPLEX

26214

Carhonl3

Carbonl3

[ppu]

TNM-ECZE00R /53

14.09636928 [T] (600[MHz])
0.65206016[ 5]

Carbonl3

150, 91343039 [MHz]

100[ ppn]

32768

1
1.44495109[Hz]
47.34848485 [Kiz]
37.§7878788 [kHz]
roton

600. 1723046 [MHz]
S[ppm]

15.0[us]

FalSE

16

1[=]

56

21.3[dC]

8. 1[us]
0.69208016[ =]
30[deg]
25.803[dB)
25.803[dB]
25.803[dB]
7.23684211[kHz]
12.05794078 [ppn]
600, 1723046 [MHz]
2.2

TRIE

FALSE

WALTZ

1[s]
1.69206016[ =]
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abundance

e

4.20

dEDLD

---- DPROCESSING PARBMETERS —-——

sexp{ 0.Z[Hz], 0.0[=]

trapezoidi 0[3], O[%],
¥

zerofilll 1, TEUE
£fri 1, TEUR, TRUE )

80[%1, 100[%] )

machinephase o]

ppL

base_rorrect( Mriua, 5, 0, FALSE, 3, Nons, FALSE )

refevencai 724787 (ppml, 7. 28 (ppml |

thresh( 0.Z5655[%], 1 H N

LI TFlBI%:: TE-6-300-1 proton-1-l.3df ~OH
trans-8af

(trans:cis = 92:8)

B
=
E =
E -
b}
-
g e s o
- ™ -
E s
"
5
£ EdS = £
= & &
= 2 g
2 = 2
3 =W rd— - =
=
4
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T T T T T T
100 30 7o 40 3 20 10
S s LR T L i Lol Bl S a e
SeEmdo T ps e S goae el o R R
SERFCOECEEERRAsES EERE EEEN BadSd  FEZfas-oHEes
SN S e i SETE SISTEREIE S ISnSinSNas

I parts per Million : Proten

Filenaue
Author
Experiment

Actual Start Tiue
Revision Tiu®

Data Format

Spectrometer

Field Strength
¥_heq Duration
X Domain

X Freg

K Dffset

X Points

X Prescans

¥ _Resolution

¥ Sweep

¥ _Sweep_Clipped
Irz_Domain
Irz_Freq
Irz_oifset
Tri_Domain

Tri Freq

Tri Dffset
Blanking
Clipped

Scans

Total Scans

Relaxation Delsy
n

Decimation Rate
Initial Wait

Phase

Presac_Time
Presac_Time Flag
Relaxafion Delay Cale
Relaxstion Delay Temp
Repetition Time

TK-£-300-1 proten-1-2. jdf
delta

29-TUN-2024 21:49:59
S-EUG-2024 11:31:11

1D REAL
26214
Proton
Proton
[ppm]

JUN-ECZE00R/S3

14.09636328[T] (600 ([MHz ]}
2.183€8352 (5]

roton
£00. 1723046 [2Hz |
Slppm]

32768

1

0. 45724685 [Hz]

15.0060024 [kHz]

1700480132 [kHz]
roton

€00. 1723046 [MHz ]

Slppul

Proton

€00. 1723046 [MHz

2ls]

26
21.3[ac]
9.9 [us]
2.18368952[s]

., 270, 180, 180, 270, 90, O}

2ls]
4.183€5952 (<]
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abundance

JEOL o

3] =-==-- PROCESSINC PADAMETERE ----
| blip cldi 18, &4, 1]
o] sexp( z.0[Hz], 0.0[=] )
9 £ft{ 1, TEJE, TRUE }
] machinephase o)
o]
= N
4 ~OH
=3 N,
&= Ts
] trans-8af
1 (trans:cis = 92:8)

] Filename TR-€-200-1_carbon-1-2. jdf
] Buthor

Experiment carbon.3xp
H Sample_TId TE-6-200-1

Solvent CHLOROFORM-D

Z9-JUN-2024 21:50:48
29-JUN-2024 21:51:09

Actual_Start_Time
Revision_Time

Data_Formac 1D COMPLEX
Din_Size zezle

¥ _Domain Carbonl3
Dinm_Title = Carbonl3
Din_Units [ppul
Dinensions

Spectrometer JHM-ECZE00R/S3

sl Field Strength 14 03636328(T] (600 [MHz])

0.69206016 [£]

. ¥ _Acq Duration
=) X Domai Carbonld
= 3 Freq 15051343039 [MHz]

3 X0ffset 100 [ppm]

1 X Points 32768

X Prescans i1,

1 X Resolution = 1.44496109[Hz]
w 3G 4734845485 [kHz]
o 3 _swasp_Clipped 37.87878788 [kHz]
=4 Irr_Domain

roton
£00. 1723046 [MHz]

1 Irr_Freq =

] Irr Dffset § [pps

1 Blamking 15 0lus]
Clipped FALSE
Soans = 86
Total Scans 26
Relaxstion Delay 11
Recvr_Gain =
Temp_Tet z1.z[46]
¥ 80 Width €. Llusl
¥ hoy_Time 0. 63206016 [5]
¥ dngle = 300deg]
¥ dtn 11[4E]
¥ Pulse 2. 7[usl
Trr_itn_Dec 25803 [dB]
Irr“itn Dec Cal zE.802[dB]
Irr_Atn_Dec_Default Calc = 25.503[dB]
Irr_Dec_Panfwidth Hz 7.23684211 [kHz]
Trr Dec Bandwideh Ppm 1205754078 [pru]
Irr_Dec_Fre £00. 1723046 [MHz]
IrrDec Merit Factor z.z
Irr_Decoupling TRUE
Irr_floe FALSE
Trr Hoise WALTZ
Trr_0ffsen Defauln & [ppul
Trr Puidch 76[us]
Irr_Pwidth Default 76[usl
Irr_Pwidth Default_Calc 76[us]

] Trr_Puideh Templ 76 [us]

1 Trr_tlurst FALSE
DecTmation RBate o
Initial_Wait lisl

] Hoe_Time 1zl

1 Hoe_Time_Flay FALSE
Relararion Delay_Cale 0[]
Relaxation Delay Temp lls

3 ; | " i | | R Repetition Time 1.63208016 151

=]

T
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abundance
0

16 17 1.8 19 2.0 21 22 23 24 25 26 2.7 2.8 29 30 31 32

1.2 13 14 15

0.1 02 03 04 05 06 0.7 08 09 10 1.1

] =
=3
——-- PROCESSING PARAMETERS —-—--
3 sexp{ 0.2[Hz], 0.0[s] }
] trapezoid{ O[%], O[%], 80[%], 100[%] }
zerofill( 1, TRUE |}
3 < fft( i, TRUE, TRUE |
2 machinephase
l - ] ppm
E il o2 bhase_correct{ ikima, 5, 0, FALSE, 3, Nome, FALSE }
st refefence( 7.24711(ppm], 7.26[ppm] Br
thresh{ 0.61274[%], 1, )
ELF(dsk: @ TR-6-122-4-15 proton-1-1.3df
] o) o T &
o & &%
2 &= it ] - S trans-8am
] & = (trans:cis = 92:8)
| [ Filenawe TE-6-122-4-15_proton-1-3.3jdf
Author = delta
4 = Experiment Proton. Jxp
| Sample TId TE-6-122-4-15
] mE rﬁw DE <‘r€ f Solvent CHLOROF ORM-D
| o7 ﬁ o = = Actual Start Time = 1-JUL-2024 19:51:37
3 i 4 i & e e Revision_Time 5-AUG-20Z4 11:39:15
7 Data Format 1D REAL
] Dim Fize = R6ELA
¥ Domain Proton
Dim Title Proton
] Dim Units [ppm]
] Dimensions - %
Spectrometer JNN-ECZE00R/ 53
Field Strength 14.09636928([T] (600[MHz])
I_kco_Duration = 2.18365952[s]
X Domain roton
B X Freg 600. 1723046 [MHz]
| X Offset 5 [pp]
X Points 32768
4 X Prescans 1
X:Reﬁulutlﬂn 0.45794685([Hz]
X Sweep 15.0060024 [kHz]
] X Sweep Clipped = 12.00480192 [kHz]
Irr_Domain roton
2 Trr_Freq 600.1723046[MHz]
1 Irr Offset S[ppm]
Tri Domain = Proton
| Tri Freq 600.1723046[MHz]
9 Tri Offset S[ppra]
Blanking 5.0[us]
] Clipped = FALSE
seans 4
Total_Scans 4
Relaxation_Delay = 2[2]
| Reovr_Gain 36
Temp_Get. 20.9[dc]
¥ 90 Width 9.9[us]
X Acq_Time = 2.18365952[s]
¥ ingle 45[deg]
X itn 8.1[dB]
1 X Pulse 4.95[us]
Irr_Mode Of:
Tri_Mode
Dante Loop
Dante Presat FALSE
] Decimation Rate o
B Initial Wait [s1
Phase 80, 2Z70, 180, 180, 270, 90, O}
] Presat_Time =]
Presat_Time_Flag = FALSE
Pelaxation Delay_Cale = O[=]
Pelaxation Delay_Temp = 2[=]
Repetition Time 4.18365952 (8]
A e o B e A L B e LA o A T A AL e R LA e
100 9.0 80 70 6.0 5.0 4.0 30 20 10 0
| =N LA A AN AN AL
a OmOoO—oEIaene ~ o= unan mwown T o © 5o e S
S RERRE oo e ¥ SowY s B = @ o ¥
2 FARAZERREEEE & sfEaEd EEnR &G 25 F i =
. L A S S T R T TT Mmoo o e Qi i -
X : parts per Million : Proton




(thousandths)

(JEDLD

=]
peccll
R
---- PROCESSING PARAMETERS --——-
blip_cld{ 15, 64, 1 |
sexpi 2.0[Hz], 0.0[3] ]
ffr|{ 1, TRUE 1
machinephase
ppn
<
=)
.
trans-8am
(trans:cis = 92:8)
Filename = TE-6-122-4-15_carbon-1-2.jdf
o Author - delta
P Experiment = carbon.jx
= Sawple_Id = TK-6-122-4-15
dolvent = CHLOROFORM-D
Actual Start Time = 1-JUL-2024 19:52:24
Revision Time = 1-JUL-2024 19:54:32
Data_Format = 1D COMPLEX
Din_Size = 26214
X _Douain = Carbonl3
Din_Title = Carbonl3d
Din_Units = [ppm]
Dinensions =
Spectrometer = JNM-ECZE00R/S3
Field Strength = 14.09636928[T] (600[MHz])
= _Acg Duration = 0.69206016(5]
(=t X Domain = Carbonl3
Ll _Freq = 150, 91343039[MHz ]
XT0Efset = 100[ppu]
X_Foints = 32768
X Prescans =
X_Resolution = 1.444396109[Hz]
X_Sweep = 47.34848485[kHz]
X_sweep_Clipped = 37.87878788[kHz]
Irr_Domain = Proton
Irr Freg = 600. 1723046 MHz]
Irr_0ffset = S[ppu]
Elanking = 15.0[us]
Clipped = FALSE
Scans = 130
o Total_Scans 130
g’ Relaxation Delay = 1[s]
Eecvr_Gain =
Tenp_fet = 21[dc]
X_90”Width = 8.1l[us]
¥_Acg_Time = 0.69206016[=]
¥ angTe = 30[deg]
X_Arn = 11[aB]
X_Pulse = 2_7[us
ITr_Atn Dec = 25.803[dE]
Irr_Atn Dec_Calc = 25.803[dB]
Irr_Atn Dec_Default Cale = 25.303[dB]
Irr_Dec_Bandwidth Hz = 7.23684211 (kHz]
Irr_Dec_Bandwidth_Fpm = 12.05794075[ppa]
Irr_Dec_Freq = 600, 1723046 MHz]
o Irr_Dec Merit Factor = 2.2
= Irr_Decoupling = TRUE
p=t Irr Noe = FALSE
Irr_Noise = WALTZ
Irr_Offset Default = 5[ppm]
Irr Fuidth = 76[us]
Irr_Puidth Default = 76[us]
Irr_Pwidth Defamlt_Calc = 76[us]
Irr_Pwidth_Templ = 76[us]
Irr_Wurst = FALSE
Decimarion Rate =0
Initial Uait = 1[s]
Noe_Time = 1[s]
Hoe_Tinme_Flag = FALSE
Relaxatitn_Delay_Calc = 0[s]
Relaxation Delay Temp = 1[=]
—_— l Repetition Time = 1.69206016[=]
o T I Yol
T T T Ii T I T T T T T T I T Ii T T T T T T
2000 190.0 1800 170.0 1600 1300 140.0 1300 1200 1100 00.0 900 80.0 700 60.0 50.0 40.0 300 200 100 0
oM Mmoo M E D — o —oo o~ o
SRECEeR T SEEf28=88 & =89 & 3
FERAACEERSRTRASIRcASR N Ga23 S =
B B A e o e = 2
FRAAREEnaeaaSSRI oD & NS 5 =

X : parts per Million : Carbonl3
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---- PROCESSING PARAMETERS ----
sexp( 0.2[Hz], 0.0[5] ]

trapezoid| 0[3], 0[%], 80[%], LOO[%] |
gerofill( 1, TRUE )

£EL( TRIE )

machinephase
n

089

b
base_correct{ ikima, 5, 0, FALSE, 3, None, FALSE )

0.82
078
070

\\—\.
s
bo

0.23
YR iR
0.24

1
20

g5

=

trans-8an
(trans:cis = 81:19)

Filename TK-6-300-4-1_proton-1-4.3d4f
Author delta

Experiment proton. jxp

Sanple Id TR-6-300-4-1

Solven CHLOROFORM-D

5-AUG-2024 12:17:16

Revision Time S-AUG-2024 12:24:04

Data_Format 1D REAL

Din Fize 26214
%_Domain Praton
Din_Title Praton
Din_Units [pru]
DinZnsions X

spectrometer JHM-ECZE00R/S3

Field $trength
cq_Duration

14,09636925([T] (600 ([MHz])
2.91110912[9]

% Domain Proton

Freg 600. 1723046 [MHz ]
X DEfset 5[ppm]

X Points 32768

X Prescans 1

0.34351169[Hz |
11.2561909[kHz]
9.00495272[ kHa]

X_Suee
X Zweep Clipped

Irr_Domain roton
Irr_Freg 600. 1723046 [HHz ]
Irr_Qffset s[ppn]
Tri_Domain = Praton
Tri“Freq 600. 1723046 [MHz ]
Tri Dffser s[ppm]
Elanking 5.0[u3]
Clipped FALSE

ans 4
Total_$cans 4
Relaxation Delay 2[s]
Recvr _Gain 36
Temp_Ger 45[4c]
% 50 Uidch 9.9[us
X Ao _Time 2.91110912[ 3]
¥ _AngTe = 45[deq]
%At 8. 1[dE]
X Pulse 4.35[us]
IFr_Hode 0EE
Tri_Hode 0Ef
Dane_Loop 200
Dante Pre: FALSE
Decination_Rate o
Initial Wait 1[s]

0,790, 270, 180, 180, 274, 30, 0}

Tresat_Time 2[s]
Presat_Time_Flag FALSE
Relaxafion Delay Cale = 0[3]
Relaxation Delay Temp = 2[

2[s]
Repetition Time 4.91110912[3]

abundance
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X : parts per Million : Proton
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100

dEDLo

—--- PROCESSING PARAMETERS -——-
blip eld| 16, 6%, 1

sexp( 2.0[Hz], 0.0[s] )
f£ft| 1, TRUE, TRUE }

machinephase
Prm
trans-8an
(trans:cis = 81:19)
Filensme = TK-6-122-1-5-2_carkon-2-Z.jdf
Author = lta -
Experiment = carbon. ixp
Heample Id = TR-6-122-1-5-2
Solvent = CHLOROFOQRI-D

hotual Start Time
Revision Time

27-JUN-202% 22:37:31
27-JUN-202% 23:14:27

Dara Formar = 1D COMPLEX
Dim Bize = 26214

X _Dawain = Carbonls

Do Title = Carbonl3
Dim_Unita = [ppn]

D in@ns ions =

Spectrometer = JNB-ECZE00R/S3

Field_Strength
Z_deo_Duration
it

14.09636025([T] (600[MHz])
0.69206016 [=]

- = Carbonls

X Freq = 150.91343039([MHz]
X Offset = 100[ppr)

X Points = 32768

I Prescans St

X Resolution = 1.44496109[Hz]
E Sumep = 47.34548485 [kHz]
X Bueep Clipped = 37.87578788 [kHz]
Ttr_Domain = Proton

IrrFreg - 600.1723046 [HHz]
Irr Offset = 5[ppm]

Elanking = 15.0[us]
Clipped = FILSE

Scans = 128

Total_Scans = 128

Relaxation Delay 1[5]
Recwr_Gain™ H

Tenp_Ge 20,50d3)

X _S0_Width 8.1[us]

X AcH Time 0.69206016 []

X _ingTe 30[deg]

X itn 11[dB]

EPulse 2.7[us]

Itr_htn Dec 25,803 [dE]
Irr_itn Dec_Calc 25.803 [dB]
Irr_Atn Dec Default Cale = 25,803 [dB

7.236542 11 [ KHz]

1205794076 [ppr]

600.1723046 [MHz]
.2

Irr Dec Bandwidch Hz
Irr_Dec_Bandwidth_Ppm
Irr Dec Freg -

Trr Dec Merit Factor

Irr_Decoupling

Irr Noe FALSE
Irr Noise VALTZ
Irr_Offset_Default 5 [ppm]
Trr Pwidth 76[us]
Irr_Pwidth_Default 76[us]
Irr_Pwidth Default Cale = 76[us]
Irr Pwidth Templ — 76[us]
Irr_Wurst FALSE
DecTwation Fate 0
Initial Vait 1[s]
Noe_Tire 1[s]
Noe Tire_Flay FALEE
Relaxation Delay Calc 0[=]
Relaxation Delay Temp [s]

W
3
z
g

Repetition Time 1.69206016 5]
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abundance

=
=1
) x f=
B & --—- PROCESSING PARAMETERS -—--
2 sexp( 0.2[Hz], 0.0[s] |
trapezoid{ O[%], O[%], B0[%], 100[%] )
e zerafill( 1, TRUE }
£Et{ 1, TRUE, TRUE )
nachinephase Cl
3 lea = s PP
z |2 oo = & = base_correct( Akima, 5, 0, FALSE, 3, None, FALSE |
E = b 2 = =
il o Gl
E WU b= W o] P B 5
E trans-8ao
(trans:cis = 91:9)
= Filenane = TK-§-300-2 proton-2-3.jdf
Authar delta
Experinsnt PrOToN. IXp
3 Ganple_Id TK-6-300-2
Solvent CHLOROFORN-D
Actual_gtart_Time 3-AUG-2024 12:42: 18
E Revisitn _Tin® 5-AUG-2024 11:44:15
Data_Format 1D REAL
= Din Fize Z6214
% Domain Proton
Din_Title Proton
= Din Tnits [ppn]
Dinensions
3 Spectrometer INM-ECZE00R/S3
Field Strength 14.09636928[T] (600[NHz])
X_Aeq Duration 2.81110812[3]
7 X Domain Proton
XFreq 5001723046 [HHz]
& % 0ffset Slppn]
¥TPoints 32766
XFresc 1
& ¥TResolution 0.34351169[Hz |
X Gween 11,2561908 [kHz]
¥ gweep Clipped 9.00435272 [kHz ]
= Irr_Domdin Proton
Irr Fre 500.1723046[HEz]
Irr Dffset S[ppn]
E TriDomain Proton
Tri Freg 500.1723046[HEz]
Trilnefset Sppn]
B Blanking 5.0[us]
Clipped FALSE
Scans F)
B Total_Scans 4
Relaxation Delay 2]
& Recvr Gain = 36
Temp et 25[dC]
% 90 Width 9.5[u3]
= X Thc Tine 2.31110912[=]
W angle 45 [deg)
3 X atn 8. 1[dB]
X Pulse 4_95[u3]
IFr Mode [T+
E TriMode oes
Dante Loop 200
Dante Presat FALSE
E Deciuation Rate
Initial_Wait il=]
Fhase {0, 80, 270, le0, 180, 270, 30, 0}
ia Presat_Time 2[s]
Presat_Tine_Flag FALSE
Relaxafion Delay Calc = 0[s]
= Relaxation Delay Temp = 2[2]
Repetition Time = 4.91110912[s]
A J I &
T B e o L AL e T T A L L e T B AL L o e e B B I B T B L B e e
1 920 8.0 70 6.0 50 4.0 30 20 10 0
AR A A AN A
o oo DnMm To Mo om oo - - Moo
n Sk SRLSSSELRF ESEE Eeaa = S sk
e L e i = R s v - = Y
X: parts per Million : Proton
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JEOL

—--- PROCESSING PARAMETERS ----
blip cld( 16, 64,

2000 1900 1800

X : parts per Million : Carbonl3
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o
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A
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76948

700 60.0

50.0

47.268

40.0

30.0

20.0

21665

10.0

0

sexpTl 2.0[Hz], 0.0[s] )
£Er( TRUE, TRUE )
machinephase Cl
ppm
trans-8ao

(trans:cis = 91:9)
Filename TE-6-122-2-5_carbon-1-2.jdf
Author delta
Experiment carbon.jxp
Sample Id TE-6-122-2-5
Solvent CHLOROFORM-D

25-J1N-2024 22:23:04

Revisifn Ting 25-J1N-2024 22:21:24

Data_Format 1D COMPLEX
Dim Size 26214

% _Domain Carbonii

D _Title Carboni3

Diw Units [ppm]

DirEnsio;

Spectrometer NN~ EC Z600R/ 53
Field Strength 14.09636928[T] (600[MHz]
I _keg Duration 0.£9208016[=]

% Domain Carboni3

ZFreq 150, 91343039 [MHz]
I 0ffset 100 perl

I Poincs

I Prescans 1

¥ Resolution 1.44496109[ He]
= sveen 47.348495485 [ KHz]
Z_Sueep_Clipped 37.87876788 [Kiz]
IFr Dowain Proton

Irr Freg 600, 1723046 MHz]
Irr Offset 5 [ppm)

Blafiking 15.0[us]
Clipped FALSE

Seans EL]

Total_Scans kLS
Relaxacion Delay 18]

Fecvr_Gain 56

Tenp Gen 21.8[aC]

Z 90 Uidth 8.1[us]

T AeT Time 0.69206016[3]

% _imgTe 30[deg]

T htn 1[dE]

Z_Pulse 2.7[us]

Irr Atn ] 25.503 [dE]
Irr_Atn Dec_Cale 25,803 [dB]

Irr_Atn Dec Default Cale = 25.303[dE]

Irr_Dec_Bandwidth Hz 7.23684211[kHz]
Irr_Dec”Bandwidth_Pom 1205794075 [ por]
Irr_Dec_Freq 600, 1723046 [ MEz]

Irr_Dec_Merit Factor 22
Irr Decoupling TRUE
Irr_Noe FILSE
Irr Woise WALTZ
Irr_Offset_Defaulc S [ppm)
Irr Puidth 76[us)
Irr Pwidth_Defaulc 76[us]
Irr_Puidth Default Calc = 76[us]
Irr Puidth_Te 76[us]
Irr_Wurst FALSE
DecTmaticon Bate o
Initial WaTt (=]

Hoe_Tire = 1[s]

Hoe Time Flag FALSE
Relaxation_Delay_Cale 0[=]
Pelaxation Delay Tewp 1[=]
Repeticion Time = 1.69206016[s]
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dEDLo

---- PROCES3ING FARAMETERS ----
sexp( 0.2[Hz], 0.0[s] )
trapezoid{ 0[], 0[%], 80[%], 100[%] |

zerofill| 1, TRUE | cl
fic{ 1, TRUE, TREE )
nachinephase

ppn

base_correct| Akima, 5, 0, FALSE, 3, Nome, FALSE | YN
reference( 7.23948[ppm], 7.26(ppn]

thresn( 0.36547(%], 1, )

WUTizdisks: TK-6-122-3-10_proton-2-1. jdf

trans-8ap
(trans:cis = 94:6)

3 o
=
2
= S
2 =2 S - “ “
ks = =S & &
o o = = o= o
!
1 £ | = g E g
5 R = &= b oo
) o] gl by = fose
| = i Jr (e P 7% s =
T T T T T T T T
100 9.0 8. 50 4.0 30 20 10
t D W 0 80 G0 W Y W o DD 00 o oo o000 =N I
tay S CEFnSEEIreon BaERe Seyy TaLD & = o
@ Z BEXINKBEILELY BRRER BEXR 2okk 885 FE
I e e s R R B o en i

X: parts per Million : Proton

Filename = TH-6-122-3-10_proton-2-3.Jdf
Author delta

Experiment proton. ixp

Sample_Id TK=-6-122-3-10

Solvent CHLOROFO]

EH-D
1-JUL-2024 19:44: 42
S-AMG-2024 11:52:11

Actual $tarc_Time
Revizion Tine -

Data_Format 1D REAL
Din_Size 26214
X_Domain Proton
Din_Title Proton
Din_Units [ppu]
Dinensions X

Spectrometer JNB-ECZ600R/S3

Field_Strength

14.09636928(T] (600[HHz])
¥_Acq Duration 2

18365952[3]

¥ Domain Froton
KFreq = 600.1723046[HHz]
X 0ffsec [ppn
X Points 32768

% Resolution
W Zwee)
X _sweep Clipped

0. 45794655 [Hz ]
15.,0060024[kHz]
12.00480192[kHz]

I¥r_Domain Proton
Irr Freq £00.1723046[HHz]
Irr_Dffset S{ppm]
Tri Domain Proton
Tri_Freg £00.1723046[HHz]
Tri Dffser S[ppm]
Blanking 5.0[us]
Clipped FALIE
ans 4
Total §cans 4
Relaxation Delay 2[s]
Recvr_Gail 36
Temp Get 21[dc]
%_90_Widrh 5.5[us]
XTAcH Time 2.18365952[3]
3 angle 457deq]
% Atn 8. 1[dB]
X Pulse 4.95[us]
Ifr_Mode OEE
Tri_Mode DEE
Dante_Loop 200
Dante_Presat FALSE

Decination_Rate
Initial Uait

Presat Tine ]
Presat_Tine Flag FALEE
Eelaxation Delay Cale = 0[s]
Relaxation Delay Temp = Z[s
Repetition Time = 4.18365952[s]
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—--- PROCESSING PARAMETERS ----

blip _cld( 16, 64,

2000 1900
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X : parts per Million : Carbonl3
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sexpTl 2.0[Hz], 0.0[s] )
£Er( TRUE, TRUE )
machinephase
ppm
trans-8ap
(trans:cis = 94:6)
Filename TE-6-122-3-10_carbon-2-2.3df
Author delta
Experiment carbon.jxp
Sample Id TE-6-122-3-10
Solvent CHLOROFORM-D

Revision Tiwe

Datea_Format

Spectrometer

Field Strength
% hec Duration

_Swesp Clipped
IFr DomEin
Irr_F.

Total_Scans

Belaxacion Delay
Recvr_Gain~

Irr_Atn Dec Default Calc
Irr_Dec_Bandwidth HE
Irr_Dec” Bandwidth_ Prm
Irr Dec_Freg
Irr_Dec_Merit Factor
Irr Decoupling

Irr_Noe

Irr Woise
Irr_Offset_Defaulc

Irr Puidth

Irr Pwidth_befaulc
Irr_Puidth Default Calc

DecTmaticon Bate
Initial WaTt

Hoe_Time

Hoe Time Flag
Relaxation_Delay_Cale
Pelaxation Delay Tewp
Repeticion Time

1-JUL-2024 19:45:29
1-JUL-2024 19:44:55

1D COMPLEX

JMN-EC Z600R/ 53

14.09636928[T]
0.69206016[s]
Carboni3
150, 91343039 [MHz]
100 [ ppm]

32768

1

(600[MHz] )

1.44496109[ Hz]
47.34545485 [KHz]
37.87876788 [ kHz]

Proton
600, 1723046 MHz]
5 [ppm

15.0[us]

FALSE

64

64

18]

56

21[ac]
8.1[us]
0.69206016[5]
30[deg]

1[dB]
2.7[us]
25,503 [dE]
25.803 [dB]

= 25,803 [dE]
7.23684211[kHz]

12.05794075 [ ppr]
600, 1723046 [MHz]

0[s]

1[s]
= 1.69206016[s]
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241

1.94

0.94
3.85m

13

12

1.0

0.6

9.00m

dEDLO

13.13m
3344m

---- PROCESSING PARMMETERS —-——
sexpi 0.Z[Hz], 0.0[s] ]

trapezoid( 0[%]1, 0[%], 80151, 100(%] )
zerofill{ 1, TEUE }

££c4 1, TRUE, TRUE )

machinephase

o
reference( 7.24364[ppul, 7.26[ppuml !
thresh{ 3.26468[31, 1, 1

trans-8la
(trans:cis = 99:1)

abundance

6813

X parts per Million : Proton

o
(=1
o

5074
5063
5623
5618
5368
5355
5220
5317

4302 ——
3742

3738

1064 — ©
1639 —

Filensme = R¥-1-063-6_proton-1-3.jdf
Buthor delta

Experiment proton. ixp

Sanple_Td RY-1-D63-6

Solvent = CHLOROFORM-D

20-TUN-2024 22:48:42
E-AUG-2024 12:38:00

Revision_Time

Data_Forman = ID COMPLEX
Din_Fize 26714

¥ _Domain Proton

Din_Title Proton

Din Thits = [ppul

Dinensions

Spectrometer THM-ECZE00R/53

Field Strenguh = 14.08638528[T] (600[MHz1}
¥_heo Duration 218368952 [s]

¥ Domain Proton

X Freq £00. 1723046 [MHz]

H Dffsen Slprul

¥ Points 32768

X Prescans 1

0.45794685 [Hz]
150060024 [kHz]
1200480192 [kHz]

¥ Swaep
¥ 8weep_Clipped
IFr_Domdin roton
6001773046 [MHz]

Irr_Freq

Trr_0ffset Slppm]

Tri Domain roton

Tri_Freq 001723046 [MHz ]
TriTDffset Slppul

Blanking 5.0us]

Clipped FALSE

Scans 4

Tobal Scans 4

Relaxation Delay
Recvr_Gain

¥_30_Width [us]
3 heo Time 218365952 [s]
¥ anoTe 45 [deg]
¥ htn 8.1[dB]
X Pulse 4.98[us]
Irr_Mode 0ff
Tri_Mode 0ff
Dante_Loop 200
Dante Presat FALSE
Decimation Rate 0
Tnitial Wair 1r=]

{0, 80, 270, 180, 180, 270, 90, O}

Relaxation Delay Calc
Relaxarion Delay_Temp
Repetition Time

21s]
418368352 [s]




(thousandths)

500

40.0

300

200

10.0

0

IJEDLO

---- PROCESSING PARAMETERS —---

blip cld{ 15, 64, 1 |
sexpT 2. 0[Hz], 0l0[=] )
£fti 1, TRUE, TRIE }

T T T
2000 1800 1800

X :parts per Million : Carbonl3

T
170.0

T
1600

T T
1100 1000 9

T
1200

B E SN

[S=y

T T T
1500 1400 1300

o

149.286
90,153 —— 2

o
o5
S
oo
- =

128.457

)
=)
&
o
&

128.902
118.427
114,157

SEZ SERAnT A
R 06 0w ood T
LRkl R R R et

33.087

Actual Start Time

OEM-D
20-TUN-2024 22:50: 44

machinephase
ppm
Me-y
~OH
N,
PBs
trans-8la
(trans:cis = 99:1)
Filename = K¥-1-06%8-6_carbon-1-3.3jdf
or = delta
Experiment = carbon. jxp
Jawple Id = K¥-1-06%-6
Solvent, = CHLOROF

Revision Time

21-TUN-2024 07:55: 18

Data Format = 1D COMPLEX
Diu_Size - 26214

X Damain = Carbonl3

DI Title = Carbonl3

Dim Units = [ppn]
Dimensions £

Spectrometer = TMM-ECZ600R/53

Field Strength
%_Aeo Duration

14,09636326[T] (600[MHz])
0.63206016[3]

¥ Donain Carbonl3
Fre 150, 91343039 [MHz ]
W 0ffder 100{ppn]
% Points 32766
W Prescans

¥ Resolution

¥ Gweep
#_&ween_Clipped

1
1.44496109[Hz]

47.34848485([kHz]
37.87873788[kHz]

Itr Domgin Proton
Ire Freg 00, 1723046 [ MHz]
Irr0ffser 5[ppm]

Blanking 15.0[us]
Clipped FALSE

cans 7

Total Scans 57

Relaxatim Delay 1[=1

Recvr_Gain 56

Temp_Ter z1[dC]

% 90Vidth 8. 1[uz]
HZAc_Time 0.69208016[5]
WangTe 30[deq]

XA 11[dB]

¥ Pulse u5]

Ifr_itn Dec 25.803[dB]

Irr_Atn Dec_Calc 25.803[dB]
Ire_itn Dec_Default Calc = 25.803[dB]
Irr itn Hoe 25.803[dB

Irr Dec Bandwidth Hz
Irr Dec Banduwidth Ppn
Ire Dec Freq

Irr Dec Merit Factor

1 1
12.05794078 [ ppa]
600, 1723046 [ Bz ]
2.2

Irr Decoupling TRUE
Irr Hoe TRUE
IrrHoise WALTZ
Irr Offset Default S[ppn]
Irr Puidth 76[us]
Irr Puidth Default 76[us]
Irr Puidth Default Calc = 76[us)
Trr_Puidth_Templ 76[us]
Irr furst FALSE
Decination_Rate

Initial Welt 1r=]
Noe_Tine 1f=]
Hoe_Time_Flag FALSE
Belaxatim Delay Calc a[=]
Relaxation Delay_Teup t

Repetitim Time

1[s]
1.69206016[5]
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---- PROCEZZING PARMMETERS ----
sexpi 0.Z[Hz], 0.0[s] ]

trapezoid{ 0[], O[%], 80151, 100(%] )
zerofill{ 1, TEE )

££c4 1, TRUE, TRUE )

machinephass
ppn
base correct( Ikima, 5, 0, FALSE, 3, None, FaLSE 1 [
reference( 7.24552(ppml, 7.260ppal |
thresh{ 0.62565[%]1, 1, ! N
LIF(CB%:: TR-6-065-5 proton-1-1_3df
N,
Ts
trans-8aq

(trans:cis = 96:4)

T
70 6.0

> 1

10.0 9.0 50 4.0 3.0 20
k f\" f\\ ‘

e A A RV ) i p s 5 it fhooe

gl o eyanea e el dlinipi i o o 2 s el

Sl E8IRCSaI N IRILNEREY g SSEE IT3E8

Pl il os A el i b SR R B g s SEELT

X parts per Million : Proton

Filensme TK-5-065-5_proton-1-2. jdf
Buthor delta

Experiment. proton. jxp

Sanpls_Td TR-6-065-5

Solvent CHLOROFORM-T

Actual Starc_Time
Rewision_Ting

Data_Forman 1D REAL
Din_Fize 26214

 Domain Proton
Din_Title Proton
Din Thits [ppm]
Dinensions ®

Spectrometer THM-ECZE00R/53

2.18368952 (=]

X Do roton
X Freq 600. 1723046 [MHz]
X Dffser Slppn:

¥ Points 32768

¥ Prescans 1

¥ Resolution = D.45734585 [Hz]
38 15. 0060024 [kHz]

Swasp
¥ 8weep_Clipped 1200480192 [kHz]

IFr_Domdin Proton
Irr_Freq = 500. 1723046 [MHz]
Trr 0ffset Slprul
Tri_Domain roton

Tri_Freq €00 1723046 [MHz]
Trinffsen Sippul

Blanking 5.0us]

Clipped FALSE

Scans 4

Total_Scans =4

Relaxation Delay 21s]

Recvr_Gain 26

Tenp_Get = EE[dC]

Presac_Time Flag
RelaxsEion Delay Cale
Relaxarion Delay_Temp =
Repetition Tiue

2[s]
418368352 (=]

14.09636328[T] (600 [MHz]}

180, 1g0, 270, %0, 0}




abundance

0 001002003004 005006007 008009 0.1 0.110120130140150.16 0.17 0.180.19 0.2 0.21 022 023 024 0.25 0.26 027 028029 03 031 032

JEOL

---- PROCESSING PARAMETERS -—--
blip_cld( 16, &4,

bl

L d el 1 L " |
T T T T T T T T T T T T T T T T T T T T
2000 1200 1800 1700 1600 1500 1400 1300 1200 1100 1000 0.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0
agihsss, L A | :
ERERRSEIRRIESERERT = ERCR-. = X
FTRLAFRRARSSLARSRLEE b= [t z =

X - parts per Millien : Carbon13

zexp( zZ.0[Hz], 0.0[=] |
£ft{ 1, TRUE, THUE )
machinephase
ppo 'l
N
~OH
Ts
trans-8aq
(trans:cis = 96:4)
Filename TE-£-065-5 carbon-1-3.jdf
auchor dalta
Experiment carbon. Jxp
Sample Id TR-£-065-&
Solwent CHLOROFODM-D

20-JUN-2024 22:20:11
4-JUL-2024 18:42:35

Aerual Stare Time
Rewision Timz

Data Format 1D COMPLEX
Din Size 26214

X Domain Carbonls

Din_Title = Carbonl3

Din_Units lppn]

Dinensions

Zpectrometer THM-ECZE00D/E3
Fisld_Strength 14.09536928(T] (600(MHz])
X_aeg Duration 0.69206016(5]

®Donain Carbonl?

Fre 150. 31342033 [MHz]

W Dffzer 100 [ppu]

X Points

1
1.44496109 [Hz]
47.34848485 [:Hz]

X sweep_Clipped 37.87875788 [kHz]

Irr_Domain Fratan
Irr_Freq 600, 1723046 [MHz]
Trr 0ffsen Slppul

Elanking 150 [us]
Clipped FALSE

Scans =17

Toal Scans 17

Pelazation Dslay 1is]

Decvr_Cain = 56

Tenp_Te EE[4C)

X 90 Uidth 2.1[us]
XAc_Time 0.692060161s]
Xhngle = a0ldey]

X Atn L1[dE]

X _Pulse z.7[us]

I¥r_ktn Dec 25.8031d8]
Trr_kun Dec_Cal 25303 1dB]
Irzr_ktn_Dec_Default Calc = 25.803[dB]
Irr_kun Nae 25.803 4B

7.23684211 [kHz)
12.05754072 (ppm)
600. 1723046 [MHz]

Irr_Dec_Bandwidch_Ppm
Irr_Dec_Frag

Trr Dec Marit_Fastor .2
Trr Decoupling TRUE
Irz floe TRUE
Trr_Hois WALTZ
Trr_Offsen Defauls Slppul
Irz Puidch’ 76 [us]
Irz Fwidth Default 76 [us]
Trr_Puidch Defauls_Cale 76 [us]
Trr_Puidch Templ 76 [us]
Irz Wurst FALSE
Decimation_Rate o
Initial Wait 1=]
oe_° 1ls]
Hoe_Tiue_Flag FALSE
RelSxarion Delay Cale

Relaxation Delay Temp
Repetition Time

1ls]
1.63208016 (5]
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abundance
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w1 & =
a9 2 B
---- PROCESSING PARAMETEES ----
- sexp{ 0.Z[Hzl, 0.0[s] !
| o2 & trapezoidi O[%], 0[%], 80[%], 100(%] )
1 B = zerofill( 1, TEUE
o] = fici 1, TEUE, TRUE )
e machinephase
] =2
Me-N
(o]
=1 Ts
[ | $
] NH
a5
o
9aa
Filenaue TK-6-082-10-2_proton-2-3.3df
Buthor delta
Experiment proton. izp
Sanple Id TR-£-082-10-2
Solvent CHLOROFORM-D
Actual Start Time 25-TUN-2024 22:46:54
Revizian_Tins 25-JU-2024 00:17:10
Data Format 1D COMPLEX
Din Size 26214
H_Douain Froton
Din_Title Proton
Din Units [ppa)
B Dinensions ®
] Spectrometer TH-ECZE00R/E3
keS| Field Strength 14.09636928(T] {600 [MHz]}
5 ¥_keq Duration 2.18365952 (=]
e g ¥ Domain Froton
= W Freg 600. 1723046 [MHz ]
X 0ifset Slppn]
X Foints 32768
ca ] ¥ FPrescans 1
] M Resolurion 0. 45754685 [Hz]
] X Sveep 150080024 [kHz]
i X Sweep_Clipped 12.00480192 (kHz]
3 Ifr_Domain Froton
4 Irr_Freq 600. 1723046 [MHz ]
Trr 0ffsar Sippml
Tri Domain Proton
IriFreq 600. 1723046 (MHz
Tri Difser Slppn]
Blaflking 5.0 [us)
Clipped FALSE
Scans 4
1 Total _Scans 4
o Relaxarion Delay zl=]
2 Recvr Gain 36
Teup_Gert z1.11dc)
- S0 Tidth 5. 8Tus]
= X keq Time 2.18365952 (=]
3 angle ol
M hen
o ¥ Pulss
= IFr_Mode
IriMode
G Dante Loop
! Dante Dresat
= Decination Date
] Initial Wait
B Phaze 270, 180, 180, 270, 90, 0}
Prezar_Time
Presac_Time Flag
Relaxstion Delay_Cale = O[s]
[l Relaxation Delay Temp = Z[s]
=1 Repetition Tiue 4.18388352 (=]
o
=10
f=1]
o] | i
T T T T T T T T T T
10.0 9.0 8.0 70 6.0 5.0 4.0 30 2.0 10
= L e 5 o B0 MM S Fm A T 90 £ 10 fo yp f7 D3 6n x50 B0 = =
= So IR EEERIEESEAT EREET =) =
o AR R R i e bt e R R R - B R = =
L e S S e e R R o o

X parts per Million Proto:
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1.0 20 304050 60 7.0 8.0 9.010.011.012.013.014.015.016.017.018.018.020.021.022.023.024.025.026.027.028.029.030.031.032.033.034.035.036.037.038.0

]

2000 1%00 1800

X parts per Million : Carbon 13

1700

169.283

160.0

150

144.302

0

-
=)
=
=

-
)
-
il
)

1400

NN

-
=N

&
=
=

-
oo
=
=1
&

-
=
=]
=1
&

-
=y

=
o
&

1300

=T
&5
o
&

vl

i
P
&

=)
o
&

o

&
o
&

1200

bl

i
=+
&

=
=
=)
o
&

122443

1100

1000

90.0

80.0

>

77346
77135
76925

700

600

500

40.0

38.501

300

200

21631

100

JEOL

---- PROCESSING PARBMETERS —-——
blip cld{ 16, &4,
sexpl 2.0[Hz], 0.0[=] )

£fe{ 1, TIUE, TRUE )
machinephase
o
Me-N
o
Ts
1
NH
9aa
ilename TE-6-082-10-2_carbon-1-2.3df
Aurhor delta
Experiment carbon. irp
Sample Id TK-6-082-10-2
Solvent CHLOROFORM-D

25-TUN-2024 22:47:40
28-TUN-2024 23:00:21

Aetusl Stare_Time
Rewision_Tiuz

Data Format 1D COMPLEX

Din _Fizs z6214

¥ _DEuain Carbonl3

Din Title = Carbonl3
Din_lhits [prm]

DimEnsions

Spectrometer JNM-ECZE00R/53
Fizld Strength 14.09636328[T] (600 [MHz])
3_keo Duration 069208018 =]

X Doumin Carbonl3

X Freq 1E0. 31343033 [HHz]
W 0ttser 100(ppn]

¥ Points

1
1.44496105 [Hz]

o
.
1
i
4
£
&
et
g
i
I

¥ _Sweep 47.34040485 [kHz]
X Sweep_Clipped 37.67878788 [kHe |
Trr_Domain ronon

Trr_Freq £00. 1723046 [MHz]
Trr_0ffset S[ppul

Blankineg 15 0[us]
Clipped FALSE

Scans 64

Total Scans 64

Relawation Delay 11s]

Recvr_Gain 56

Tenp_ et 21[dc]
X_90_Uidth 8. 1[us]

¥ _heo Time 069208018 [s]

¥ anoTe 30[deg]

X atn 11[dB]

X Pulse 2 7lus]
Trr_den_Dec 25.5031dB]
Trr_Acn_Dec_Cal 25503 [dB]
Trr_Acn Dec Default Calc = 25.803[dB]

723684211 [kHal

12.05754076 [ppu]

£00. 1723046 [MHz]
2

Irr_Dec Merit_Factor 2.
Irr_Decoupling TRIE
Irz_Hoe FALZE
Irr_Hoise TWALTZ
Trr_0ffset Default & [ppu]
Irr_Puidth 76 tus]
Irz_Puidth Default 76 [us]
Trr_Puideh Defaule_Cale = 76[us]
Trr_Puidch Tem 76 [us]
Trr_Warst FALSE
Decimation Rate 0
Initial W 1is]
Hoe_Ti; 1ls]
Noe Tine_Flag FALSE
Relaxation Delay Cale

Relaxation Delay Teup

1r=]
Repetition Time 1.63206016[s]
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00
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---- PROCESSING PARMMETERS —-——
sexpi 0.Z[Hzl, 0.0[s] 1

trapezoid{ 0[%], O[%], 80[%], 100[%] )
zerofilll 1, TEUE

££t{ 1, TRUE, TRUE )

machinephase

rpm
base_correct( Hrima, 5, 0, FALSE, 3, None, FALSE )

-
s
b= —
&
g
T T T
100 2.0 7.0
%%\&n /M ‘ |
- e e “ &
° S e = 5
= S aE e B 8 3
B o DB E RSy 2 %

X parts per Million Pro'?)n

Me-N, o
Bs
v
NH
9ba

Filenaue TE-£-145-1 proton-l1-3.jdf

Author delta

Experiment proton. ixp

Sample Id TR-6-146-1

Solvent CHLOROFORM-D

19-JUN-2024 22:02:42

Actual Stare Tiue 2
20-JUN-2024 08:04:14

Revision_Tine

Data Format 1D REAL
Din Size 26214
H_Douain Froton
Din_Title Proton

Din Units [ppa)
Dinensions ®

Spectrouster TH-ECZE00R/E3

Fisld Strength
X_heq Durstion

14.09636928([T] {600 [MHz]}
£.18365952 5]

¥ Douain Proton
H_Freg €00. 1723046 [2Hz |
X Dffset Slpral
X Points 32768

¥ _Prescans

M Resolurion

X Sveep

X Sweep_Clipped
Ifr_Domain
Irr_Freq

Trr 0ffsar

1
0.45794685 [Hz]
15.0060024 [1Hz]
12.00480192 [kHz]

Proton
£00. 1723046 [MHz]
Slppm]

Tri Domain Proton
Tri Freq €00. 1723046 [2Hz ]
Tri_ifset Slppn]
Blanking 5. 0us]
Clipped FALSE
Scans 4
Total Scans 4
Relawation Delay 21s]
Recvy Gain 26
Teup_Get 2l.914c0]
50T deh 3.9 [us]
X Aoy Time 2.18365952 [s]
¥ angle ol
¥ hen
X Pulse
Trr_Mode
TriMode

270, 180, 180, 270, 20, 0}

Presac_Time Flag
Relaxstion Delay_Cale = O[s]
Relaxation Delay Temp

1 zls]
Repericion Time 4.18365352 [=]
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---- PROCESSING PARRMETERS --—-

blip_cldi 16, &4,
sexpl 2.0[Hz], 0.0[=] )

abundance

200.0 130.0 1200 1700 160.0 150.0 1400 1300 1200 1100 1000 80,0 80.0 T0.0 60.0 50,0 40.0 30.0 20,0 10.0
I e T A |
& S dsncen o S8 cey )
z L EELEEEREEREL REE &

X parts per Million : Carbon 13

fft{ 1, TRUE, TRUE )}
machinéphase
ppm
Me—N
Filenaue = TK-£-148-1 carbon-1-2Z.jdf
Author
Experiment carbon. ixp
Sample Id TE-6-145-1
Solvent = CHLOROFORM-D

Actual Start Time
Rewision_Tiu=

Data_Format

Spectrometer

Field Strength
¥_heq Duration
X Domain

X Freg

K Dffset

X Points

X Prescans

¥ _Resolution

¥ Sweep

X gweep_Clipped
Irz_Domain
Irz_Fre

Total Scans

Relaxation Delay
Gain

X _hcq Time
¥ angle

¥ hen

3 Pulse

Irr_dcn Dec
Irz_Acn Dec_Calc

Irr_icn Dec_Defaulc_Calc
oe

Trr_ien M
Irz Dec_Bandwidth Hz
Irr Dec Bandwidth Prm
Irr_Dec_Freq
Trr_Dec_Merit_Factor
Trr_Decoupling

Irz Hos

Irr Hoize

Trr_0ffser Defaule
Trr_Pwideh

Irz_Pridth Default
Irz_Pridth Default Calc
Trr_Puideh Teupl

Initial Wait

Hos_Tins

HoelTine Flag

RelExation Delay_Cale
Relaxation Delay Temp
Repetition Time

18-JUN-2024 2Z:04:44
13-JUN-2z024 22:13:01

= 1D COMPLEX
26214

Carbonl3
Carbonl3
[ppul

JIMT-ECES00R/S3

= 14.09636328(T]
0.£9208018 (=]
Carbonld
150.91343029 [MHz]
= 100(ppml

1
1.44495109 [Hz]

4734843485 [kHz]
37.87878788 [kHz]

roton
600. 1723046 [MHz ]
& [ppm]

15.0[us]

0.69205015 (=]
30 [dey]
11(aB]
2.7[us]
25.603[dB]
25.603 [4B]
25.203[4B]
258
7.23684211 [kHzl
12.05724078 [ppul
600. 1723046 [HMHz]
2

2.
TRUE

1.51=]
2.13206016 (=]
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0.3

05

288
305
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IJEDLD

1.84
1.83
1.86

092
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---- PROCESSING PARMMETERS —-——
sexpi 0.Z[Hzl, 0.0[s] 1

trapezoid{ 0[%], O[%], 80[%], 100[%] )
zerofilll 1, TEUE

££t{ 1, TRUE, TRUE )

machinephase

rpm
refersnce( 7.24964(ppml, 7.260ppml )
base_correct( Mriwa, 5, 0, FALSE, 3, Nens, FALSE )

abundance

X parts per Million : Proton

9.250
7848
7833
733
v
7.260
T156
7143
7.130
7078
6.924
6.601
6.678
6.632
6.620
6.608
6457
3785
3401
1700

Me—N
o
Mbs
1
NH
9ca
Filenaue RY-1-065-4 proton-l1-3.jdf
Author delta
Experiment proton. ixp
Sample Id Er-1-065-4
Solvent CHLOROFORM-D

19-JUN-2024 22:32:48

Actual Stare Tiue 24 2
20-JUN-2024 07:57:18

Revision_Tine

Data Format 1D REAL
Din Size 26214
H_Douain Froton
Din_Title Proton

Din Units [ppa)
Dinensions ®

Spectrouster TH-ECZE00R/E3

Fisld Strength
X_heq Durstion

14.09636928([T] {600 [MHz]}
£.18365952 5]

¥ Douain Proton
H_Freg €00. 1723046 [2Hz |
X Dffset Slpral
X Points 32768

¥ _Prescans

M Resolurion

X Sveep

X Sweep_Clipped
Ifr_Domain
Irr_Freq

Trr 0ffsar

1
0.45794685 [Hz]
15.0060024 [1Hz]
12.00480192 [kHz]

Proton
£00. 1723046 [MHz]
Slppm]

Tri Domain Proton
Tri Freq €00. 1723046 [2Hz ]
Tri_ifset Slppn]
Blanking 5. 0us]
Clipped FALSE
Scans 4
Total Scans 4
Relawation Delay 21s]
Recvy Gain 26
Teup_Get 28.2[40)
50T deh 3.9 [us]
X Aoy Time 2.18365952 [s]
¥ angle ol
¥ hen
X Pulse
Trr_Mode
TriMode

270, 180, 180, 270, 20, 0}

Presac_Time Flag
Relaxstion Delay_Cale = O[s]
Relaxation Delay Temp

1 zls]
Repericion Time 4.18365352 [=]




0.09 0.1 0.11 012

0.08

o~
=
I3

OPS 0.06

0.04

0.03

0.02

0.01

IJEDLD

---- PROCESSING PARRMETERS --—-

blip cldi 1§, &4,
sexpl 2.0[Hz], 0.0([=] )
£ie( 1, TRUE, TRUE )

abundance

2000 1800 1800 170.0 160.0 1500

i
&
=
=

169336 ——
163.304 ——

X parts per Million : Carbon 13

80.0

1400 130,00 1200

O R e ===
G N5 N T O 03D o
L R R Tl
[ == e ]
07 m e oS en e o o9 o

114.348

A

=)
a
o
i

77371

76.948
55713

500

38516

machinephase
rpn
Me—N,
(o]
Mbs
NH
9ca
Filenaue R¥-1-065-4_carbon-1-2.3jdf
Author delta
Experiment carbon. jxp
Sample Id KY-1-065-4
Solvent CHLOROFORM-D

Actual Start Time
Revizian_Tins

Data Format
Diu Size
¥_Douain
Dim Title
Din Uhits
Dinsrsicns
Spectrouster

Fisld Strength
X_heq Durstion
¥ Douain

H_Freg

X Dffset

X Points

XK Prescans
¥_Resolution

X Sweep

X _Swesp_Clipped
Irr_Domain

Toral Scans

Relaxation Delay
Recvr_tain

Irr_icn Dec

Irr_icn Dec_Calc
Irr_irn_Dec_Default Cals
Irr_ien_Hoe

Irr Dec Bandwidth Hz
Irr_Dec_Bandwidth_Prm
Irr_Dec_Fra

Irr_Dec Merit_Factor
Irr_Decoupling

Trr_0ffser Defaulr
Trr_Puideh

Irr_Pwidch Default
Irr_Puideh Defaule_Cals
Irr_Puideh Teupl

Noe_Time_Flag
RelExation Delay Cale
Relaxarion Delay_Temp
Repetition Tiue

13-JUN-Z024 22:34:50
13-JUN-2024 22:40:13

1D COMPLEX
z6214

Carbonl3

Carbonl?

[pral

b

JMM-ECZE00R/E3
14.09636926[T] {600 [HHz]}
0.52205016([=]

Carbonl3

150. 91343038 [HHz ]
100(ppm]

1
1.44495109 [Hz]
47.34843485 [kHz]
37.87678788 [kHz]
Proton

600. 1723046 [MHz ]
5 [ppm]

15.0[us]

0.69206016([=]
30(deq]
11[dB]
2.7[us]
25.803 [&E]

7.23664211 [kHz]

12.05734078 [ppm]

600.1723046 [MHz]
2

2.
TRUE

-5(=]
2.13206016([s]
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abundance

i 8 8
- o -
N &
1 o ---- PROCESSING PARAMETEES ----
& sexpi 0.Z[Hzl, 0.0[s] 1
1 trapezoid{ 0[%], O[%], 80[%], 100[%] )
= zerofill( 1, TRUE
e fici 1, TEUE, TRUE )
i machinephase
b rpu
™
i @ = by Me—-N
= = = (s]
1 Ms
1
il NH
=
i
9da
q Filenaue TK-6-150-1 proton-1-3.jdf
Buthor delta
b Experinent proton. izp
1 Sanple Id TR-8-1E0-1
Solvent CHLOROFORM-D
il Actual Start Time 24-JUN-2024 Z1:10:58
1 Revizian_Tins 24-TUN-2024 23:02: 56
il Data Format 1D COMPLEX
Din Size 26214
H_Douain Froton
Din_Title Proton
1 Din Units [ppa)
| Dinensions ®
Spectrouster TH-ECZE00R/E3
2 Fi=ld Strength 14.09636928(T] {600 [MHz]}
¥_keq Duration 2.18365952 (=]
i ¥ Domain Froton
1 H_Freg €00. 1723046 [2Hz |
| X 0ifset Slpral
X Foints 32768
b ¥ FPrescans 1
M Resolurion 0. 45754685 [Hz]
X Sveep 150080024 [kHz]
b X Sweep_Clipped 12.00480192 (kHz]
il Ifr_Domain Froton
Irr_Freq €00. 1723046 [2Hz ]
& Trr 0ffsar Sippml
il Tri Domain Proton
IriFreq 600. 1723046 (MHz
1 Tri Difser Slppn]
il Blaflking 5.0 [us)
il Clipped FALSE
Scans 4
1 Total _Scans 4
o Relaxation Delay 2[s)
i Recvr_Gain 3
i Teup_Get 211dc]
S0 Tidth 5.8 us]
1 X keq Time 2.18365952 (=]
B 3 angle ol
i M hen
¥ Pulss
B IFr_Mode
i IriMode
Dante Loop
1 Dante Dresat
i Deciustion Rate
Initial Wait
o Phaze 270, 180, 180, 270, 90, 0}
ol Prezar_Time
= Presac_Time Flag
1 Relaxstion Delay_Cale = O[s]
b Relaxation Delay Tewp = Z[s]
i Repetition Tiue 4.18365952 (=]
- -
T T T T T T T T T T
10.0 9.0 80 70 6.0 5.0 4.0 3.0 2.0 10
o 60 T Dt D[ e D W 60 D O3 o D o 2
& HIERILCSELSEEREAS =X =
I R R R R Rl R = R = =
o5 L L S = Re= V= R o =

X parts per Million : Proton
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abundance

0.05 0.06 0.07 0.08 0.?9 0‘1 0 Ill

0.04

0.03

0z

0.

001
v b e

dEDLo

---- PROCESSING PARAMETERS
blip cld( 16, &4, 1
sexpl 2.0[Hz1, 0 0[s] 3
££0{ 1, TRUE, TRUE )

T T T T T
20000 1900 1800 1700 1600

169.451

I parts per Million : Carbon 13

T
150.0

144260 ——

=

b=

137.395— <

b

X

130.214

T
120.0

T
110.0

T
100.0

S67

e

40422— 5]

machinephase
P
Me-N o
Ms
1
NH
9da

Filename TE-6-180-1_carbon-1-2_3jdf

Author

Experiment carbon. jup

Sample Td = TKE-6-150-1

Solue CHLOROFORM-D

Actual Start_Time
Revision_Tius

Data_Format
Dim_Title =

Spectrometer

Field Strength
¥_heo Duration
¥ Dowain

X Freg

X Dffset

X Points

X Prescans

X _Resolution

¥ Sweep

¥ _Sweep_Clipped
Irz_Domain

Relaxation Delay
n

Irr_Acn Dec Default Calc
Irr_Dec_Bandwidth Hz
Irr Dec Bandwidth Prm
Irr Dec Fre

Irr_Dec Merit Factor
Irr_Decaupling

Irr_Mos

Irr Moise

Irr Dffsec Default
Irr_Puidch

Irr_Pwideh Dafaule
Irr_Puidth Default Calc
Irr_Puidch Templ

24-JUN-2z024 21:11:48
24-JUN-2z024 21:12:1%

1D COMPLEX
26214

Carbonl3
Carbonl3
[prm]

JIMM-ECZE00R/ET

14.09636928T]
069206016 (=]
Carbonl?
150.91343039 [MHz]
100(ppm]

32768

{600 [MHz])

1
1.44495109 [Hz]

47.34848485 [kHz]
37.87878788 [kHz ]

roton
600. 1723046 [MHz]
[ppal

15 0[us]
FALEE

usl
0.£9208018 (=]
30 [deg]
1lras]
2.7[us]
25.203[dB]
25.803 [dB]
25.803[4B]
7.23604211 [kHz]
12.05724078 [ppul
600. 1723046 [HHz ]

2

1.69206016(5]




abundance

19

0.4 05 0.6 07 0.8 0.9 1.0

03

0.2

0.1

0

1.96

L5

0.85
0.86
0.96
095

3.02

3.00

dEDLO

---- PROCESSING PARRMETERS --—-
3

sexpi 0.Z[Hz], D.0[s]

trapezoidi D[%], OI%],

zerofill{ 1, TEUE
fre( 1, TRUE, TRUE )
machinsphass

20031, 100[%] )

pn
reference( 7.24864[ppul, 7.26[ppaml !
H

thresh( 1.32653[%1, 1

LTl : KY-1-050-2 proton-l-1.3df

MeO

X parts per Million : Proton

9.087

40

3370 ——

32817

2.0

2341 —

1626 —

Filenaue
Author
Experiment

Actual Start Time
Rewision_Tiu=

Data_Format

Spectrometer

Field Strength
¥_heq Duration
X Domain

X Freg

K Dffset

X Points

X Prescans

¥ _Resolution

¥ Sweep

X gweep_Clipped
Irz_Domain

Scans
Total Scans

Relaxstion Dalsy
Recvr_Gain

Teup Get
H_S0ideh

Phaze
Presac_Tiue
Prezar_Time Flag
RelaxaFion Delay_Cale
Relaxation Delay Temp
Reperition Tius

= CHLOROFORM-D
20-JUN-2024 22:34:0%
21-JUN-2024 08:06:00

= 1D COMPLEX
26214
Proton
Proton

= [ppm]

JUN-ECZE00R/S3

= 14.09636923([T] (60D [MHz]}
2.183€8352 (5]

roton

£00. 1723046 [2Hz |

= Slppm]

32768

1

0. 45724685 [Hz]

15.0060024 [kHz

12.00420122 kHz]
roton

£00. 1723046 [MHz

Slppm]

Proton

£00. 1723046 [MHz

us]
2.18365352 (<]

{0, 90, 270, 180, 180, 270, 20, O}

2ls]
4.18365352 (=]

S68




(thousandths)

200.0 1800  1B0.0

X parts per Million : Carbon 13

1700

168733 —

160.0

155300 —

150.0

144413 =
14397377

140.0

137481 —

130.0

130,175

1200

110.0

80.0

77371

N

76.940

55201

500

40.0

38526

300

200

21636

10.0

dEDLO

---- PROCESSING PARRMETERS --—-

blip_cldi 16, &4,
sexpl 2.0[Hz], 0.0[=] )
££6( 1, TEUE, TRUE )

machinephase
ppm
Me-N
(o]
Ts
1
NH
MeO
9ea
Filenaue = EY-1-080-Z_carbon-1-2.jdf
Author delta
Experiment carbon. 3zp
Sample Id KY-1-050-2
Solvent = CHLOROFORM-D

Actual Start Time
Rewision_Tiu=

Data_Format

Spectrometer

Field Strength
¥_heq Duration
X Domain

X Freg

K Dffset

X Points

X Prescans

¥ _Resolution

¥ Sweep

X gweep_Clipped
Irz_Domain
Irz_Fre

Total Scans

Relaxation Delay
Gain

¥ keq Time
3 angle

Hhen

3 Pulss

Irr_ken Dec

Irr_icn Dec_Calc

Irr_icn Dec_Default_Calc
Irr_irn_Mas

Irr Dec Bandwidth Hz

Irr Dec Bandwidth Prm
Irr_Dec_Frag
Irr_Dec_Merit_Factor

Irr Decsupling

Irr Mos

Irr_Moise
Irr_0ffser_Dafaule

Trr Puideh

Irr_Pwidch Default
Irr_Pwidch Default_Calc
Irr_Puideh Templ

Initial Wait

Hos_Tins

Hoe Tine Flag

RelExation Delay_Cale
Relaxation Delay Temp
Repetition Time

20-TUN-2024 22:35:52
= 1D COMPLEX

26214
Carbonl3

Carbonl3
[ppul

JIMT-ECES00R/S3

= 14.09636328[T] (600 [MHz1}
0.£9208018 (=]

Carbonld

150.91343029 [MHz]

= 100(ppml

1
1.44495109 [Hz]

4734843485 [kHz]
37.87878788 [kHz]

roton
600. 1723046 [MHz ]
& [ppm]

15.0[us]

0.69205015 (=]

30 [dey]

11(aB]

2.7[us]

25.603[dB]

25.603 [4B]

25.203[4B]

25.803[B]

7.23684211 [kHzl

12.05724078 [ppul

600. 1723046 [HMHz]
2

2.
TRUE

1lts]
1.83206016 (=]
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abundance

o g =
—] -
] = =
] o o
] ~--- PROCESSING PARRMETERS —-—-
1 sexpi 0.Z[Hzl, 0.0[s] 1
1 (v & o trapezoidi O[#], 0[%], 80[%], 100(+] )
o o ez zerofilli 1, TRUE
] = £ic( 1, TEUE, TRUE ]
7 machinephase
= rru
=3 basze_correct({ Xkima, 5, O, FALSE, 3, None, FALSE )
] & o 8
i S = Z Me-N
] o
1 Ts
1 (]
it NH
] Ci
1 9fa
ca ] Filenaue
& | Author
3 Experiment
1 Sanple_Id
1 Solvent = CHLOROFORM-D
1 Actual Start_Time 23-JUN-2024 13:2§:00
] Revision_Tims 24-JUN-2024 08:06:03
b Data Format = 1D REAL
& Din Fize 26214
] X _Domain Protan
] Din_Title Proton
1 Din lhits = Ippm]
1 Dinension:
1 Spectrometer THI-ECZE00R/ 53
e Field Strength = 14.09636928(T] (600 [MHz]}
ety ¥_koo Duration 2.18388952 (<]
1 X Domain roton
1 HFrey 600. 1723046 (MHz 1
] X 0ffset = Slppm]
] X Points 32788
b X Frescans 1
1 ¥ Resolurion 0. 45734685 [Hz]
] X _Sueep 15. 0060024 [iHz ]
v ] X #weep_Clipped 12.00420192 (kHz ]
=7 Irr_Domain roton
1 Irr_Fre 600. 1723046 (MHz 1
1 Irr_Dffsec Sippnl
] Tri Domain Proton
] Tri Fre 600. 1723046 (MHz 1
1 Iri Drfsen Sippm.
b Blanking 5.0 us)
= 7 Clipped FALSE
=35 Scans 4
] Total Scans 4
Relaxstion Dalsy zls]
i Recvr_Gain 36
] Teup Get z1.3(ac)
il H_S0ideh 5.5 us]
o ] X hoy Time 2.18368952 (<]
=7 X dngle 45 [deg]
il 3 atn 8.1[a8)
3 M Fulse 4.95 [us]
7 Fr_Mods off
1 Tri Mode 0££
1 Dante Loop 200
il Dante_Presat FALSE
ca ] Deciuation Rate 0
24 Initial Wait lr=]
1 Phaze {0, 90, 270, 180, 180, 270, 90, 0}
] Presac_Tiue 21=]
] Prezar_Time Flag FLLZE
i Relaxafion Delay_Cale = O[s]
1 Relaxation Delay Temp = Z[s)
] Repetition Time 4.18385352 (=]
U
T T T T T T T T T T T
10.0 9.0 80 7.0 6.0 5.0 4.0 30 20 10 0
o R R e R R ) 1 o o
& e R R R e Ea K= R- ] & = =
= EEERRaSS IS8T A = bl e
. = L e e =] o o —
X parts per Million : Proton
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(thousandths)

bk

u

AR

IJEDLD

---- PROCESSING PARRMETERS --—-
blip cldi 1§, &4,
sexpl 2.0[Hz], 0.0([=] )

ot

2000 1800 1800

X parts per Million : Carbon 13

170.0

167.881

160.0

1500

144337

b
&=
o
=

5]
=)
=
o~
=

140.0

&a
i
o

=
=
=

129936

in
o
=

b
od
il

s
=
=

A
o~
&

1200

&
=t
bl

T
il
"
Il

123.827

110.0

100.0

0.0

80.0

>

77371

=)
a
o
i

h

76.949

500

40.0

38545

30.0

130.0

EeEd s

20.0 100

2684 —

ffc{ 1, TRUE, TRUE )
machinephase
rpn
Me-N
o]
Ts
L
NH
Cl
9fa
Filenaue R¥-1-053-5_carbon-1-2.3jdf
Author delta
Experiment carbon. jxp
Sample Id KY-1-053-5
Solvent CHLOROFORM-D
Actual Start Tiwe 23-JUN-20Z4 13:27:02

Bt UN-2024
Revision_Tius 23-JUN-2024 13:34:26

Data Format 1D COMPLEX
Din Size 26214

H_Douain Carbonli

Din_Title Carbonl?

Din Units [ppu]

Dinensions b

Spectrouster JNM-ECZE00R/S53

Fi=ld Strength 14.09636928[T] {600 [MHz1)
¥_keq Duration 0.69205015 (=]

¥ Domain Carbonl3

W Freg 150.91343032 [MHz]

X 0ifset 100(ppul

X Foints

¥ _Prescan:

= 1
¥_Resolution 1.44495109 [Hz]

X Sweep 47.34242486 [kHz]
X _Swesp_Clipped 37.67878788 [kHz]
Irr_Domain Provon

Irz_Fre £00. 1723046 [MHz]
Trr_ffsar Slppul
Blanking 15.0[us]
Clipped FAL

Scans 256

Toral Scans 286

Relaxation Delay 1rs]
Recvr_Gain 56

Tenp_Get 21rdc]

H_90 i deh 8. 1lus]

¥ Acq Tiue 0.69206016 (=]
¥_hngle 30 [dey]

X aen 11[dB]

¥ Pulse 2. 7lus]

Irr_Acn Dac 25.803[4B]
Irz_jcn Dec_Calc 25.803 [4B]
Trr_Aien_Dec_Default Cale = 25 §03[dB]
Trr_Aen_Hoe 25503 [dB]

Irr_Dec Bandwidth Hz
Irr_Dec_Bandwidth_Prm
Irr_Dec_Fra

7.23664211 [kHz]

12.05734078 [ppm]

600.1723046 [MHz]
2

Trr_Dec_Merin_Factor z_
Irr_Decoupling TRUE
Irr_Moe TRUE
IrrTHoiz WELTZ
Irr 0ffser Defaule & [ppu]
Trr_Puideh 76 us]
Irz_Pridch Defaulc 76 lus]
Irr_Pwideh Defaule_Cale = 76 [us]
Irr_Puideh Teupl 76 [us]

Trr_arst = FALZE

DecTmation Rate 0
Tnitial Wair 1rs]
oe_Tine 1rs]
Noe Time_Flag FALZE
RelExation Delay Cale

Relaxarion Delay Temp
Reperition Time

1is=]
1.83206016 (5]
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abundance

=1
= =
&= = D
N o
]
o =
et 5o = S ---- PROCESSING PARBMETERS —--—
i — = o sexpi 0.Z[Hzl, 0.0[s] 1
] trapezoidi O[#], 0[%], 80[%], 100(+] )
] zerofilli 1, TRUE
e £ic( 1, TEUE, TRUE ]
SRR machinephase
| rpn
el = S g
e8] o3 =
| = Me—=N
g5 o]
] Ts
] i
ol NH
-3 Br
p 9ga
- Filenaue = Rv-1-044-§ proton-1-2.3df
-] Author delta
] Experiment
] Sanple_Id
o Solvent = CHLOROFORM-D
=7 Actual Start_Time 23-JUN-2024 12:47:06
] Revision_Tims 24-JUN-2024 08:1%:07
1] Data Format = 1D COMPLEX
ml Din Fize 26214
b X _Domain Protan
1 Din_Title Proton
= Din Uhits = [ppm]
— Dinension:
1 Spectrometer THI-ECZE00R/ 53
o Field Strength = 14.09636928(T] (600 [MHz]}
1 ¥_koo Duration 2.18388952 (<]
1 X Domain roton
el HFrey 600. 1723046 (MHz 1
b X 0ffset = Slppm]
X Points 32788
X Frescans 1
¥ Resolurion 0. 45734685 [Hz]
X _Sueep 15. 0060024 [iHz ]
X #weep_Clipped 12.00420192 (kHz ]
Irr_Domain roton
Irr_Fre 600. 1723046 (MHz 1
Irr_Dffsec Sippnl
i Tri_Domain Proton
= Tri Fre 600. 1723046 (MHz 1
1 Iri Drfsen Sippm.
= Blanking 5.0 us)
] Clipped FALSE
1 Scans 4
| Total Scans 4
=
] Relaxstion Dalsy 2[=)
1 Recvr_Gain 36
[saien Teup Get zz.1rdc)
=] H_S0ideh 5.5 us]
] X hoy Time 2.18368952 (<]
1 X dngle 45 [deg]
e 3 atn 6.1[a8]
= M Fulse 4.95 [us]
Fr_Mods off
Tri Mode 0££
Dante Loop 200
Dante Prasat FALSE
1 Deciuation Rate 0
il Initial Wait 1ls]
= Phaze {0, 90, 270, 180, 180, 270, 90, 0}
= Presac_Tiume 2[=]
1 Prezar_Time Flag FLLZE
o ] Relaxafion Delay_Cale = O[s]
= Relaxation Delay Temp = Z[s)
1 Repetition Time 4.18385352 (=]
aied
=7
=]
- A J S
T T T T T T T T T T
10.0 9.0 8.0 70 6.0 50 4.0 30 20 1.0
) COYSOCS SO NS g — D o o o o
=) SEIfoEo T T wiAm Do = ) i
& e R R s K R B B R R g g = = g
o L e e e e S R o o —

X parts per Million : Proton

S72




(thousandths)

|

dEDLO

---- PROCESSING PARRMETERS --—-

blip cld( 16, &4,
sexpi 2.0[Hz], 0.0[s] 3
££0{ 1, TRUE, TRUE )
machinéphase

2223

Br
9ga

Filenaue
Author
Experiment

Actual Start Time
Rewision_Tiu=

Data_Format

Spectrometer

Field Strength
¥_heq Duration
X Domain

X Freg

K Dffset

X Points

X Prescans

¥ _Resolution

¥ Sweep

X gweep_Clipped
Irz_Domain
Irz_Fre

Total Scans

Relaxation Delay
Gain

¥ keq Time
3 angle

Hhen

3 Pulss

Irr_ken Dec

Irr_icn Dec_Calc

Irr_icn Dec_Default_Calc
Irr_irn_Mas

Irr Dec Bandwidth Hz

Irr Dec Bandwidth Prm
Irr_Dec_Frag
Irr_Dec_Merit_Factor

Irr Decsupling

Irr Mos

Irr_Moise
Irr_0ffser_Dafaule

Trr Puideh

Irr_Pwidch Default
Irr_Pwidch Default_Calc
Irr_Puideh Templ

Initial Wait

Hos_Tins

HoelTine Flag

RelExation Delay_Cale
Relaxation Delay Temp

Repetition Time

170.0

2000 1500 1800

X parts per Million : Carbon 13

167747

160.0

1500

/!

144,346
143762

1400

7/

o
X
&
o
=

©
=+
&
Pl
=

w
&
=
o
=

130.0

=
=
=
=
&

12000 10,0 100.0 80.0 80.0
e A
ZEREETT 23
CEEEEEE ERE

70.0

60.0

500 40.0 200 10.0
= -
a b=

EY-1-044-§_carbon-1-2. jdf
delta

carbon. jzp

EY-1-044-

= CHLOROFORM-D

23-TUN-2024 13:28:53
= 1D COMPLEX

26214
Carbonl3

Carbonl3
[ppul

JIMT-ECES00R/S3

= 14.09636328(T]
0.£9208018 (=]
Carbonld
150.91343029 [MHz]
= 100(ppml

(600 [MHz1}

1

1.44495109 [Hz]
4734843485 [kHz]
37.87878788 [kHz]

roton
600. 1723046 [MHz ]
& [ppm]

15.0[us]

0.69205015 (=]
30 [dey]
11(aB]
2.7[us]
25.603[dB]
25.603 [4B]
25.203[4B]
258
7.23684211 [kHzl
12.05724078 [ppul
600. 1723046 [HMHz]
2

2.
TRUE

1lts]
1.83206016 (=]
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abundance

B

1.50
230
150

0.74

240

0.74

300

IJEDLD

---- PROCESSING PARRMETERS --—-
sexpi 0.Z[Hz], 0.00[s] )
trapezeidi 0[%], O[%], 80[%], 100[%] )
zerofillf 1, TEUE
£ic( 1, THJE, TRUE )

ase

ppn

thresh{ 0.89666[%1, 1,

base correct( Akima, 5, 0, FALSE, 3, None, FALSE )
refe¥encal 7.24787[ppul, 7.28[ppml ]

X parts per Million : Proton

9.0

80 70 6.0 5.0
AN
S e e e
e Hat e D e
Qe MO NS 500 508 -
EECORNIINNERERE2EREE

4.0

35—

3.0

283

20

2388
2382

1673 —~—

16257

-N

W@ KY-1-024-5 pravon-1-1.3a¢ Me

Cl Ts

I
NH
Sha

Filenaue RY-1-0z4-5 proton-l1-3.jdf
Author delta
Experinent proton. ixp
Sample Id RKy-1-024-5
Solvent CHLOROFORM-D

24-JUN-2024 Z1:59:08

Actual Stare Tiue 24
3-JUL-2024 11:07:46

Revision_Tine

Data Format 1D REAL
Din Size 26214
H_Douain Froton
Din_Title Proton

Din Units [ppa)
Dinensions ®

Spectrouster TH-ECZE00R/E3

Fisld Strength
X_heq Durstion

14.09636928([T] {600 [MHz]}
£.18365952 5]

¥ Douain Proton
H_Freg €00. 1723046 [2Hz |
X Dffset Slpral
X Points 32768

¥ _Prescans

M Resolurion

X Sveep

X Sweep_Clipped
Ifr_Domain
Irr_Freq

Trr 0ffsar

1
0.45794685 [Hz]
15.0060024 [1Hz]
12.00480192 [kHz]

Proton
£00. 1723046 [MHz]
Slppm]

Tri Domain Proton
Tri Freq €00. 1723046 [2Hz ]
Tri_ifset Slppn]
Blanking 5. 0us]
Clipped FALSE
Scans 4
Total Scans 4
Relawation Delay 21s]
Recvy Gain 46
Teup_Get 2l.9140]
50T deh 3.9 [us]
X Aoy Time 2.18365952 [s]
¥ angle ol
¥ hen
X Pulse
Trr_Mode
TriMode

270, 180, 180, 270, 20, 0}

Presac_Time Flag
Relaxstion Delay_Cale = O[s]
Relaxation Delay Temp

1 zls]
Repericion Time 4.18365352 [=]
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(thousandths)

1.0 20 30 40 50 60 7.0 20 %0 100 11.0 120 13.0 14.0 15.0 16.0 17.0 180 19.0 20.0 21.0 22.0 23.0 24.0 25.0 26.0 27.0 28.0 29.0 30.0

0

2000 1900 1800

X parts per Million : Carbon 13

170.0

A

166.387
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1500 1400 1300 12000 1100 1000 a0.0

i\

£
=
=
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-

144.566

[ 010100 8D o Dh O 00D o B0 e
= e e R R e i R R )
R R T B e R R B
CocooSoommmrog oWy
R G e 09 03 64 69 0F 0F o9 09 0s

116.895

o oo
= =T &
= =22
o= Soo
= Ikl

80.0

77371

\

76.945

0.0

=

0

38805 ——

374¥

21713
21684

dEDLO

---- PROCESSING PARMIETERS —-——
blip cld( 16, &4,

sexpi 2.0[Hz], 0.0[s] 3

££0{ 1, TRUE, TRUE )

I=3

machinsphase
ppm
Me-N
o]
[o4] Ts
L
NH
9ha
Filenaue = EY¥-1-024-f_carbon-1-2.jdf
Author delta
Experiment carbon. jxp
Sample Id KY-1-024-5
Solvent = CHLOROFORM-D

Actual Start Time
Rewision_Tiu=

3-JUL-2024 10:29:26

Data Format = 1D COMPLEX

Din Fize 26214

X _Domain Carbonl?

Din_Title Carbonl3

Dim Uhits = Ippm)

Dinension:

Spectrometer JNM-ECZE00R/S3

Field Strength = 14.09636328[T] (600 [MHz1}

¥_heq Duration 0.£9208018 (=]

X Domain Carbonld

X Freg 150.91343029 [MHz]
K Dffset = 100(ppml

X Points

¥_Prescans

¥ Resolurion

X _Sueep

X #weep_Clipped
n

1
1.44495109 [Hz]

4734843485 [kHz]
37.87878788 [kHz]

Irz_Domai roton
Irz_Fre £00. 1723046 [MHz ]
Irz_0ifset S lepnl
Blanking 15.0[us]
Clipped FAL

Scans 128

Toral Scans 128
Relaxation Delay 1rs]
Recvr_Gain 56

Teup_Get 21rdc]

X_90 Wi deh 8. 1[us]

X _hcq Time 0.69205015 (=]
¥ angle 30 [dey]

¥ hen 11(aB]

3 Pulse 2.7[us]
Irr_dcn Dec 25.603[dB]
Irz_Acn Dec_Calc 25.603 [4B]

Trr_Dec_Bani ]
Irr Dec Bandwidth Prm
Irr Dec Frag

Irr_jcn_Dec_Default Calc = 25.803[dB]

i deh_HZ 723684211 [kHz]
12.05724078 [ppul
£00. 1723046 [HHz ]

Irr_Dec_Merit_Factor z.z
Irr_Decoupling TRUE
Irr Moe FALSE
Irr Moise URLTZ
Irr_Offsec Default & [rpa]
Irr_Puideh 76 sl
Irr_Pwideh Defaule 76 [us]
Irr_Pwidch Default Calc = 76 [us]
Irr_Pwidch Templ 76 [us]
IrrJifarse FALS
Decuarion Rate 0
Inivial Walt 11s]
Hoe_Tine 1rs]
Hoe Tins_Flag FALZE
RelExarisn Delay_Cals

Relaxation Delay Temp

O 11s]
Repetition Time 1.65206016 151
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0 010203040506070805%1.01112131415161718192021222324252627 282530313233 343573637383940

abundance

] =)
o - =
& = -
=] o
= ca tw: B ) ~--- PROCESSING PAPAMETERS ----
= - s sexpi 0.Z[Hzl, 0.0[s] 1
trapezoidi O[#], 0[%], 80[%], 100(+] )
zerofill( 1, TEUE
£ic( 1, TEUE, TRUE ]
machinephase
] rru
-
= s
= ) Me-N o
=
Ts
NH
Cl
Yia
Filenaue = Rv-1-047-§ proton-1-2.3df
Author delta
3 Experiment proton. azp
Sanple_Id EY-1-047-
Solvent = CHLOROFORM-D
Actual Start_Time 23-JUN-2024 13:10:23
Revision_Tims 3-JUL-2024 11:14:51
E Data Format = 1D COMPLEX
Din Fize 26214
X _Domain Protan
Din_Title Proton
= Din lhits = [ppm)
Dinension:
Spectrometer THI-ECZE00R/ 53
Field Strength = 14.09636928(T] (600 [MHz]}
¥_koo Duration 2.18388952 (<]
X Domain roton
HFrey 600. 1723046 (MHz 1
X 0ffset = Eippm)
X Points 32788
X Frescans 1
¥ Resolurion 0. 45734685 [Hz]
X _Sueep 15. 0060024 [iHz ]
X #weep_Clipped 12.00420192 (kHz ]
Irr_Domain roton
Irr_Fre 600. 1723046 (MHz 1
Irr_Dffsec Slppn]
Tri Domain Proton
Tri Fre 600. 1723046 (MHz 1
Iri Drfsen Sippm.
Blanking 5.0 us)
E Clipped FALSE
Scans 4
Total Scans 4
Relaxstion Dalsy 2[5]
Recvr_Gain 46
Teup Get zl.41dc)
E H_S0ideh 5.8 [us]
X hoy Time 2.18368952 (<]
X dngle 45 [deg]
3 atn 8.1[a8)
M Fulse 4.95 [us]
Fr_Mods off
E Tri Mode 0££
Dante Loop 200
Dante Prasat FALSE
Deciuation Rate 0
Initial Wait i)
Phaze {0, 90, 270, 180, 180, 270, 90, 0}
Presac_Tiue HE)
Prezar_Time Flag FLLZE
Relaxafion Delay_Cale = O[s]
Relaxation Delay Temp = Z[s)
Repetition Time 4.18385352 (=]
: = s ki
T T T T T T T T T T
10.0 9.0 8.0 7.0 6.0 50 4.0 30 20 1.0 0
o 0D D -t DD D 018D = - ]
15 R R e R = o S = & &
= HRETERART SRS SRARAGA = & 3
. o el S S SR S S s R v 3 o o p
X parts per Million : Proton
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(thousandths)
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X parts per Million : Carbon 13
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200

21.703

10.0

JEOL

---- PROCESSING PARRMETERS --—-

blip_cldi 16, &4,
sexpl 2.0[Hz], 0.0[=] )

fft{ 1, TRUE, TRUE )}
machinsphase
ppm
Me-N
o]
Ts
NH
cl
gia

Filenaue = EY¥-1-047-£_carbon-1-2.jdf
Author delta
Experiment carbon. 3xp
Sample Id KY-1-047-5
Solvent = CHLOROFORM-D

Actual Start Time
Rewision_Tiu=

Data_Format

Spectrometer

Field Strength
¥_heq Duration
X Domain

X Freg

K Dffset

X Points

X Prescans

¥ _Resolution

¥ Sweep

X gweep_Clipped
Irz_Domain
Irz_Fre

Total Scans

Relaxation Delay
Gain

X _hcq Time
¥ angle

¥ hen

3 Pulse

Irr_dcn Dec

Irz_Acn Dec_Calc

Irr_Acn Dec_Default Calc
Trr_ien_Mos

Irz Dec_Bandwidth Hz

Irr Dec Bandwidth Prm
Irr_Dec_Freq
Trr_Dec_Merit_Factor
Trr_Decoupling

Irr_Pwidch Default
Irr_Pwidch Default_Calc
Irr_Puideh Templ

Initial Wait

Hos_Tins

HoelTine Flag

RelExation Delay_Cale
Relaxation Delay_ Temp
Repetition Time

23-TUN-2z024 13:31:28
= 1D COMPLEX

26214
Carbonl3

Carbonl3
[ppul

JIMT-ECES00R/S3

= 14.09636328(T]
0.£9208018 (=]
Carbonld
150.91343029 [MHz]
= 100(ppml

1

1.44495109 [Hz]
4734843485 [kHz]
37.87878788 [kHz]

roton
600. 1723046 [MHz ]
& [ppm]

15.0[us]

0.69205015 (=]
30 [dey]
11(aB]
2.7[us]
25.603[dB]
25.603 [4B]
25.203[4B]
258
7.23684211 [kHzl
12.05724078 [ppul
600. 1723046 [HMHz]
2

2.
TRUE

1lts]
1.83206016 (=]

(600 [MHz1}
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abundance

4.61

243

1.90

299

IJEDLD

---- PROCESSING PARRMETERS --——
sexpi 0.Z[Hz], 0.0([=] )

trapezeidi D[], 0[%], 80[%], 100[%] )
zerofilli 1, TEUE

£ic( 1, THJE, TRUE )

X parts per Million : Proton

T
80 10 6.0 50

e N

7375
7761
7431
7343
7329
7316
7.260
7248
7.232
7.220
7208
7197
T.144
7133
7.107
7094
6963
6.951

3504 ——
33T
2306
ldld ——

machinephase
rpm
Me-N
(o]
Ts
1
NH
9ja
Filenane TE-6-151-2-1 proton-1-3.3jdf
Author delta
Experiment Proton. jxp
Sample Id TR-6-151-2-1
Solvent CHLOROFORM-D

26-TUN-2024 Z2:44:36

Actual Stare Tiue 2
27-JUN-2024 08:02:01

Revision_Tiuz

Data Format 1D COMPLEX
Din Size 26214
H_Douain Froton

Din Title Proton

Din Units [ppn]
Dinensions b

Spectrometar TH-ECZE00R/E3

Fisld Strength
¥_heq Durstion

14.09636928([T] {600 [HHz ]}
2.91110912(s]

¥ Douain Proton
H_Freg €00, 1723046 [2Hz |
X Dffset Slppul
X Points 32768

¥ Prescans

M Resolurion

X Ewesp

X Swesp_Clipped
Ifr Domain
Irr_Treq

Trr Dffzar

1
0.34351189 [Hz]

11.2561809 [kHz]
9. 00495272 [kHz]

Proton
500. 1723046 [MHz]
Slppm]

Tri Domain Proton
Tri Freq €00. 1723046 2Hz |
Tri_ifset Slppn)
Blafking 5.0 [us]
Clipped FALSE
Scans 4
Toral Scans 4
Relawanion Delay 2ls]
Recvr_Gain 46
Teup Get 20.9040]
50T deh 3.9 [us]
H Ao Time 2.91110912[s]
¥ angle ol
¥_hen
¥ Pulse
Trr_Mode
Tritode

270, 180, 180, 270, 20, O}

Presac_Time Flag
Relaxafion Delay_Cale = O[s]
Relaxarion Delay Temp

Il zls)
Repericion Time 4.91110812[=]




abundance

0.03 UP4 0.05 0.06 0?7 0.03 0.0% 0‘1 011 0.1z 0‘13

0.02

0.01

hmMmummmwmmmmmwnJ

dEDLO

---- PROCESSING PARRMETERS —-—-

blip_cldi 16, &4,
sexpl 2.0[Hz], 0.0[=] )

Trameabld e WoameheATH  aiahen b L= Y
R S e S A A e A LA L X L a0 S T s a2 B et
200.0 1500 120.0 170.0 160.0 1500 1400 130.0 12000 1100 100.0 80.0 80.0 70.0 60.0 50,0 40.0 30,0 200 10.0
&= eRERLRCR2NEER =85 o =
g ERBEEGELEREET FB3 = 2
E ELEEEEEEERIEE EER # =

X parts per Million : Carbon 13

fft{ 1, TRMUE, TRUE )}

nmachinephase

ppm

Me—N o
Ts
NH
9ja

Filenaue = TK-§-1E1-2-Z_ carbon-1-%.3jdf

Author

Experiment carbon. Ixp

Sample Id TE-6-151-2-2

Solvent = CHLOROFORM-D

Actual Start Time
Rewision Tius

Data_Format

Spectrometer

Field Strength
¥ koo Duration
X Domsin

K Freg

X Dffset

X Points

X Prescans

¥ _Resolucion

¥ Zweep

X gweep Clipped
Irz_Domain

Irz Fre

Total Scans

Relaxation Delay
Gain

¥ keq Time
3 angle
Hden
¥ ulss
Irr_ken Dec
Irr_icn Dec_Calc
Irr_icn_Dec Default Calc
Irr_Dec_Bandwidch Hz
Irr Dec Bandwidth Prm
Irr Dec Frag
Irr_Dec_Merit_Factor
Irr_Decaupling
Irr Moe
Irr Moise
Irr_Offsec Default

B

Irz Pridch Default Calc

Irz_Pridch Teupl
rr_lharse

DecTuarion Rane

Initial_Walt

No=_Tinz

Hoe_Tine_Flag

RelExarion Delay Cals

Relaxation Delay Temp

Reperition Tims

26-JUN-2024 2Z:40:37
27-TUN-2024 08:05:02

= 1D COMPLEX
26214

Carbonl3
Carbonl3
[ppul

JIMT-ECEE00R/E3

= 14.09636328(T]
0.£9208018 (=]
Carbonld
150.91343029 [MHz]
= 100(ppm]

(600 [MHz1}

I
1.44495109 [Hz]

4734848485 [kHz ]
37.87872788 [kHz]

roton
£00. 1723046 [HMHz]
& [ppm]

15.0[us]

0.69205015 (=]
30[deg]

11(aB]

2.7[us]
25.603[dB]
25.603 [4B]
25.203 (48]
7.23684211 [kHz]
12.05724078 [ppul
€00, 1723046 [MHz ]

11s]
1.83206016 (=]
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abundance

235
28
292
3.00

dEDLO

24
209

---- PROCESSING PARRMETERS —-——
sexpi D.Z[Hz], D.0[s] )

trapezeidi D[], 0[%], 80[%], 100[%] )
zerofilli 1, TEUE

£ie( 1, TRUE, TRUE )

21 22
P IR R A
0.33
e
090 173
1.00

machinephase
rru
Me-N &
Ts
]
=
1 p NH
o ] N
o0 9ka
3 Filename = TK-£-149-3 proton-1-%. jdf
s Author delta
=y Experinent proton. 3xp
] Sanple_Id TR-5-143-3
&3 Solvent = CHLOROFORM-D
= Actual Start Time 26-JUN-2024 21:2%:19
1 Revizion Tims 26-TUN-2024 08:5%: 53
Data Formst = 1D COMPLEX
Din Fize 26214
] X _Domain Froton
] Din Title Proton
Din Thits = [ppm]
Dinension:
Spectrometer THI-ECZE00R/53
Field Strength = 14.09536928(T] (600 [MHz]}

¥ koo Duration
X Domsin roton
K Freg £00. 1723046 [2Hz |
X Dffset = Slppm]

X Points 32768

X Prescans 1

¥ _Resolucion

¥ Zweep

X gweep Clipped
Irz_Domain

2.18368352 (<]

12

0.45794685 [Hz]
150080024 6z ]
1z.00480192 [kHz]

roton
600. 1723046 [Hz ]
Slppm]

Tri Domain Proton
Tri Fre €00. 1723046 2Hz
Tri Dffset Slppm.
Elafking 5.0 us]
Clipped FALSE
Scans 4
ca Toral Scans 4
=7
] Relaxsrion Dalay zl=]
1 Recvr_Gain 36
[seiéal Teup Get 2L.1rac]
=7 X¥_90 Wideh 3.9 [us]
1 X hoy Time 2.1836E952 (5]
1 X dngle 45 [deg]
o Hoarn 8.1[dB]
=] M Fulse 4.95[us]
Trr_Mods £t
- Tri Mode 0££
& Dante Loop 200
== Dante Prasat FALSE
b Deciuation Pate ]
gl Initial Wait 1r=]
2 Phaze {0, 50, 270, 180, 180, 270, 90, 0}
1 Presac_Tiue 21=]
] Prezar_Time Flag FLLZE
e q RelaxaFion Delay_Cale = O[s]
5 Relaxation Delay Teup = Z[s)
] Reperition Tius 4.16365352 [5]
sl
=7

T
10.0 9.0 8.0 7.0 6.0 50 4.0 30 20 1.0 0
o Moo Mmoo o, g oo = =
b 538 LH8S3S2ELEERL 3 &
L R L e e = o o

X parts per Million Pc;\oton

S80




(thousandths)
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X parts per Million : Carbon 13
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IJEDLD

---- PROCESSING PARRMETERS --——
blip cldi L&, &4,
sexpi £.0[Hz], 0.0[=] )

ffc( 1, TRUE, TRUE )
machinephase
rpom
Me—N
(o]
Ts
=N _NH
N l/
9ka
Filenane TE-6-14%-3_carbon-1-2.3jdf
Author delta
Experiment carbon. jxp
Sample Id TR-6-149-3
Solvent CHLOROFORM-D
Actual Start Tiwe 25-JUN-Z0Z4 Z1:30:1:

i UN-2024 2
Reviszion_Tius 25-JUN-2024 21:36:27

Data Format 1D COMFLEX
Din Size z6214

H_Douain Carbonll

Din Title Carbonl?

Din Units [ppu)

Dinensions b

Specrrouster JNI-ECZE00R/S3

Fi=ld Strength 14.09636928[T] {600 [MHz])
¥_kcq Duration 0.69205015 (=]

3 Domdin Carbonli

HFreg 150.91343032 [MHz]

X 0ffset 100(ppul

X Foints

¥ _Prescan:

3 I
¥_Resolution 1.44495105 [Hz]

X Ewesp 47.24242486 [kHz]
X Swesp_Clipped 37.67878788 [kHz]
Irr Domain Provon

Irr_Fre £00. 1723046 [MHz]
Trr_Offsar S lppul

Blanking 15.0[us]
Clipped FAL

Scans 256

Toral Seans 286

Relaxation Delay 1rs]

Recvy_Gain 56

Tenp_Tet 21.314C]

¥_80_ Wi deh 8. 1lus]

3 Aoy Time 0.69206016 (=]
¥_hnale 30 [dey]

¥ aen 11[aB]

¥ Pulse 2 7lus]

Irr_Acn Dac £5.803[4B]
Irz_dcn Dec_Calc 25.803[4B]
Trr_ien_Dec_Default Cale = 25 803[d8

Trr_Dec_Bandwideh Hz
Irr Dec Bandwidth Prm
Irr_Dec_Treg

7.23684211 [kHa]

12.05724078 [ppul

€00. 1723046 [MHz ]
2

Trr_Dec_Merir_Factor ot
Trr_Decoupling TEIE
Trr_Hoe = FALZE
Irr Hoize TALTZ
Trr_0ffser Defaule S [ppu]
Trr_Puideh 76 [us]
Irr_Puidch Default 76 [us]
Irz_Pridch Defaule Calc = 76[us]
Trr_Tuideh Teup 76 [us]
Trr_Wharse FALSE
DecTuation Rate o
Initial W 1[s]
Hoe_Ti 1rs]
Hoe Tine_Flag FALSE
RelExarion Delay Cale =

Relaxation Delay Temp

1[s]
Repetition Time 1.65208016[=]
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fau
=)
=

.04

3.00

dEDLO

abundance

038

0.7

0.2

JE i

---- PROCESSING PARRMETERS --—-
3

sexpi 0.Z[Hz], D.0[s]

trapezoidi D[%], OI%],

zerofill{ 1, TEUE
fre( 1, TRUE, TRUE )

20031, 100[%] )

. A
B T T T
10.0 9.0 2.0
) o G fo iy
s ERETE
o= [

X parts per Million : Proton

] Al

L182~
1131

7.604
7.285
1271
7.260
7.106
7.004
7078
7.066
7.053
7.051
7.036
7024
7.012
6.312
4045 —— <=

machinephase
rpon
Pr-N o
Ts
'
NH
9ab

Filenaue = E¥-1-023-1 proton-1-%. jdf

Author delta

Experiment proton. Ixp

Sample Id KY-1-033-1

Solvent = CHLOROFORM-D

Actual Start Time
Rewision_Tiu=

Comment

Spectrometer

Field Strength
X_heq Duration
X Douain

Tri Fragq
Tri Dffser

Total_Scans

Relaxation Delay

Presac_Time
Pressc_Time_Tlag
Relaxation Delay Cale
Relaxation Delay_ Temp
Repetition Time

24-APD-2024 10:42:23
24-APR-2024 14:35: 58

= single pulse
1D COMPLEX
26214
Proton
Proton

[pra)

b

TNM-ECZE00R/83

14.09636928([T] (600 [MHz]}
£.90455552 (=]

Proton

= 600.1723046[MHz ]

1
0.34428676 [Hz]
11.28188845 [kHz]
9.02527076 [kHz]

Proton
500. 1723046 [MHz]
Slppm]

roton
600. 1723046 [MHz ]
po]

[us]
£.90455552 (=]

1
{0, 30, 270, 180, 180, 270, 50, 0}

lo(=]
12.50485552 (=]




abundance

022 023 024

0.21

02

012 013 014 015 016 017 018 019

0.11

0.1

0.02 003 004 005 006 007 008 00%

0.01

dEDLO

---- PROCESSING PARMMETERS
blip cld( 16, &4,

sexpi 2.0[Hz], 0.0[s] 3
££0{ 1, TRUE, TRUE )

machinephase
ppm
Pr-N
o
Ts
NH
9ab
Filenaue = EY¥-1-033-1_carbon-1-2.jdf
Author delta
Experinent carbon. 1zp
Sample Id KY-1-033-1
Solvent = CHLOROFORM-]

Actual Start Time
Rewision_Tiu=

24-APR-2024 10:45:59

Comment; = single pulse decoupled gated NOE
Data Format 1D COMPLEX
Diu Size 26214
Domain Carhonl3
Din_Title Carhonl3
Din thits [prm]
Diusnsions
Spectrometer JNM-ECZ600R/53

Field Strength
X_heq Duration
X Douain

H Freq =

a
Iy
I3
o
54
@

&

"

Total Scans

Relaxation Delay
Recvr_Gain

Irr Dec_Bandwidth Hz
Irr_Dec_Bandwidch_Prm
Irr_Dec_Fra

Irr_Dec Merit_Factor
Irr Decoupling
Irr_Moe

Irr_Moize

Irr 0ffser Defaule
Irr_Puidch

Irr_Pwidch Default
Irr_Puideh Defaule_Cals
Irr_Puideh Teumpl

Trr iarse

Deciuation Rave

Noe Tine_Flag
Relzxation Delay_Cale

woatt Wl y e i |
TTO000 1800 1800 1700 1600 1500 1400 1300 1200  110.0 1000 800 £00 700 600 s00 400 zo0 200 1o 0
2 N AN A
= BRIEHGETERRRAS £8% & £
g SEEARARRNRERARE ERS % =8

X parts per Million : Carbon 13

rion Delay Temp
Reperition Time

14.09636928 [T] {00 [MHz]}
0.59205016(=]

Carbonl3

15091343039 [MHz ]
100(ppm]

32768

4
1.44496109 [Hz]

47.34842485 [kHz]
37.87878788 [kHz]

Proton
£00. 1723046 [1Hz]
Elppm

15.0[us]

FALSE

33

33

1=

56

2z.514C]

8.1lus]
0.69206016([5]
30[deg]

7.23664211 [kHz]

12.05734078 [ppm]

£00. 1723046 [MHz]
2

1ts]
1.63206016([s]

S83




abundance

| = =
] = =
] = = -
=
o] i
i)
-
=
] = 2 =
o] — o =
o]
q o
e
] & &
] = =

---- PROCESSING PARRMETERS --——
sexpi 0.Z[Hz], 0.0([=] )

trapezeidi D[], 0[%], 80[%], 100[%] )
zerofilli 1, TEUE

£ic( 1, THJE, TRUE )

<7 machinephase
o5 rru
o PMB-N,
= o}
] Ts
]
NH
9ac
Filenaue Er-1-032-1 proton-1-3.3df
Euthor delta
Experiment proton. iz
Sanple Id Er-1-032-1
Solvent CHLOROFORM-D

24-BPR-Z024 10:35:03
24-APR-2024 14:52:40

Actual Start Time
Revizian_Tins

Conment singls pulse
Data Format 1D COMFLEX
Din_Size 26214
X _Domain Proton
Din Title Proton
Din Umits [pra)
Dinensions b
Spectrometer THM-ECZE00R/E2
Fi=ld Strength 14.09636928(T] {600 [MHz1)
1 3 ko Duration 2.90455552 [2]
] ¥ Dousin Froton
X Freg €00. 1723046 [MHz ]
] X 0ifser Slppm:
b 3 Foints 32788
1 M Frescans
= X Tesolution 0. 2442867¢ [Hz]
-] X Swesp 11.28158845 kHz]
] ¥ _Swesp Clipped 9. 02527076 [kHz
b Irr_Domdin Proton
o ] Irr Frag 001723046 [MHz |
=7 Irr Dffset Slppml
] Iri Domain roton
] Tri Freq €00. 1723046 [MHz ]
. TriZ0ffzar ppm]
a5 Blanking 5.0[us]
1 Clipped FALSE
] Scans 4
] Toral _Scans 4
=~ 1 i
f= Relaxation Delay 100s]
1 Recvr_Cain 2
1 Tenp_Fat zz_51drc)
sl ¥_90 Width 3.9 [us]
=] 3 ke Time 2.90455552 [5]
4 ¥ _ingle
1 3 ken
1 Pulse
| Irr Mode
] TriMode
] Danfe Loop
- Dante Dresat
=7 Deciuation Rate
] Initial Wait
Phazs 180, 1an, 270, 30, 0}
Presas_Time
Presac_Time_Flag = FALSE
Relaxafion Delay Cale = Ol=]
Relaxation Dalay Temp = 10[=]
Repetirion Time 12.904555521s]
J e J i

10.0 8.0 8.0 70 6.0 5.0 4.0 3.0 2.0 1.0 0
| e N | |
= B T = o o
o ERERRSTSCSESERSREE 25 5 = &
B L e vs v v S e - - o

X parts per Million Proat\on

S84




abundance

IJEDLD

---- PROCEZZING PARMMETERS —-———
blip cld{ 16, &4,

sexpi 2.0[Hzl, 0.00=] 1

££t( 1, TRUE, TRUE )

machinephase
rpom
PMB-N,
o]
Ts
!
NH
9ac
Filenane R¥-1-032-1_carbon-1-2.3jdf
Author delta
Experiment carbon. jxp
Sample Id KY-1-032-1
Solvent CHLOROFORM-D

24-LPR-Z0, 0364

Actual Start Time 24 1 7
24-APR-2024 10:38:56

Revision_Tiuz

Comment single pulse decowpled gated HOE
Data Formar 1D COMPLEX

Diu Size zezl4

X Domain Carbonl?

Din Title Carbonl3

Din thits Pl

Dinsrsions *

Spectrometer JNM-ECZE00R/53

Field Strangth
¥_heq Duration

14.09636926 [T] {600 [HHz]}
0.69206016([=]

¥ Dousin Carbonli
X Freg 150. 91343038 [HHz]
X 0ifser 100(ppn]

3 Foints 32764

1.44496108 [Hz]

47.34848485 [kHz ]
37.87878788 [kHz ]
Trr_Domzin Proven
600. 1723046 [MHz ]

Trr_Trag
Irz Difset S lppml
Blanking 15.00us]
Clipped FALSE
Scans 39
Total Scans 39
Relaxation Delay 1=
Recur_Gain B
Tenp_Tet 22 8[4C]

8.1[us]
0.69208016(=]
30[deg]

X an
Hhen 11[dB]
¥ _Pulss 2.7[us]
Irr_Acn D 25.803[4B]
Trr_ien Dec_Cal 25 503 [dB]
Trr_Aen Dec_Default_Cale = 25 603 [dB]
Irr_Acn Noe £5.603[4B]
Irz_Dec_Pandwidth Hz 7.23604211 [kHz]
Trr_Dec_Banduwideh_Ppm 1205734076 [ppm]
Trr_Dec_Fre 600, 1723046 [HHz |
Trr_Dec_Merit_Factor £,
Irr Decoupling TRUE
Trr_Mos TRIE
Trr Hoise TWALTZ
Irr_0ffsen Default & [ppul
Irz Prideh 76 [us]
Trr_Tuideh Defaule 76 [us]
Trr_Puideh Defaule_Cale = 76[us]
Trr_Puidch_Templ = ?8[us]
Trr_Warst FALSE
Decimarion Racs o
Tnitial Wafn 1rs]
Hoe_Tine 1rs]
Noe Tine Flag FALSE
. | | R - Relaxarion Delay Cals 0[=]
. t nrkihin et v = il =1 avarion Delay Temp 1[s]
E| Repetition Time = 1.83z08018(s]

2000 1800 180.0  170.0  160.0 1500 14000 1300 1200 110.0  100.0 200 80.0 70.0 60.0 500 40.0 300 200 10.0

A

55 FI—
53338

168.886 ——
159.225
123.052
122.583
113607 —

500D O o oo ol
R R R — o -
main e & AR = -
oo S gl o P =
R talala sl it ] [y =

X parts per Million : Carbon 13
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abundance

gl =
aiTl o 8
=5 o
el
|
] o
] =
i
ca ] =4 o
o] - =
] ---- PROCESSING PARAMETERS --—
] sexp{ 0.Z[Hz], 0.0[=s] }
. trapezoid{ O[%], 0O[%], 80[%], 100([%] }
] zerofill( 1, TEUE cl
1 & 1 5 & r= ffei 1, TEUE, TRUE )
e = o = = 3 machinephase
i = Pen
o _J Me—N o
Ts
I
e NH
=1
= 9ad
Filenane RY-1-051-2 proton-l1-3.jdf
il Lurher delta
] Experinent proton. dxp
w Sample Id Ry-1-051-2
=4 Solvent CHLOROFORM-D
5 | Actual Start Tiwe 25-JUN-20Z4 22:02:41
] Revizion_Tius 26-TUN-2024 13:11:33
Data Format 1D COMPLEX
Din Size 26Z14
q X_Damain Proton
Dim Title Proton
Din Thits (ppa]
Dimensions X
Spectromstar THM-ECZE00R/53
Field Strength 14.09636928(T] (e00[MHz])
B H_acqg Duration 2.18385952([=]
1 ¥ Dousin Proton
] X Freg 00 1723046 Mz ]
5| K NEfset Slppu]
[] ®_Points 32768
] X Prescans 1
] X Resolution 0. 45794665 [Hz]
o X Swesp 15.0080024 (:Hz]
Eay K _Sweep Clipped 12.00480192 [kHz]
| Irr_Domzin Proton
] Irz Fraq 6001723046 Mz ]
Sl Trr_nifser Slppm]
=5 Tri Domain Proton
| Tri_ Fredq 600, 1723046 [MHz ]
| Tri Dffset Slppm]
o EBlanking 5. 0[us]
Clipped FALSE
Scans 4
] Toral Scans 4
Relaxarion Delay 21s]
4 Recvr_Gain 36
] Temp Gat zl.gtac]
i 30 ideh 9.9 [us]
w ] X Acy Time 2.18355952 [s]
f=a| X anals =l
] X hen
b X Pulse
[ Trr_Mode
=7 ITri Mode
] Danfe_Loor
] Danta Frasar
< 1 Deciuation Rate
= Initial Wait
] Phaze 270, 180, 180, 270, 30, 0}
] Pressc_Time
e Presac_Time Flag
o Relaxafion Delay_Cale = O[s]
Felaxarion Delay Tems = Z[s]
2 | Repericion Time 4.18385552 [=]
Al
=i
=7
= L e e o e |
T T T T T T T T T T T
10.0 9.0 2.0 7.0 6.0 50 40 2.0 2.0 10 0
A — | |
= I 300 A D D 69N € D0 L e £ 2 B0 0 D D = o
= LR YREE RN E R EEnEERDRY = 2
& EEELRSSARZEER 5538888750 & =
o L P v et v = v vl e o o~

X parts per Million : Proton
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(thousandths)

200.0

120.0  180.0

X parts per Million : Carbon 13

1700

168116

160.0

150.0

145.398

=
-

s
=
=

140.0

“
-
Ly
=
&

=}
=+
=

ca
&
=
=

v
i
&
=
.

130.0

I

e
=Y
4
=
5l

o

=
&

=
o
&

i

=
=
™

o
T
=
&

=)
=
o
o

12000

123.033

80.0

A

77371
77.160

T6.948

500

40.0

38504

30.0

200

21645

10.0

IJEDLD

---- PROCESSING PARRMETERS --——

blip cldi L&, &4,
sexpi £.0[Hz], 0.0[=] )

ffc( 1, TRUE, TRUE ) CI
machinephase
rpom
Me—-N
0
Ts
NH
9ad

Filenane R¥-1-051-2_carbon-1-2.3jdf
Author delta
Experiment carbon. jxp
Sample Id KY-1-081-2
Solvent CHLOROFORM-D
Actual Start Tiwe 25-JUN-Z0Z4 Z2Z:04:4

Revision_Tiuz

UN-z024 z
25-TUN-2024 2Z:04:20

Data Format 1D COMPLEX

Din Size 26214

¥_Dounain Carbonl3

Din Title Carbonl?®

Din Thits [ppm]
Dipensions X

Spectrometar THM-ECZE00R/S3

Fisld Strength
¥_heq Durstion

14.09636926 [T] {600 [HHz]}
0.59205016 (=]

¥ Douain Carbonls

H_Freg 150.91343032 [MHz]
X Dffset 100(ppul

X Points

¥ Prescans
M Resolurion

I
1.44495105 [Hz]

X Ewesp 47.24242486 [kHz]
X Swesp_Clipped 37.67878788 [kHz]
Irr Domain Provon

Irr_Fre £00. 1723046 [MHz]
Trr_Offsar S lppul

Blanking 15.0[us]
Clipped FAL

Scans 64

Toral Seans 64

Relaxation Delay 1rs]

Recvy_Gain 56

Tenp_Tet 22.114C]

¥_80_ Wi deh 8. 1lus]

3 Aoy Time 0.69206016 (=]
¥_hnale 30 [dey]

¥ aen 11[aB]

¥ Pulse 2 7lus]

ITr_icn Dec £5.803[4B]
Irz_dcn Dec_Calc 25.803[4B]
Trr_ien_Dec_Default Cale = 25 803[d8

Trr_Dec_Bandwideh Hz
Irr Dec Bandwidth Prm
Irr_Dec_Treg

7.23684211 [kHa]

12.05724078 [ppul

€00. 1723046 [MHz ]
2

Trr_Dec_Merir_Factor ot
Trr_Decoupling TEIE
Trr_Hoe FALZE
Irz N TALTZ
Trr_0ffser Defaule S [ppu]
Trr_Puideh 76 [us]
Irr_Puidch Default 76 [us]
Irz_Pridch Defaule Calc = 76[us]
Trr_Tuideh Teup 76 [us]
Trr_Wharse FALSE
DecTuation Rate =0
Initial W 1[s]
Hoe_Ti 1rs]
Hoe Tine_Flag FALSE
RelExation Delay_Cale

Relaxation Delay Temp
Repetition Time

1[s]
1.83208016 (=]
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abundance

.04

9.06

dEDLO

---- PROCESSING PARRMETERS —-——
sexpi D.Z[Hz], D.0[s] )

trapezeidi D[], 0[%], 80[%], 100[%] )
zerofilli 1, TEUE

£fe( 1, TEUE, TRUE )
=] = machinephase Me Me
o o rru
23 o
= o
=)
8 Itk tBu-N
= = o o
Ts
i
NH
9ae
Filenaue
Author
Experiment
Sanple_Id
Solvent = CHLOROFORM-D
Actual Start Time le-MAT-2024 07:2%:10
Revizion Tims 4-JUL-2024 21:23:08
Data Formst = 1D COMPLEX
Din Fize 26214
X _Domain Froton
Din Title Proton
Din Thits = [ppm]
Dinension:
Spectrometer THI-ECZE00R/53
Field Strength = 14.09635928(T] (600[MHz1}
¥ koo Duration 2.1810%808 (<]
X Domain roton
HFreg 600. 1723046 (MHz
X 0ffset = Slppm]
X Points 32788
X Frescans 1
3 Resolution 0. 45843727 [Hz]
X _Suesp 15. 02403846 [:Hz |
X #weep Clipped 12.01923077 (:Hz]
Irr Domain roton
Irr Fre 600. 1723046 (MHz |
Irr_Dffser Sippn)
Tri Domain Proton
Tri Fre 600. 1723046 (MHz
Iri Dffsec Slppm.
Elafking 5.0 us]
Clipped FALSE
Scans 4
Total Scans 4
Relaxation Dalsy zl=]
Recvr_Gain 26
Tenp Get 2L.51ac0]
H_30Wideh 3.9 [us]
X hoy Time 2.18102808 (<]
X dngle 45 [deg]
3 atn 8.1[a8]
M Fulse 4.95[us]
Fr_Mods £t
Tri Mode 0££
Dante Loop 200
Dante Prasat FALSE
Deciuation Pate ]
Initial Wait 1r=]
Phaze {0, 50, 270, 180, 180, 270, 90, 0}
Prezac_Tiume 21=]
Prezar_Time Flag FLLZE
RelaxaFion Delay_Cale = O[s]
Relaxation Delay Temp = Z[s]
Repstition Time 4.18103808 (=]
T T T T T T T T T
10.0 S0 80 70 6.0 5.0 4.0 30 2.0 1.0
P D R e e e R o nooo e
= Vi Y St T D Dy Sh 5000 e n Fn O & = &
) LESEHERRSIEREERAA T I =
oo e R =R R = R lC R R v oo -

X parts per Million : Proton
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abundance

011
coven b ey

0.1

0.09

o
=3
=3

0.05 0.06 0.07

0.02 0.?4

0.01

il

dEDLO

---- PROCESSING PARRMETERS —-—-

blip_cldi 16, &4,
sexpl 2.0[Hz], 0.0[=] )

££c{ 1, TRUE, TRUE ) Me Me
machinephase
ppm
Bu-N
o
Ts
NH
9ae
Filenaue = TK-§-113-1_carbon-1-2.jdf
Author
Experinent carbon. 1xp
Sample Id TE-6-113-1
Solvent = CHLOROFORM-D

Actual Start Time
Rewision Tius

Comment

Spectrometer

Field Strength
H_heq Durstion
X Dousin

Total Scans

Relaxation Delay
Becvy_Gain

Irr Dec_Bandwidth Hz
Irr_Dec_Bandwidch_Prm
Irr_Dec_Fra

Irr_Dec Merir_Factor
Irr Decoupling
Irr_Mos

IrrTMoize

Irr 0ffser Default
Irr Puidch

Irr_Pwidch Default
Irr Puideh Defaule_Cals
Irr_Puideh Templ
Irrjiarse

Deciuarion Rave

Noe Time_Flag
RelZxation Delay_Cale

e 1800 1goo 10 1800 1500 1400 1300 1200 1100 1000 $00 g0 700 600  s0.0 400 200 0 100 0
A o AN | A
2 GEEohoizassibes 88 2 £ g3
= S EEERREEEREEE REE & S

X parts per Million : Carbon 13

rion Delay Temp
Reperition Time

1E-MAY-2024 07:24:04
15-MAY-2024 07:27:39

NPPh3
1D COMPLEX
26214
Carbonl3
Carbonl3
[prul

X

JNM-ECZE0DR/E3

14.09636328 [T] (600 [MHz]}
0.59206016 (=]

Carbonl3

= 150.2134303% [MHz]
100(ppm]

32768

4
= 1.44436108[Hz]

47.34842485 [kHz]
37.87878788 [kHz]

Proton
600. 1723046 [1Hz]
Elppm

15.0[us]

FALSE

54

24
1(s]

56
21.5[dC]

8.1lus]
0.59206016([5]
30(deg]

7.23664211 [kHz]

12.05734078 [pEm]

£00. 1723046 [MHz]
2

1i=]
1.83208016 (5]

S89




abundance

ES

038

03

0.7

0.6

0‘3

0.2

7.50

3.00

IJEDLD

95

1

---- PROCESSING PARRMETERS --—-
sexpi 0.Z[Hz], 0.00[s] )
trapezeidi 0[%], O[%], 80[%], 100[%] )
zerofillf 1, TEUE

£ic( 1, THJE, TRUE )

X parts per Million : Proton

8505 ——
3610 ——
3421 ——
T,
255

wachinephase
rpn 0 ’5
K.— N o
Ts
1
NH
9af
Filenaue TR-£-072-2_proton-1-3. jdf
Author delta
Experiment Proton. jxp
Sample Id TR-6-072-2
Solvent CHLOROFORM-D

13-BPR-Z0, 9:41: 58

Actual Start Time 24 O
13-PR-2024 11:52:42

Revision_Tine

Data Format 1D COMPLEX
Din Size 26214
H_Douain Froton
Din_Title Proton

Din Units (ppn]
Dinensions ®

Spectrometer TH-ECZE00R/E3

14.09636928([T] (600[MHz]}
£.18103808 (=]

Field Strength
X_heq Durstion

¥ Douain Proton
H_Freg €00. 1723046 [2Hz |
X Dffset Slpral
X Points 32768

¥ _Prescans

M Resolurion

X Sveep

X Sweep_Clipped
Ifr_Domain
Irr_Freq

Trr 0ffsar

1
0.45843727 [Hz]

15.02403846 [kHz]
12.01923077 [kHz]

Proton
£00. 1723046 [MHz]
Slppm]

Tri Domain Proton
Tri Freq €00. 1723046 [2Hz ]
Tri_ifset Slppn]
Blanking 5. 0us]
Clipped FALSE
Scans 4
Total Scans 4
Relawation Delay 11s]
Recvy Gain 26
Teup_Get 21.7040]
50T deh 3.9 [us]
X Aoy Time 2.16103808 [s]
¥ angle ol
¥ hen
X Pulse
Trr_Mode
TriMode

270, 180, 180, 270, 20, 0}

Pressc_Time Flag

Relaxation Delay_fale = 0[s]

Relaxation Delay Temp

1 1]
Repericion Time 3.18102808([=]




(thousandths)

i

IJEDLD

---- PROCESSING PARRMETERS --—-
blip cldi 1§, &4,
sexpl 2.0[Hz], 0.0([=] )

2000 1500 180.0

X parts per Million : Carbon 13

1700

163446

160.0

150.0

140.0

130.0

=
&

AN

=
&

12000

123.684

110.0

100.0

0.0

80.0 70.0 60.0 500 40.0
Eoa & g 2
ERE 8 2 9

300

200

21521

10.0

ffc( 1, TRUE, TRUE )
machinephase
rpn
@
(o]
Ts
NH
9af

Filenaue TE-6-072-2_carbon-1-2.3jdf
Author delta
Experiment carbon. jxp
Sample Id TR-6-072-2
Solvent CHLOROFORM-D
Actual Start Tiwe 13-APR-2Z0. 9:42: 5

Bt 24 0 0
Revision_Tius 13-APR-2024 02:47:08

Data Format 1D COMPLEX
Din Size 26214

H_Douain Carbonli

Din_Title Carbonl?

Din Units [ppu]

Dinensions b

Spectrouster JNM-ECZE00R/S53

Fi=ld Strength 14.09636928[T] {600 [MHz1)
¥_keq Duration 0.69205015 (=]

¥ Domain Carbonl3

W Freg 150.91343032 [MHz]

X 0ifset 100(ppul

X Foints

¥ _Prescan:

= 4
¥_Resolution 1.44495109 [Hz]

X Sweep 47.34242486 [kHz]
X _Swesp_Clipped 37.67878788 [kHz]
Irr_Domain Provon

Irz_Fre £00. 1723046 [MHz]
Trr_ffsar Slppul
Blanking 15.0[us]
Clipped TRUE

Scans 64

Toral Scans 64

Relaxation Delay HE)
Recvr_Gain 36

Tenp_Get 21.714C]

H_90 i deh 8. 1lus]

¥ Acq Tiue 0.69206016 (=]
¥_hngle 30 [dey]

X aen 11[dB]

¥ Pulse 2. 7lus]

Irr_Acn Dac 25.803[4B]
Irz_jcn Dec_Calc 25.803 [4B]
Trr_Aien_Dec_Default Cale = 25 §03[dB]
Trr_Aen_Hoe 25503 [dB]

Irr_Dec Bandwidth Hz
Irr_Dec_Bandwidth_Prm
Irr_Dec_Fra

7.23664211 [kHz]

12.05734078 [ppm]

600.1723046 [MHz]
2

Trr_Dec_Merin_Factor z_
Irr_Decoupling TRUE
Irr_Moe TRUE
IrrTHoiz WELTZ
Irr 0ffser Defaule & [ppu]
Trr_Puideh 76 us]
Irz_Pridch Defaulc 76 lus]
Irr_Pwideh Defaule_Cale = 76 [us]
Irr_Puideh Teupl 76 [us]

Trr_arst = FALZE

DecTmation Rate 0
Tnitial Wair 1rs]
oe_Tine 2[s]
Noe Time_Flag FALZE
RelExation Delay Cale

Relaxarion Delay Temp
Reperition Time

21s]
2 63206016 (5]
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470

&35

oo

0.37

abundance

3.23

dEDLO

---- PROCESSING PARMIETERS —-——
sexpi 0.Z[Hz]l, 0.0[s] 3

trapezoid{ 0[], O[3, 80031, 100(%] )
zerofill{ 1, TEUE

££ti 1, TRUE, TRUE )

machinephase

rrm
base_correct( ikima, 5, 0, FALSE, 3, None, FALSE )

X parts per Million : Proton

BaGG T
5332

g
2
T T T
40 2.0 20
& e S
77 il IF S8

Ts
,
9ag
Filenaue = Tk-g-1l44-1 proton-1-2. jdf
Author delta
Experiment proton. 1zp
Sample Id Tk-6-144-1
Solvent = CHLOROFORM-D

19-JUN-2024 21:24:04
4-JUL-2024 £1:31: 54

Actual Start Time
Rewision_Tiu=

Data_Format = 1D REAL
Diu Fize 26214

X _Domain Proton

Dim_Title Proton

Dim Uhits = Ippm]

Diuension:

Spectrometer THN-ECZE00R/S3

Field Strength = 14.09535923[T] (600[MHz1}
¥_heq Duration 2.18365952 [5]

X Domain roton

X Freg £00. 1723046 [2Hz |

K Dffset = Slppm]

X Points

7 32768
X Prescans 1

¥ _Resolution

¥ Sweep

X gweep_Clipped
Irz_Domain

0.45794685 [Hz]
150060024 16z ]
1z.00480192 [kHz]

roton
600. 1723046 [MHz ]
Slppm]

Tri_Domain Proton
Tri Fre £00. 1723046 [MHz
Tri Difset Slppm:
Blanking 5. 0[us]
Clipped FALSE

Scans 4

Total Scans 4

Relaxarion Delay 21=]
Recvr_Gain 26

Teup Get 20.6140]
¥_90_Wideh 3.9 [us]

X Aoy Time 2.1836E952 (5]
X_Angle 45[deg]

¥ hen 6.1[a8]
¥_Pulss 4,95 [us]
Tr_Mode 0ff

Tri Mode i3

Dante Loop 200

Dante Presac FALSE
Decimation Rate o

Initial Wait lr=]

Phaze
Presac_Tiue
Prezar_Time Flag
RelaxaFion Delay_Cale
Relaxation Delay Temp
Reperition Tius

{0, 90, 270, 180, 180, 270, 20, O}

2ls]
4.18365352 (=]
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abundance

0.15

0.0%

L

Wnn

dEDLO

---- PROCESSING PARRMETERS --—-

blip_cldi 16, &4,
sexpl 2.0[Hz], 0.0[=] )

L. s N
TN 1900 1800 100 1600 1500 1400 1300 1200 1100 1000 900 800 700 s00  &00 400 300 200 100 0
| A | Ry AN ||
= goacmsbsndng 2% Z 3 B

X parts per Million : Carbon 13

fft{ 1, TRUE, TRUE )}
machinephase
D
N
o
Ts
:
NH
9ag
Filenaue = Thk-£-144-1 carbon-1-2Z.jdf
Author
Experiment carbon. 3zp
Sample Id Th-6-144-1
Solvent = CHLOROFORM-D

Actual Start Time
Rewision_Tiu=

Data_Format

Spectrometer

Field Strength
¥_heq Duration
X Domain

X Freg

K Dffset

X Points

X Prescans

¥ _Resolution

¥ Sweep

X gweep_Clipped
Irz_Domain
Irz_Fre

Total Scans

Relaxation Delay
Gain

¥ keq Time
3 angle

Hhen

3 Pulss

Irr_ken Dec

Irr_icn Dec_Calc

Irr_icn Dec_Default_Calc
Irr_irn_Mas

Irr Dec Bandwidth Hz

Irr Dec Bandwidth Prm
Irr_Dec_Frag
Irr_Dec_Merit_Factor

Irr Decsupling

Irr Mos

Irr_Moise
Irr_0ffser_Dafaule

Trr Puideh

Irr_Pwidch Default
Irr_Pwidch Default_Calc
Irr_Puideh Templ

Initial Wait

Hos_Tins

HoelTine Flag

RelExation Delay_Cale
Relaxation Delay Temp
Repetition Tiue

18-JUN-2024 21:26:04
13-JUN-2z024 21:33:18

= 1D COMPLEX
26214

Carbonl3
Carbonl3
= [pmml

JIMT-ECES00R/S3

= 14.09636328(T]
0.£9208018 (=]
Carbonld
150.91343029 [MHz]
= 100(ppml

(600 [MHz1}

1
1.44495109 [Hz]

= 47.34843485 [kHz]
37.87878788 [kHz]

roton
600. 1723046 [MHz ]
& [ppm]

15.0[us]

0.69205015 (=]

30 [dey]

11(aB]

2.7[us]

25.603[dB]

25.603 [4B]

25.203[4B]

25.803[B]

7.23684211 [kHzl

12.05724078 [ppul

600. 1723046 [HMHz]
2

2.
TRUE

1.51=]
2.13206016 (=]
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0.96

256
3.00
3.00

182

dEDLO

0.98

---- PROCESSING PARRMETERS --—-
sexpi D.Z[Hz], D.0[s] )

trapezeidi O[%], 0[%], 80[%], 100[%] )
zerofill{ 1, TEUE

fre( 1, TRUE, TRUE )

abundance

16

X parts per Million ﬁ'oton

=3

7.260 ——

736D%

5204
5202

8190

8159

8187

7439

7475

7154 ~—=
7089

6780

3,303

2042 — 2]

machinephase
PR
Me-—N
(o}
Ts
i
NH
9ah
Filenane = Tk-£-085-3 proton-1-2. jdf
Auathor delta
Experiment proton. Ixp
Sample Id Th-£-085-3
Solvent = CHLOROFORM-D

20-4PR-2024 15:20:2§
1-JUL-2024 11:11:23

Actual Start Time
Rewision_Tiu=

Comment; = single pulse
Data Format 1D COMPLEX
Diu Size 26214

Domain Proton
Din_Title Proton
Din thits [pra)
Diusnsions b
Spectrometer THM-ECZE00R/53

Field Strength
X_heq Duration

14.09636928([T] (600 [MHz]}
£.90455552 (=]

X Douain Proton
H Freq = £00.1723046 [MHz]
X Dffset Slppu:
X Points 32768

1
0.34428676 [Hz]
11.28188845 [kHz]
9.02527076 [kHz]

Proton
500. 1723046 [MHz]

Irz_Freq

Irz Difset Slppul
Tri Domain roton
IriFreq €00. 1723046 [2Hz |
Tri_Difset Slppn]
Blanking £.0[us]
Clipped FALSE
Scans 4

Toral Scans 4
Relaxation Delay lo1s]
Recvr_Gain 36
Teup_Get 21.5140)
¥ 20 Uidth 9.9 [us]
X keq Time 2.90455552 [s]
¥ angle 45[d
Chen . 1[dE)
¥ Pulse 4.95[us]
Irr_Mode 0£
Tritode o£s
Dante Loop 1000
Dante Trasar FALSE
Deciuaticon Rate 0
Initial Wait ir=

1
{0, 30, 270, 180, 180, 270, 50, 0}
Presar_Time

Presac_Time Flag FALSE
Relaxation Delay Cale = Ol=]
Relaxation Delay Temwp = 10

lo(=]
Repetition Time 12.30455552[=]




abundance

200.0

1800 1800

0.513

X parts per Millfon : Carbon13

170.0

160.0

1500

138.506

140.0

=
=

)

=
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/13

o
)
=
o
=

130.568

oo
=
o
=]
=
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0

~
=5
=
o
=

120.0

110.0

115756

100.0

800

500 40.0

33—
=
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---- PROCESSING PARRMETERS --—-

blip_cld( 1§,

€4,

sexpl 2.0[Hz], 0.0([=] )

ffc( 1, TRUE, TRUE )
machinephase
rpn
Me-p
Ts
NH
9ah

Filenaue Tk-6-085-3_carbon-1-2.3df
Author delta
Experiment carbon. jxp
Sample Id Th-5-085-3
Solvent CHLOROFORM-D
Actual Start Tiwe Z0-APR-Z0. 5:23:2

Revision_Tine

Comment

Spectrometer

Field Streungth
¥_heg Duration
¥ Dousin

Trr_Domzin

Total Scans

Relaxation Delsy
Recvy_Gain

Irr_Acn Hoe
Irr_Dec_Pandwidth Hz
Trr_Dec_Bandwidch_Ppm
Trr_Dec_Fre
Trr_Dec_Merit_Factor
Irr_Decoupling
Trr_Mos

Trr_Hoise

Trr_0ffsen Default
Irz_ Puideh

Trr_Puideh Defaule
Trr_Pwideh Defaule_Cale
Trr_Puidch_Templ
Trr_Warst

Decimarion Rate
Tnitial Wafn

Hoe_Tine

Noe Tine_Flag
Relaxarion Delay Cale
Relaxation Delay Temp
Repetition_Time

24 1 0
20-APR-2024 15:25:21

single pulse decowpled gated HOE
1D COMPLEX

b
JIMM-ECZE00R/E3

14.09636226 [T]
0.69206016(=]
Carbonl3
150.91343038 [MHz]
100(ppm]

32768

{600 [MHz ]}

1.44496109 [Hz]
47.34848485 [kHz]
37.87878788 [KHz ]

Provon

6001723046 [MHz |

Slppm]

15.0[us]

FALSE

36

36

1rs]

56

21.314c]

8.1[us]

0.69208018 (=]

30[dag]

11[dB]

2.7[us]

25.803[4B]

25.803[B]

25.803[B]

25.603[4B]

7.23604211 [kHz]

1205734076 [ppm]

600, 1723046 [MHz ]
z

11s]
= 1.69206018(s]
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---- PROCESSING PARRMETERS --—-
sexpi 0.Z[Hz], 0.00[s] )

trapezeidi 0[%], O[%], 80[%], 100[%] )
zerofillf 1, TEUE

£ic( 1, THJE, TRUE )

abundance

X parts per Million : Proton

=
o
§ )
=
o

7.300 &
=

9688 ———
9558~
8216
3211
5206
5200
7444
7430
7.260
7.164
6748
6735
2000 ——

wachinephase
rpn
HN
Ts
L
NH
9ai
Filenaue TR-£-084-2_proton-l1-3. jdf
Author delta
Experiment Proton. jxp
Sample Id TR-6-084-2
Solvent CHLOROFORM-D

20-BPR-Z024 14:51:57
27-MAY-2024 22:09: 59

Actual Start Time
Revizian_Tins

Comment single pulse
Data Formar 1D COMFLEX
Diu_Size 26214

¥ Domain Proton

Din Title Proton

Din thits [pya)
Dinsnsions X

Spectrometer THM-ECZE00R/E2
Field Streungth 14.09636928[T] (600 [MHz])
¥_heg Duration 2.90455552 [5]

¥ Dousin Proton

X Freg €00. 1723046 [MHz
X Dffset Slppa:

¥ Points 32768

¥ Prescans

¥ Resolution 0. 24422676 [Hz]
X _Swe=p 11.28158845 kHz]
X_Swesp_Clipped 9.02527076 [kHz
Irz_Domain Proton

Trr_Treg 6001723046 [MHz ]
Irz Difset Sippal

Tri Domain roton

Tri_Freq €00. 1723046 [2Hz ]
Tri_0ffsar ppm]

Blanking 5.0[us]

Clipped FALSE

Scans 4

Total Scans 4

Relaxation Delay lo0s]
Recvr_Gain 26

Tenp_Get 20.5[4C]

X 90 Width 9.9 [us]

¥ heq Tiue 2.90455552 [5]

¥ _kngle

X aen

¥ Pulse

Irr Mode

Tri_Mode

Dante_Loop
Dante Prasan
Deciuaticn Rate
Initial Wait
Phase 180, 1g0, 270, 90, 0}

Presas_Time
Presac_Time _Flay = FALSE
Relaxation Delay_Cale
Relaxation Delsy Temp
Repetition Time

la(s=]
1230485552 (=]
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abundance

0.02 0.03 0.04 0.05 0.06 0.07 0.02 0.0% 0.1 011 012

0.01

IJEDLD

---- PROCESSING PARRMETERS --—-
blip cldi 1§, &4,
sexpl 2.0[Hz], 0.0([=] )

ffc{ 1, TRUE, TRUE )
machinephase
rpn
HN
o
Ts
‘
NH
9ai
Filenaue TE-6-084-2_carbon-1-2.3jdf
Author delta
Experiment carbon. jxp
Sample Id TR-6-084-2
Solvent CHLOROFORM-D
Actual Start Tiwe Z0-APR-Z0. 4:55:2,

Bt 24 1 z
Revision_Tius 20-APR-2024 14:58:52

Comment single pulse decowpled gated HOE
Data Formar 1D COMPLEX

Diu_Size 26214

¥ Domain Carbonl?

Din Title Carbonl3

Din thits =)

Dinsnsions *

Spectrometer JNM-ECZE00R/S3

Field Streungth 14.09636928[T] {600 [MHz]}
¥_heg Duration 0.69206016 (=]

¥ Dousin Carbonld

X Freg 150.9124302% [MHz]

X Dffset 100(ppul

¥ Points 32768

1.44496108 [Hz]

47.34848485 [kHz ]
37.87878788 [kHz ]
Trr_Domzin Provon
£00. 1723046 [MHz ]

Irr_Frag

Irz Difset S lepal
Blanking 15.0[us]
Clipped FALSE
Soans 80
Total Scans 80
Relaxation Delay 1=
Recvr_Cain 56
Tenp_Fet 20.814C)

8.1[us]
0.69208018 (=]
30[dag]

3,

ken 11[dB]

3 Fulse 2.7[us]
Irr_dcn De 25.803[4B]
Irr_irn Dac_Ca 25503 [dB]
Irr_ien_Dec_Default_Cals = 25.803[4B]

Irr_Acn Hoe 25.603[4B]
Irr_Dec_Pandwidth Hz 7.23604211 [kHz]
Trr_Dec_Bandwidch_Ppm 1205734076 [ppm]
Trr_Dec_Fre 600, 1723046 [MHz ]
Trr_Dec_Merit_Factor =zz
Irr_Decoupling

Trr_Mos

Trr_Hoise

Trr_0ffsen Default

Irz_ Puideh

Trr_Puideh Defaule
Trr_Pwideh Defaule_Cale
Trr_Puidch_Templ
Trr_Warst

Decimarion Rate

Tnitial Wafn

ﬁii:%ﬁ;mag
] b s A w ¥ iy R A s o vony A " Folmard oD el T omn it
] Repetition Time = 1.63208018(s]
T T T T T T T T T T T
2000 1%0.0 180.0  170.0  160.0 1500 1400 130.0 1200 110.0 1000 0.0 80.0 70.0 60.0 500 40.0 300 200 10.0

& SIRCEE2SRREREERE D =3 F b

A B R e R e = R o — o

bt} P = e e B e e e e R = R o —

s et B R B I B s e il =

X parts per Million : Carbon13
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abundance

094

0 01020304050607080910111213141516 17 181920212223242526272829%30313233343536 373835940

0.50

191
180

™

IJEDLD

sexpi 0.Z[Hz], 0.01s]

zerofilll 1, TEUE
££t{ 1, TRUE, TRUE )
machinephase

FPR

trapezeidi 0[3], OI%],

---- PROCESSING PARRMETERS --—-
1

80131, 100[%] )

Me :I's
NH

9aj

Actual Start Time
Revizian_Tins

Data Format
Diu Size
¥_Douain
Dim Title
Din Uhits
Dinsrsicns
Spectrouster

Fisld Strength
X_heq Durstion
¥ Douain

H_Freg

X Dffset

X Points

XK Prescans
¥_Resolution

X Sweep

X _Swesp_Clipped
Irr_Domain
Irz_Freq
Trr_nffsar

Blanking
Clipped

Scans
Total _Scans
Relaxation Delay
Recvr_Gain

Presac_Time Flag
Relaxstion Delay_Cale
Relaxation Delay Temp
Repetition Tiue

=
P=

no1

=
X parts per Million : Proton

T T
8.0 7.0 &

e NS

-
v
=)
=

7.578
7.564
7471
7.292
7.260
7.136
7.056
6.952
6,886
.882
6.767

o
=
=
=

7.811
7.798
7.469
7.456

0

=
2 2
= (=
=
20
o0 o =
2 8 3
= 2 =
PR

TK-5-124-3_proven-1-3. jdf
delta

20-JUN-2024 22:01:35
24-TUN-2024 23:55:18

1D COMPLEX
26214
Proton
Proton
[ppal

*
TM-ECZE00R/E3

14.09636928([T] {600 [MHz]}
£.18365952 5]

Proton
€00. 1723046 [2Hz |
Slppal
32768

1
0.45794685 [Hz]
15.0060024 [1Hz]
12.00480192 [kHz]

Proton
600. 1723046 [MHz]
Slprn]

Proton

600. 1723046 [MHz]
Slepn]

5.0[us)

FALSE

4

us)
£.18365952 (=]
g1

270, 180, 180, 270, 20, 0}

= 0ls]

HE
4.18368352 (=]
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(thousandths)
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X parts per Million : Carbon 13
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dEDLO

---- PROCESSING PARRMETERS --—-

blip_cldi 16, &4,
sexpl 2.0[Hz], 0.0[=] )
££6( 1, TEUE, TRUE )

machinephase
ppn
Me ;,-s
NH
9aj
Filenane = TK-£-124-3_carbon-1-2.jdf
Auathor
Experinent carbon. 3zp
Sample Id TE-£-124-3
Solvent = CHLOROFORM-D

Actual Start Time
Rewision_Tiu=

Data_Format

Spectrometer

Field Strength
¥_heq Duration
X Domain

X Freg

K Dffset

X Points

X Prescans

¥ _Resolution

¥ Sweep

X gweep_Clipped
Irz_Domain
Irz_Fre

Total Scans

Relaxation Delay
Gain

¥ keq Time

3 angle

Hhen

3 Pulss

Irr_ken Dec

Irr_icn Dec_Calc
Irr_icn Dec_Default_Calc
Irr_irn_Mas

Irr Dec Bandwidth Hz
Irr Dec Bandwidth Prm
Irr_Dec_Frag
Irr_Dec_Merit_Factor
Irr Decsupling

Irr Mos

Irr_Moise
Irr_0ffser_Dafaule

Trr Puideh

Irr_Pwidch Default
Irr_Pwidch Default_Calc
Irr_Puideh Templ

Initial Wait

Hos_Tins

HoelTine Flag

RelExation Delay_Cale
Relaxation Delay_ Temp
Repetition Time

20-JUN-2024 2Z:02:43
20-TUN-2024 22:04:32

= 1D COMPLEX
26214

Carbonl3
Carbonl3
= [pmml

JIMT-ECES00R/S3

= 14.09636328(T]
0.£9208018 (=]
Carbonld
150.91343029 [MHz]
= 100(ppml

(600 [MHz1}

1
1.44495109 [Hz]

= 47.34843485 [kHz]
37.87878788 [kHz]

roton
600. 1723046 [MHz ]
& [ppm]

15.0[us]

0.69205015 (=]

30 [dey]

11(aB]

2.7[us]

25.603[dB]

25.603 [4B]

25.203[4B]

25.803[B]

7.23684211 [kHzl

12.05724078 [ppul

600. 1723046 [HMHz]
2

2.
TRUE

1lts]
1.83206016 (=]




abundance

1 o
&
4 o
st
=
] S 4
] &
---- PROCESSING PARBMETERS —--—
1 blip cldi 16, &4,
i sexpl z.0[Hzl, 0.0[s] 1
fiti 1, TEUE, TRUE )
4 = machinéphase OMe
4 o y ] b2
q HN
| =
=
B (o]
1 > - Ts
= = 1
il < NH
il 9ak
1 Filenane = TK-8-130-8-4-3 proton-1-%.jdf
il Auther delta
Experiment proton. 3zp
e Sample_Id TK-5-130-5-4-3
& o lvent = CHLOROFORM-D
il Actual Start Time 29-JUN-2024 22:23:09
] Revision Tim= 1-IUL-2024 £3:41:44
1 Data Formas = 1D COMPLEX
i Dim Size zez14
¥ Domain Proton
1 Din Title Proton
i Din Units = Ippm]
Dimension:
] Spectrometer THN-ECZE00R/53
1 Field Strength = 14.09636928(T] (600 [MHz]}
i X keq Duration z.18365352 (=]
e X Domain roton
a5 3 Frag 600, 1723046 (MHz ]
] X Dffset = Eippm)
X Points 32788
4 ¥ Prescans 1
il 3 Resolution 0. 45794665 [Hz]
X Sweep 150080024 (kHz ]
] X Sweep Clipped 1200480192 (kHz ]
Trr Domain roton
1 Irr Fre 600, 1723046 (MHz ]
] Irroffser Slppn]
Tri Domain Proton
1 TriFre 600, 1723046 (MHz ]
il Trinffser Sippm.
Blanking 5.0 us)
1 Clipped FALSE
o Scans 3z
s Total Scans 3
Relaxation Delay 2[s]
A Recvr Bain 36
i Temp Get 20.3(dc)
¥_90ideh 5.8 us]
1 X Aeq_Time .1836£852 (5]
1 ¥ Anale 45 [deg]
¥ atn 8.1[a8)
i ¥ Pulse 4.95 [us]
Tr_Mode 0Ez
1 TriMode 0£f
] Dante Loop z00
Dante Prasat FALSE
q Decination Rate o
— Initial Wait i)
=1 Phase {0, S0, 270, 180, lso, 270, 90, 0}
1 Presac_Time 1)
Presac_Time Flag FALSE
1 Relaxafion Pelay_Cale = O[s]
] Relaxation Delsy Temp = Z[s]
Reperition Time 4.18365952 [s]
o
T T T T T T T T T
10.0 2.0 20 70 5.0 5.0 4.0 3.0 20
L A L
" e SN DI O R OIS O O S " o o s
& = e R R e R R - = = 5 A
& & o e T e o R o W Bk = = o & =4 2 &
. o oo L e e e S A e e L P e e i i — —
X parts per Million : Proton




(thousandths)
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X parts per Million : Carbon13
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IJEDLD

---- PROCESSING PARRMETERS --—-

blip cldi 1§, &4,
sexpl 2.0[Hz], 0.0([=] )
£ie( 1, TRUE, TRUE )

machinéphase OMe
H
Ts
1
NH
9ak
Filenane TE-6-130-5-4-3 carbon-1-3.jdf
Author delta
Experiment carbon. izp
Sample Id TE-£-130-E-4-2
Solvent CHLOROFORM-D

Actual Start Time
Revizian_Tins

Data Format
Diu Size
¥_Douain
Dim Title
Din Uhits
Dinsrsicns
Spectrouster

Fisld Strength
X_heq Durstion
¥ Douain

H_Freg

X Dffset

X Points

XK Prescans
¥_Resolution

X Sweep

X _Swesp_Clipped
Irr_Domain

Toral Scans

Relaxation Delay
Recvr_tain

Irr_Acn Dac

Irz_jcn Dec_Calc
Trr_ien_Dec_Default Cale
Trr_Dec_Bandwidch_Hz

Irr Dec Bandwidth Pym
Irz_Dec_Freq
Trr_Dec_Merit_Factor
Trr_Decoupling

Trr_Hoe

Irr Moize

Woe Time_Flag
RelExation Delay_Cale
Relaxation Delay Temp
Repetirion Time

23-TUN-Z024 22:25:54
1-JUL-2024 21:25:17

1D COMPLEX
z6214

Carbonl3
Carbonl?
[pral

b
JMM-ECZE00R/E3

14.09636926[T] {600 [HHz]}
0.52205016([=]

Carbonl3

150. 91343038 [HHz ]
100(ppm]

1
1.44495109 [Hz]

47.34843485 [kHz]
37.87678788 [kHz]

Proton
600. 1723046 [MHz ]
5 [ppm]

15.0[us]

0.69206016 (=]

30 [deg]

11[dB]

2.7lus]
25.803[4B]
25.803 [4B]
25.803[dB
723684211 [kHz]
12.05724078 [ppul
£00. 1723046 [HHz]
2.2

TRIE

FALZE

1[s]
1.63206016 (=]
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abundance

=
o o
- JEOL
ol
X -
] 55 e :
= = =2 -
b =
5 ---- PROCESSING PARMMETERS ---—
[ sexp{ 0.Z[Hz], 0.0[s] }
e e = s trapezoidi D[$], 0[%], 80[%], 100(%] )
] = = zerofill( 1, THUE
] = = £t 1, TEUE, TRUE }
w
machinephase
o ppm.

1 HN
o —
o

{0}
]
o
]
o
&3 9al
&3
ey Filename TK-8-175-1_proton-1-3. jdf

] Buthor delta
o 4 Experiment proton. ixp
— Sanple_Td TR-8-125-1

o Lyent CHLOROFORM-D
P Actual Start_Time 26-TUN-2024 22:39:20
i Revision_Tins 28-JUN-2024 16:3%:44
Data Format 1D COMPLEX
Lo Din Size 26214
A ¥ Domain Proton
Din_Title = Proton
=) Dinlhits [ppm]
— Dinension:

1 Spectrometer TH-ECZE00R/ 3
o Field Strength 14.09636928([T] {600 [MHz]}

] ¥ _keq Duration 218368952 [s]

1 X Domain roton
i X Freg 600. 1723046 (MHz ]
jad X 0ffset Sippn]

] X Points 32788
o X Prescans 1
— X Fesolution 0. 45794685 [Hz]

X _Sueep 15. 0060024 [Hz ]
s X #weep_Clipped 1200480192 (:Hz 1
= Irr_Domain roton

l Irr Freq 600. 1723046 (MHz ]

Irr Dffsec Sippml
=¥ Tri_Domain Proton
—4 Tri Freq €00, 1723046 (MHz |

] Tri Difset Slppm]
=] Blanking 5.07us)
— Clipped FALSE

1 Scans 4
sl Total Scans 4
=4 Relaxarion Delay HE|

1 Recvr_Cain 3
o2 Tenp_Get 20.3(dC)
=] ¥_50Uidch 9.9 [us)

X heq Time 2. 18368952 [s]
=7 X angle 48 [deg)
= X _ktn 8.1[dB)
] 3 Fulse 4.95 [us]
@ Irr_Mode 0ff

4 Tri Mode 0££
= Dante Loop 200

] Dante Prasat FALSE
n Deciuation_Rate 0
=7 Initial Wait i)

1 Fhaze {0, 90, 270, 180, 180, 270, 90, 0}
o ] Presac_Time 215)
= Presac_Time FL FALSE

Relaxafion Dalay_Cale = O[]
] Relaxation Delay Temp = 2[s]
s Repetition Time 4.18385952 (=]
&icd
=
<
= L . L L i
T T T T T T T T T T
10.0 4.0 80 70 6.0 50 4.0 30 2.0 1.0
v R - - R R R )
“a Bl i R B = =R ot A L ¥
) B e RS RN A R R =y
L e e A S SR =

o
I parts per Million : Proton
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113.037
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a0.0
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F7371

76.945

0.0

60.0

dEDLO

---- PROCESSING PARRMETERS --—-
blip_cldi 16, &4,
sexpl 2.0[Hz], 0.0[=] )

£t 1, TEUE, TRUE | Cl
nachinéphase
rpn
HN
Ts
NH
9al
Filenane = TR-§-125-1 carbon-l-Z.3df
uthor
Experinent carbon. Jup
gemple_Id TR-5-125-1
golvent = CHLOROFDRH-D

Actual Start Time
Rewision_Tiu=

2E-JUN-2024 2Z:41:24
25-TUN-2024 22:39:39

Data Format = 1D COMPLEX

Din Fize 26214

X _Domain Carbonl?

Din_Title Carbonl3

Dim Uhits = Ippm)

Dinension:

Spectrometer JNM-ECZE00R/S3

Field Strength = 14.09636328[T] (600 [MHz1}

¥_heq Duration 0.£9208018 (=]

X Domain Carbonld

X Freg 150.91343029 [MHz]
K Dffset = 100(ppml

X Points

¥_Prescans

¥ Resolurion

X _Sueep

X #weep_Clipped
n

1
1.44495109 [Hz]

4734843485 [kHz]
37.87878788 [kHz]

Irz_Domai roton
Irz_Fre £00. 1723046 [MHz ]
Irz_0ifset S lepnl
Blanking 15.0[us]
Clipped FAL

Scans 3z

Toral Scans 3z
Relaxation Delay 1rs]
Recvr_Gain 56

Teup_Get 21.504C1
X_90 Wi deh 8. 1[us]

X _hcq Time 0.69205015 (=]
¥ angle 30 [dey]

¥ hen 11(aB]

3 Pulse 2.7[us]
Irr_dcn Dec 25.603[dB]
Irz_Acn Dec_Calc 25.603 [4B]

Trr_Dec_Bani ]
Irr Dec Bandwidth Prm
Irr Dec Frag

Irr_jcn_Dec_Default Calc = 25.803[dB]

i deh_HZ 723684211 [kHz]
12.05724078 [ppul
£00. 1723046 [HHz ]

Irr_Dec_Merit_Factor H
Irr_Decoupling TRUE
Irr Moe FALSE
Irr Moise URLTZ
Irr_Offsec Default & [rpa]
Irr_Puideh 76 sl
Irr_Pwideh Defaule 76 [us]
Irr_Pwidch Default Calc = 76 [us]
Irr_Pwidch Templ 76 [us]

rrifarse FALS
Decuarion Rate 0
Inivial Walt 11s]
Hoe_Tine 1rs]
Hoe Tins_Flag FALZE
RelExarisn Delay_Cals

Relaxation Delay Temp
Reperition Tius

11s]
1.63206016(s]

500 40.0 300 200 10.0 0

21320
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abundance

1 =
] =]
1 o
o 5
—] o
1 =
] -
b o ---- PROCESSING PARAMETEES ----
-] sexp{ 0.Z[Hzl, 0.0[s] !
i trapezoidi O[%], 0[%], 80[%], 100(%] )
E zerofill( 1, TEUE
q fici 1, TEUE, TRUE ) Br
1 machinephase
] 2 ppR
i e base correct( Hima, 5, O, FALSE, 3, None, FALSE )
=% HN
] o
] Ts
] i
1 NH
|
(=3
1 w
i = e =] @ 9am
] = = &
, =
2| = Filenzue TK-6-137-5-2_proton-4-3.jdf
] o Buthor delta
ca Experiment proton. izn
=] Sanple Id TR-£-137-§-2
] Solvent CHLOROFORM-D
] Actual Start Time 1-JUL-Z024 20:12:23
1 Revizian_Tins 1-JUL-2024 20:23:35
i Data Format 1D REAL
] Din Size 26214
- H_Douain Froton
=7 Din_Title Proton
] Din Units (ppul
] Dinensions ®
q Spectrometer TH-ECZE00R/E3
il Fi=ld Strength 14.09636928(T] {600 [MHz]}
¥_keq Duration 2.18365952 (=]
¥ Domain Froton
W Freg 600. 1723046 [MHz ]
X 0ifset Slppm)
X Foints 32768
¥ FPrescans 1
M Resolurion 0. 45754685 [Hz]
X Sveep 150080024 [kHz]
X Sweep_Clipped 12.00480192 (kHz]
Ifr_Domain Froton
Irr_Freq 600. 1723046 [MHz ]
Trr 0ffsar Sippml
Tri Domain Proton
IriFreq 600. 1723046 (MHz
Tri Difser Slppn]
Blaflking 5.0 [us)
Clipped FALSE
Scans 4
Total _Scans 4
Relaxation Delay EE
Recvr_Gain 46
Teup_Gert 4514c]
S0 Tidth 5.8 us]
X keq Time 2.18365952 (=]
3 angle ol
M hen
¥ Pulss
IFr_Mode
IriMode
Dante Loop
Dante Dresat
Deciustion Rate
Initial Wait
Phaze 270, 180, len, 270, 30, 0}
Prezar_Time
Presac_Time Flag
Relaxstion Delay_Cale = O[s]
Relaxacion Delay_Teup = Z[=]
Repetition Tiue 4.18388352 (=]
1 el N O J
T T T T T T T T T T T
10.0 9.0 8.0 g 6.0 5.0 4.0 30 2.0 10 0
= w S MmO S e oo o E e =
= e H RAFERES RS OmBRSn ) T =
=) & T e e e R IO ] = A&
X o oo L e N L L SR e o i
X parts per Million : Proton
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(thousandths)
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=
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=
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=
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b
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A

77371
77160

76.948
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60.0

500

40.0

30.0

200

21.358

10.0

IJEDLD

---- PROCESSING PARRMETERS --—-
blip cldi 1§, &4,
sexpl 2.0[Hz], 0.0([=] )

ffc( 1, TRUE, TRUE ) Br
machinephase
rpn
HN
Ts
NH
9am

Filenaue TE-6-137-1_carbon-1-2.3jdf
Author delta
Experiment carbon. jxp
Sample Id TR-6-137-1
Solvent CHLOROFORM-D
Actual Start Tiwe 25-JUN-20Z24 2Z:56:2:

Bt UN-2024 4
Revision_Tius 25-JUN-2024 22:55:42

Data Format 1D COMPLEX
Din Size 26214

H_Douain Carbonli

Din_Title Carbonl?

Din Units [ppu]

Dinensions b

Spectrouster JNM-ECZE00R/S53

Fi=ld Strength 14.09636928[T] {600 [MHz1)
¥_keq Duration 0.69205015 (=]

¥ Domain Carbonl3

W Freg 150.91343032 [MHz]

X 0ifset 100(ppul

X Foints

¥ _Prescan:

= 1
¥_Resolution 1.44495109 [Hz]

X Sveep 47.34242486 [kHz]
X Sweep_Clipped 37.67878788 [kHz]
Irr_Domain Provon

Irr_Fre £00. 1723046 [MHz]
Trr_ffsar Slppul

Blanking 15.0[us]
Clipped FAL

Scans 64

Toral Scans 64

Relaxation Delay 1rs]

Recvr_Gain g6

Tenp_Get 20.9[4C]

H_90 i deh 8. 1lus]

3 hcq Time 0.69206016 (=]
¥_hngle 30 [dey]

X aen 11[dB]

¥ Pulse 2. 7lus]

Irr_icn Dec 25.803[4B]
Irz_jcn Dec_Calc 25.803 [4B]
Trr_Aen_Dec_Default Cale = 25_803[d8

Trr_Dec_Bandwidch Hz
Irr Dec Bandwidth Prm
Irr_Dec_Freg

723684211 [kHz]

12.05724078 [ppul

£00. 1723046 [HHz]
2

Trr_Dec_Merit_Factor 2.
Trr_Decoupling TRIE
Trr_Hoe = FALZE
Irr Moize TALTZ
Trr_0ffser Defaule S lppu]
Trr_Puideh 76 [us]
Trr_Puidch Default 76 [us]
Irz_Pridch Default Calc = 76[us]
Trr_Puideh Teup 76 [us]
Trr_Warse FALSE
DecTmation Rate o
Initial W 1[s]
Hoe_Ti 1rs]
Hoe Time_Flag FALSE
RelExation Delay Cale = 0O[s]
Relaxation Delay Temp [

1[s]
1.63206016 (=]

Repetition Time
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abundance

15

14

1.3

=]
=1

0.30

0.63

IO

173

291

]
0.91

3.00

dEDLO

---- PROCESSING PARMIETERS —-——
sexpi 0.Z[Hz]l, 0.0[s] 3
trapezoid{ 0[], O[3, 80031, 100(%] )
zerofill{ 1, TEUE

££ti 1, TRUE, TRUE )

machinephase

rpm

HN Cl

o

Ts
NH

0.303

X parts per Millfon -

Proton

100

Filenaue
Author
Experiment

Solvent = CHLOROFORM-D
Actual Start Time 20-JUN-2024 21:3%:24
Revision_Time 25-JUN-2024 12:05:37

Data_Format = 1D COMPLEX
Diu Fize 26214

X _Domain Proton

Dim_Title Proton

Dim Uhits = Ippm]

Diuension:

Spectrometer THN-ECZE00R/S3

Field Strength = 14.09535923[T] (600[MHz1}

¥_heq Duration 2.18365952 [5]
X Domain roton
X Freg £00. 1723046 [2Hz |
K Dffset = Slppm]

X Points 32768

X Prescans 1

¥ _Resolution

¥ Sweep

X gweep_Clipped
Irz_Domain

0.45794685 [Hz]
150060024 16z ]
1z.00480192 [kHz]

roton
600. 1723046 [MHz ]
Slppm]

Tri_Domain Proton
Tri Fre £00. 1723046 [MHz
Tri Difset Slppm:

Blanking 5. 0[us]
Clipped FALSE

Scans 4

Total Scans 4

Relaxarion Delay 21=]
Recvr_Gain 46

Teup Get 20.704C0]

¥_90_Wideh 3.9 [us]

X Aoy Time 2.1836E952 (5]

X_Angle 45[deg]

¥ hen 6.1[a8]

¥_Pulss 4,95 [us]
Tr_Mode 0ff

Tri Mode i3

Dante Loop 200

Dante Presac FALSE

Decimation Rate o

Initial Wait lr=]

Phaze
Presac_Tiue
Prezar_Time Flag
RelaxaFion Delay_Cale
Relaxation Delay Temp
Reperition Tius

{0, 90, 270, 180, 180, 270, 20, O}

2ls]
4.18365352 (=]




(thousandths)

110
FRNEN R
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8.0

2000 1800 1800

193.340

X parts per Million : Carbon 13
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SR B o G 09 09 od o9 o 09 09 e o
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\

76.945

0.0

200
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10.0

IJEDLD

---- PROCESSING PARMMETERS —-——
blip cld{ 16, &4,

sexpi 2.0[Hzl, 0.0[=] 3

££0( 1, TRUE, TRUE )

machinephase
P
HN (ol
Ts
NH
9an
Filenaue TE-6-128-5_carbon-1-2.3jdf
Author delta
Experiment carbon. jxp
Sample Id TR-6-128-5
Solvent CHLOROFORM-D

Actual Start Time
Revizian_Tins

20-TUN-Z024 21:35:33
20-TUN-Z2024 21:58:37

Data Format 1D COMPLEX

Din Size 26214

¥_Douain Carbonl3

Din Title Carbonl?

Dim Units [ppm]
Dipensions X

Spectrometer THM-ECZE00R/S3

Fisld Strength
X_heq Durstion

14.09636926[T] {600 [HHz]}
0.52205016([=]

¥ Douain Carbonl3

H_Freg 150.91343032 [MHz]
X Dffset 100(ppul

X Points

¥ _Prescan:

= 1
¥_Resolution 1.44495109 [Hz]

X Sweep 47.34242486 [kHz]
X _Swesp_Clipped 37.67878788 [kHz]
Irr_Domain Provon

Irz_Fre £00. 1723046 [MHz]
Trr_ffsar Slppul
Blanking 15.0[us]
Clipped FAL

Scans 51z

Toral Scans 51z

Relaxation Delay 1rs]
Recvr_Gain 56

Tenp_Get 21.114cC]

H_90 i deh 8. 1lus]

¥ Acq Tiue 0.69206016 (=]
¥_hngle 30 [dey]

X aen 11[dB]

¥ Pulse 2. 7lus]

Irr_Acn Dac 25.803[4B]
Irz_jcn Dec_Calc 25.803 [4B]
Trr_Aien_Dec_Default Cale = 25 §03[dB]
Trr_Aen_Hoe 25503 [dB]

Irr_Dec Bandwidth Hz
Irr_Dec_Bandwidth_Prm
Irr_Dec_Fra

7.23664211 [kHz]

12.05734078 [ppm]

600.1723046 [MHz]
2

Trr_Dec_Merin_Factor z_
Irr_Decoupling TRUE
Irr_Moe TRUE
IrrTHoiz WELTZ
Irr 0ffser Defaule & [ppu]
Trr_Puideh 76 us]
Irz_Pridch Defaulc 76 lus]
Irr_Pwideh Defaule_Cale = 76 [us]
Irr_Puideh Teupl 76 [us]

Trr_arst = FALZE

DecTmation Rate 0
Tnitial Wair 1rs]
oe_Tine 1rs]
Noe Time_Flag FALZE
RelExation Delay Cale

Relaxarion Delay Temp
Reperition Time

1is=]
1.83206016 (5]
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abundance

b =
=]
1 o
il s ey ---- PROCESSING PARMMETEES ----
i = & sexpi 0.Z[Hzl, 0.0[s] 1 cl
T trapezoidi O[#], 0[%], 80[%], 100(+] )
=] = zerofilli 1, TRUE
p=: = £ic( 1, TEUE, TRUE ]
1 machinephase
il rru
1 4 HN
K e =y
= 5 = o}
= Ts
il NH
9ao0
Filenaue = TR-£-2Z1-1 proton-1-2.3df
B Author delta
Experiment proton. azp
il Sanple_Id TR-5-221-1
il Solvent = CHLOROFORM-D
Actual Start_Time 16-TUN-2024 20:40: 54
1 Revision_Tims 17-JUN-2024 15:28:15
1 Data Format = 1D COMPLEX
Din Fize 26214
i X _Domain Protan
1 Din_Title Proton
Din lhits = Ippm]
B Dinension:
o Spectrometer THI-ECZE00R/ 53
=l Field Strength = 14.09636928(T] (600 [MHz]}
¥_koo Duration 2.18388952 (<]
1 X Domain roton
HFrey 600. 1723046 (MHz 1
N X 0ffset = Eippm)
X Points 32788
il X Frescans 1
d ¥ Resolurion 0. 45734685 [Hz]
X _Sueep 15. 0060024 [iHz ]
B X #weep_Clipped 12.00420192 (kHz ]
Irr_Domain roton
il Irr_Fre 600. 1723046 (MHz 1
i Irr_Dffsec Slppn]
Tri Domain Proton
1 Tri Fre 600. 1723046 (MHz 1
& Iri Drfsen Sippm.
e Blanking 5.0 us)
Clipped FALSE
1 Scans 4
2| Total Scans 4
i Relaxstion Dalsy 2[=)
Recvr_Gain 36
q Teup Get 208 (4]
i H_S0ideh 5.8 [us]
X hoy Time 2.18368952 (<]
1 X dngle 45 [deg]
3 atn 8.1[a8)
b M Fulse 4.95 [us]
Fr_Mods off
1 Tri Mode 0££
1 Dante Loop 200
= Dante Prasat FALSE
il Deciuation Rate 0
B Initial Wait 1i=1
1 Phaze {0, 90, 270, 180, 180, 270, 90, 0}
| Presac_Tiue 1)
Prezar_Time Flag FLLZE
i Relaxafion Delay_Cale = O[s]
Relaxation Delay Temp = Z[s)
b Repetition Time 4.18385352 (=]
= y L 1 i L L UL‘_ h
T T T T T T T T T T T
10.0 9.0 8.0 10 6.0 5.0 4.0 30 2.0 10 0
/A A PN A |
oo SO g oMo o S ]
g o A R M=) =
S A 28 vdR8ES B8 =]
. oo L A e R R ] =
X parts per Million : Proton
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(thousandths)
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---- PROCESSING PARRMETERS --—-
blip cldi 1§, &4,

sexp{ 2.0[Hz], 0.0[s] } CI
ffc( 1, TRUE, TRUE )
machinephase
P
HN
o
Ts
NH
9a0

Filenaue TE-6-221-1_carbon-1-2.3jdf
Author delta
Experinent carbon. jxp
Sample Id TR-6-221-1
Solvent CHLOROFORM-D

Actual Start Time
Revizian_Tins

16-TUN-Z024 20:43:03
16-TUN-2024 20:42:07

Data Format 1D COMPLEX

Din Size 26214

¥_Douain Carbonl3

Din Title Carbonl?

Dim Units [ppm]
Dipensions X

Spectrometer THM-ECZE00R/S3

Field Strength
X_heq Durstion

14.09636928 [T] {00 [MHz]}
0.52205016([=]

¥ Douain Carbonl3
H_Freg 150.91343032 [MHz]
X Dffset 100(ppul

X Points

¥ _Prescan:

= 1
¥_Resolution 1.44495109 [Hz]

X Sweep 47.34242486 [kHz]
X _Swesp_Clipped 37.67878788 [kHz]
Irr_Domain Provon

Irz_Fre £00. 1723046 [MHz]
Trr_ffsar Slppul
Blanking 15.0[us]
Clipped FAL

Scans 45

Toral Scans 45

Relaxation Delay 1rs]
Recvr_Gain 56

Tenp_Get 21.114cC]

H_90 i deh 8. 1lus]

¥ Acq Tiue 0.69206016 (=]
¥_hngle 30 [dey]

X aen 11[dB]

¥ Pulse 2. 7lus]

Irr_Acn Dac 25.803[4B]
Irz_jcn Dec_Calc 25.803 [4B]
Trr_Aien_Dec_Default Cale = 25 §03[dB]
Trr_Aen_Hoe 25503 [dB]

Irr_Dec Bandwidth Hz
Irr_Dec_Bandwidth_Prm
Irr_Dec_Fra

7.23664211 [kHz]

12.05734078 [ppm]

600.1723046 [MHz]
2

Trr_Dec_Merin_Factor z_
Irr_Decoupling TRUE
Irr_Moe TRUE
IrrTHoiz WELTZ
Irr 0ffser Defaule & [ppu]
Trr_Puideh 76 us]
Irz_Pridch Defaulc 76 lus]
Irr_Pwideh Defaule_Cale = 76 [us]
Irr_Puideh Teupl 76 [us]

Trr_arst = FALZE

DecTmation Rate 0
Tnitial Wair 1rs]
oe_Tine 1rs]
Noe Time_Flag FALZE
RelExation Delay Cale

Relaxarion Delay Temp
Reperition Time

1is=]
1.83206016 (5]
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abundance

; JEOL D

1 )
=5 b
] o
i ---- PROCESSING PARBMETERS —--—
] sexpi 0.Z[Hzl, 0.0(s] }
] trapezoidi 0[%], O[#], 80[%], 100(%] )
] - zerofill( L, TRUE i cl
| + = fre( 1, TRUE, TRUE )
1 & = machinephase
o - rem
=1 HN
i T
w0 ] » < ElEe L
=4 & 2 < e ol =
= :
] = = [=
i 9ap
| Filenaue = IK-§-123-5_proton-1-2.3dE
R Auther delta
& Experiment proton. azp
q JI Sample Id TR-6-133-5
q Solvent = CHLOROFORM-D

2E-JUN-2024 22:46:13
26-TUN-2024 12:46: 57

Actual Start Time
Rewision_Tiu=

] Data Format = 1D COMPLEX
i Diu Fize 26214
X _Domain Protan
Din_Title Proton
Dim Uhits = Ippm]
i Dinension:
b Spectrometer THN-ECZE00R/S3
] Field Strength = 14.09535923[T] (600[MHz1}
| ¥_koo Duration 2.18365952 [5]
i X Domain roton
] HFrey £00. 1723046 [2Hz |
W ¥ _Dffset = Slppn]
= X Points

7 32768
i X Prescans 1

i ¥ _Resolution

1 ¥ Sweep

1 X gweep_Clipped
1 Irz_Domain

0.45794685 [Hz]
150060024 16z ]
1z.00480192 [kHz]

roton
600. 1723046 [MHz ]
Slppm]

Tri_Domain Proton
Tri Fre £00. 1723046 [MHz
Tri Difset Slppm:
Blanking 5. 0[us]
Clipped FALSE

B Scans 4

b Total Scans 4

1 Relaxarion Delay 21s]
Recvr_Gain 36
Teup Get 2zdac]
¥_90_Wideh 3.9 [us]
X Aoy Time 2.1836E952 (5]
X_Angle 45[deg]
¥ hen 6.1[a8]

i ¥_Pulss 4,95 [us]

1 Tr_Mode 0ff
Tri Mode i3
Dante Loop 200

il
=]

0.1

Dante Presat FLLSE
Deciuation Rats o
i Initial Wait 1151
] Phaze {0, 20, 270, lso, 180, 270, 20, O}
] Fresac_Tiue Y
Presac_Tiue_Flag FALEE
if Relaxation Delay_Cale = O[s]
4 Relaxation Delay Temp = 2[s]
Repericion Time 4.18365352 =]
o i v )

T T
10.0 9.0 80 7.0 6.0 5.0 40 30 20 1.0 0
e e BRERIiAlT iR ooanan 5 m
§ B  EEHAERTECUFEESEEER g £
(= LR TR i v e o o o o e e el e B, =8 X G

X parts per Million Proaeon
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(thousandths)
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]

2000 1500 1800

01.368

X parts per Millfon : Carbon13

170.0

160.0

1500 1400 130.0 1200 110.0
P
SEEERRESSEERE88ESE
CERTAEREARRIINGASS

80.0

A

77371

76.940

500

200

21282

10.0

dEDLO

---- PROCESSING PARRMETERS --—-

blip_cldi 16, &4,
sexpl 2.0[Hz], 0.0[=] )

fft{ 1, TRUE, TRUE )} C'
machinephase
ppm
HN
o
Ts
U
NH
9ap
Filenaue = TK-£-133-f carbon-1-2Z.jdf
Author
Experiment carbon. 3zp
Sample Id TE-6-133-5
Solvent = CHLOROFORM-D

Actual Start Time
Rewision_Tiu=

Data_Format

Spectrometer

Field Strength
¥_heq Duration
X Domain

X Freg

K Dffset

X Points

X Prescans

¥ _Resolution

¥ Sweep

X gweep_Clipped
Irz_Domain
Irz_Fre

Total Scans

Relaxation Delay
Gain

¥ keq Time
3 angle
Hhen
3 Pulss
Irr_ken Dec
Irr_icn Dec_Calc
Irr_icn Dec_Default Calc
Irr_Dec_Bandwidth Hz
Irr Dec Bandwidth Prm
Irr Dec Frag
Irr_Dec_Merit_Factor
Irr_Decoupling
Irr Moe
Irr Moise
Irr_Offsec Default

B

Irz Pridth Default Calc

Irz_Pridcth Teupl
rr_iharse

DecTuarion Rane

Tnitial_Waft

No=_Tine

Hoe_Time_Flag

RelExation Delay_Cale

Relaxation Delay Temp

Reperition Tius

2E-JUN-2024 2Z:42:2§
25-TUN-2024 22:48:12

= 1D COMPLEX
26214

Carbonl3
Carbonl3
[ppul

JIMT-ECES00R/S3

= 14.09636328[T] (600 [MHz1}
0.£9208018 (=]

Carbonld

150.91343029 [MHz]

= 100(ppml

1
1.44495109 [Hz]

4734843485 [kHz]
37.87878788 [kHz]

roton
600. 1723046 [MHz ]
& [ppm]

15.0[us]

0.69205015 (=]

30 [dey]

11(aB]

2.7[us]
25.603[dB]
25.603 [4B]
25.203[4B]
723684211 [kHz]
12.05724078 [ppul
£00. 1723046 [HHz ]

11s]
1.63206016(s]
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13

0.2

0.6

0.5

04

0.1

abundance

=
2
i lL"EE':'I-.
---- PROCESSING PARBMETERS —--—
sexpi 0.Z[Hzl, 0.0[s] 1
trapezoidi O[#], 0[%], 80[%], 100(+] )
zerofill( L, TEUE
freq 1, TEUE, TRUE )
o machinephase
s &
! N
(o]
Ts
|
NH
=
B = | | B B 9aq
= |3 = A et
= Filenaue = IK-6-126-5-4_pzoton-l-3.3df
Auther delta
Experiment proton. azp
Sample Id TR-6-175-5-4
Solvent = CHLORDFORM-D
Actual Start Time Z3-JUN-2024 12:2%: 57
Revision Tim= 2¢-JUN-2024 23:3%: 55
Data Formas = 1D COMPLEX
Dim Size zez14
¥ Domain Proton
Din Title Proton
Din Units = Ippm]
Dimension:
Spectrometer THN-ECZE00R/53
Field Strength = 14.09636928(T] (600 [MHz]}
X keq Duration 2.18388952 (<]
X Domain roton
3 Frag 600, 1723046 (MHz ]
X Dffset = Eippm)
X Points 32788
¥ Prescans 1
3 Resolution 0. 45734685 [Hz]
X Sweep 150080024 (kHz ]
X Sweep Clipped 1200480192 (kHz ]
Trr Domain roton
Irr Fre 600, 1723046 (MHz ]
Irroffser Slppn]
Tri Domain Proton
TriFre 600. 1723046 (MHz 1
Trinffser Sippm.
Blanking 5.0 us)
Clipped FALSE
Scans 4
Total Scans 4
Relaxation Delay 2[s]
Recvr Bain 36
Temp Get zl.41dc)
¥_90ideh 5.8 [us]
X Aeq_Time 2.18368952 (<]
¥ Anale 45 [deg]
¥ atn 8.1[a8)
¥ Pulse 4.95 [us]
Tr_Mode 0Ez
TriMode 0£f
Dante Loop z00
Dante Prasat FALSE
Decination Rate o
Initial Wait i)
Phase {0, S0, 270, 180, lso, 270, 90, 0}
Presac_Time 1)
Presac_Time Flag FALSE
Relaxafion Pelay_Cale = O[s]
Relaxation Delsy Temp = Z[s]
Reperition Time 4.18385352 (=]
A "
T T T T
10.0 7.0 6.0 20
LA LN ARS |
o mo gToemOoCnoiooon + =
¥ S& Bexfmctmntiomaon & =
d 2 FiIACAASEcSOTY a 3
B S S e S A Ve = o~ p

X parts per Million : Proton
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o
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=
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dEDLO

---- PROCESSING PARRMETERS --—-
blip_cldi 16, &4,
sexpl 2.0[Hz], 0.0[=] )

T T T ————

2000 1500 1800

X parts per Million : Carbon 13

170.0

167.440

160.0

1500

144.011

=y
=+
o
=

1400

)

= A

oo
A
i
i
&“

o
)
e
w
o

-
in
=
Pl
=

5
=
&=

&
=
=

130.

e
@
&

01200 1100 1000 90.0  BO.O
R 22z
0D W W W — O e o e )
SaSaoffans R

700

60.0

500

40.0

300 200 10.0

1387 ——

fft{ 1, TRUE, TRUE )}
machinephase
H
N
o
Ts
!
NH
9aq
Filenane = TK-£-1Z&-£-4_carbon-1-Z.3jdf
Auathor
Experinent carbon. 1zp
Sample Id TE-6-126-5-4
Solvent = CHLOROFORM-D

23-JUN-2024 1Z:26:02
23-TUN-2024 13:26:05

Actual Start Time
Rewision_Tiu=

Data_Format = 1D COMPLEX
Diu Fize 26214

X _Domain Carbonld

Dim_Title Carhonl3

Dim Uhits = [ppul

Diuension:

Spectrometer JNM-ECZE00R/S3

Field Strength = 14.09636328[T] (600 [MHz1}
¥_heq Duration 0.£9208018 (=]

X Domain Carbonld

X Freg 150.91343029 [MHz]

K Dffset = 100(ppml

X Points

¥_Prescans

¥ Resolurion

X _Sueep =

X #weep_Clipped
n

1
1.44495109 [Hz]

4734843485 [kHz]
37.87878788 [kHz]

Irr_Domais roton
Irr_Fre £00. 1723046 [MHz ]
Irr_Dffsec S lepnl

Elanking 15.0[us]
Clipped FAL

Scans 51z

Toral _Scans 51z

Relaxation Delay 1rs]

Recvr_Gain 56

Teup_Get 2l.6[4c]
3_S0Wideh 8. 1lus]

¥ keq Time 0.69205015 (=]

3 angle 30 [dey]

Hhen 11(aB]

3 Pulss 2 7lus]

Irr_ken Dec 25.603[dB]
Irr_icn Dec_Calc 25.603 [4B]
Irr_Acn Dec_Default Calc = 25.803[dB]
Irr_irn_Mas 25503 [dB]

7.23684211 [kHzl

12.05724078 [ppul

600. 1723046 [HMHz]
2

Irr Dec Bandwidth Hz
Irr Dec Bandwidth Prm
Irr_Dec_Frag

Trr_Dec_Merit_Factor 24
Trr_Decoupling TRIE
Irz Hos TRUE
Irr Hoize TALTZ
Trr_0ffser Defaule S lppu]
Trr_Pwideh 76 us]
Irz_Pridth Default 76 [us]
Irz_Pridth Default Calc = 76[us]
Trr_Puideh Teupl 76 [us]
Trr_fhars FALSE
DecTmation Rate 0
Initial Wait 1rs]
Hoe_Tins 1rs]
Hoe Time_Flag FALSE
RelExation Delay_Cale

Relaxation Delay Temp
Repetition Time

1lts]
1.83206016 (=]
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abundance

o o =
i M JE D L
” ---- PROCESSING PARBMETERS —--—
] = g sexpi 0.Z[Hzl, 0.0[s] 1
= = ~ T trapezoidi O[#], 0[%], 80[%], 100(+] )
L & 5 zerofill( 1, TEUE
£ic( 1, TEUE, TRUE ]
o machinephase Me=N
rpm.
i je=
5 2 I
] = S =
=
| 9ar
il Filenane = TK-6-172-1 proten-2-2.3df
Auther delta
- Experiment proton. 3zp
Sample Id TR-6-132-1
1 Solvent = CHLORDFORM-D
Actual Start Time 11-JUN-2024 22:2%:36
] Revision Tim= 3-JUL-2024 13:17:37
] Data Formas = 1D COMPLEX
Dim Size zez14
1 ¥ Domain Proton
Din Title Proton
Din Units = Ippm]
il Dimension:
Spectrometer THI-ECZE00R/ 53
Field Strength = 14.09636928(T] (600 [MHz]}
q X keq Duration 2.18388952 (<]
X Domain roton
] 3 Frag 600. 1723046 (MHz 1
X Dffset = Eippm)
] X Points 32788
¥ Prescans 1
_ 3 Resolution 0. 45734685 [Hz]
X Sweep 15. 0060024 [iHz ]
X Sweep Clipped 12.00420192 (kHz ]
1 Trr Domain roton
Irr Fre 600. 1723046 (MHz 1
1 Irroffser Slppn]
Tri Domain Proton
1 TriFre 600. 1723046 (MHz 1
Trinffser Sippm.
4 Blanking 5.0 us)
Clipped FALSE
i Scans 4
Total Scans 4
Relaxation Delay 2[s]
i Recvr Bain 36
Temp Get zl.grac)
¥_90ideh 5.8 [us]
1 X Aeq_Time 2.18368952 (<]
¥ Anale 45 [deg]
1 ¥ atn 8.1[a8)
¥ Pulse 4.95 [us]
| Tr_Mode off
TriMode 0£f
i Dante Loop 200
Dante Prasat FALSE
i Decination Rate o
Initial Wait i)
| Phase {0, S0, 270, 180, lso, 270, 90, 0}
Presac_Time 1)
Presac_Time Flag FALSE
1 Relaxafion Pelay_Cale = O[s]
Relaxation Delay Temp = Z[s)
1 Repetition Time 4.18385352 (=]
| L “ L‘,L__}K‘._,—f
T T T T T T T T T T T
10.0 8.0 a0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 0
e A A AN
= o R A RS = 50 o oo S e o
& ARanbRAaEs iy I=3-N P =T oo
= A RN E=2-R-F - ]z AhA 228k =
. o L e e = %] er e e o o
X parts per Million : Proton




(thousandths)

bl

st A

dEDLO

---- PROCESSING PARRMETERS --—-
blip_cldi 16, &4,
sexpl 2.0[Hz], 0.0[=] )

N

2000 1500 1800

95.303

X parts periﬁllion : Carbon 13

170.0

160.0

157.186 —

150.0 140.0 130.0 12000 110.0 100.0 90,0 80.0
/422%%%4}%§%\ | /
shocngsencoen 5 3
ZEORNE8RAETEE g ES
Afescesdaiios g S
b R e = Rk

76.948

70.0

60.0

500 40.0 30.0 200 10.0

55023 —
217
17668

N5 —

fft{ 1, TRUE, TRUE )}

nachinephase Me-N

ppm

o
Ts
NH
9ar

Filenaue = TK-£-132-1_ carbon-1-Z.jdf

Author

Experiment carbon. 3zp

Sample Id TE-6-132-1

Solvent = CHLOROFORM-D

Actual Start Time
Rewision_Tiu=

11-JUN-2024 2Z:47:54
11-TUN-2024 22:51:35

Comment; = NPPh3
Data Format 1D COMPLEX
Diu Size 26214

Domain Carhonl3
Din_Title Carhonl3
Din thits [prm]
Diusnsions b
Spectrometer JNM-ECZ600R/53
Field Strength 14.09626228 [T] {600 [MHz1}
X_heq Duration 0.69206015 (=]
X Douain Carbonl3
H Freq = 150.91343033 [MHz]
X Dffset 100(ppul
X Points 32768

1

1.44496109 [Hz]
47.34842485 [kHz]
37.87878788 [kHz]

Proton
600. 1723046 [MHz ]

Irr_Freq =

Irr Dffset S lppm
Blanking 15.0[us]
Clipped FALSE
Scans 128

Total Scans 128
Relaxation Delay HE)
Recvr_Gain 56
Tenp_Fat 21.11dC)
¥_20 Width 8.1[us]

3 heq Time 0.69206016 =]
M anale 30[deg]

3 ken 11[dB]
H_Fulse 2.7[us]
Ifr_icn Dn 25.603 [4B]
Irr_icn Dec_Cal 25.203[4B]
Irr_irn_Dac_Default_Cals = 25.803[4B]
Irr_hen 25.803 [dB]

Irr Dec_Bandwidth Hz
Irr_Dec_Bandwidch_Prm
Irr_Dec_Fra

Irr_Dec Merit_Factor

7.23664211 [kHz]

12.05734078 [ppm]

£00. 1723046 [MHz]
2

Irr Decoupling TRUE
Irr_Moe TRUE
Irr_Moize WELTZ
Irr 0ffser Defaule Slppul
Irr_Puidch 76 [us]
Irr_Pwidch Default 76 [us]
Irr Pwideh Defaule_Calz = 76 [us]
Irr_Puideh Teumpl 76 [us]
Trr iarse FALSE
Deciuation Rave 0
Initial Wal 1rs]
Hoe_Tins z[s]
Noe Tine_Flag FALEE
Relzxation Delay_Cale

Relaxarion Delsy Temp
Reperition Time

21s]
2.63206016 (5]
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0

abundance

0.93

3.04
300

178
1.83

IJEDLD

083
0.92

0.6
0.87

---- PROCESSING PARRMETERS --—-
sexpi 0.Z[Hz], 0.00[s] )

trapezeidi 0[%], O[%], 80[%], 100[%] )
zerofillf 1, TEUE

£ic( 1, THJE, TRUE )

)
A
=

X parts per Million Pro;m

o

30935
2200 ——
1623

machinephase
rpu

Filenaue TK-6-136-1-2_proton-1-3.3df
Buthor delta

Experinent proton. izp

Sanple Id TR-£-136-1-2

Solvent CHLOROFORM-D

21-JUN-2024 22:51:58

Actual Stare Tiue 24 2
24-JUN-2024 23:44:13

Revision_Tine

Data Format 1D COMPLEX
Din Size 26214
H_Douain Froton
Din_Title Proton

Din Units (ppn]
Dinensions ®

Spectrometer TH-ECZE00R/E3

Fisld Strength
X_heq Durstion

14.09636928([T] {600 [MHz]}
£.18365952 5]

¥ Douain Proton
H_Freg €00. 1723046 [2Hz |
X Dffset Slpral
X Points 32768

¥ _Prescans

M Resolurion

X Sveep

X Sweep_Clipped
Ifr_Domain
Irr_Freq

Trr 0ffsar

1
0.45794685 [Hz]
15.0060024 [1Hz]
12.00480192 [kHz]

Proton
£00. 1723046 [MHz]
Slppm]

Tri Domain Proton
Tri Freq €00. 1723046 [2Hz ]
Tri_ifset Slppn]
Blanking 5. 0us]
Clipped FALSE
Scans 8
Total Scans 8
Relawation Delay 21s]
Recvy Gain 36
Teup_Get 2l.9140]
50T deh 3.9 [us]
X Aoy Time 2.18365952 [s]
¥ angle ol
¥ hen
X Pulse
Trr_Mode
TriMode

Presac_Time Flag
Relaxstion Delay_Cale = O[s]
Relaxation Delay Temp

1 zls]
Repericion Time 4.18365352 [=]

270, 180, 180, 270, 20, 0}




(thousandths)

dEDLO

o
87 —=-- PROCESSING PAPMMETERS ---—
4 blip_cldi 16, &4,
sexp{ Z.0[Hz], 0.0[s] }
fft{ 1, TRUE, TRUE )}
4 machinephase
B Bhm M
.ve
il 7 "N
(o}
;rs
=
&4 NH
fa
i 9as
4 Filenaue = TK-£-136-1-Z_ carbon-1-%.3jdf
Auathor
al Experiment carbon. Ixp
4 Sample Id TE-6-136-1-2
o Solvent = CHLOROFORM-D
I= Actual Start_Time 21-JUN-2024 22:54:24
ot | Revision Time 24-JUN-Z024 23:46:21
2
Data Format = 1D COMPLEX
Din Size zezl4
J X_Douain Carbonl3
Din_Title Carbonl3
1 Din Units = [pm)
4 Dinension:
Spectrometer JHM-ECZe00R/S3
o Field Strength = 14.09836328[T] (&600[MHz])
X_hoq Duration 0.69208018 (=]
m ® Domain Carbonl3
o K_Freqg 150. 21343039 [MHz]
= ¥ _Dffset = 100(ppn]
= X Points
o | X Prescans 1
X _Resolution 1.44436105 [Hz]
®_SBweep = 47.3484848E5 [kHz ]
ol ¥ Sweep_Clipped 37.87878788 [kHz]
Irzr_Domain roton
i Irr_ Fre 600. 1723046 [MHz ]
1 Irr_0ffset 5(ppn]
if Blanking 1E.0(us]
Clipped FAL
1 Scans 130
i Toral gcans 130
= Relaxation Delay 1(s]
=g Recvr_Gain 58
= Temp_Gert 21.gldc]
b X¥_90_Wideh 8. 1[us]
o K _acqg Time 0.69206016([=1]
¥ anals 30[deg]
il X ktn 11[dB]
2 ¥ Pulse 2.7[us]
Irr_den Dec 25.803[dB]
| Irr_hcn Dec_Cale 25.803[dE]
il Irr_cnDec Default Calc = 25.603(dE]
Trr_icn Mos 25.803[B]
1 Irr Dec_Fandwidth Hz 7.23684211 [kHzl
4 Irr Dec Bandwidth Ppm 12.05754078 [ppul
i Irr_Dec_Freq 600. 1723046 (MHz ]
o Irr_Dec_Merit_Factor 2.2
= Irr_Decoupling TRITE
- | Irr Mos TRUE
Irrloise TALTZ
R Irr_nifset Dafaule Slppm]
i Trr_Pwideh 76 us]
Irr_Pridth Default 76 us]
1 Irr Pridch Default Calc = 76 [us]
i Irr_Pwidch Teupl 76 [u=]
TIrr_Whars FALSE
B DecTmation Rate o
] Initial Wait 1is]
Ho=_Tims 1[s]
R Noe Time_Flag FALSE
| RelExation Delay_Cale o[s]
| " " " " i i . WJ . L o | Relaxarior Delay Tems 1ts]
. # R i o SR AR BN Depoticion Tiue 1.e3z08016(2]
T T T T T T T
2000 1%00 1800 170.0 1600 150.0 1400 1300 1200 1100 1000 90.0 80.0 700 60.0 50.0 40.0 300 200 10.0
T e e R ) o oo w“ o
x SFEAsE SRERE = 2T = 3
3 SRELERFITORES b aa3 5 by
= P e e e o o P o
& Ehubamatsisstn o ERS ® R

X parts per Million : Carbon 13
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abundance

1.2

305

280

200

179

96

3.00

IJEDLD

---- PROCESSING PARMMETERS —-——
sexpi 0.Z[Hzl, 0.0[s] 1

trapezoid{ 0[%], O[%], 80[%], 100[%] )
zerofilll 1, TEUE

£ft{ 1, TRUE, TRUE )

machinephase

PR
reference( 7.24864[ppm], 7.26[ppul !
thresh( 3.47868[%1, 1, '}

wy
&
=

X parts per Million Prot:n

4.0

3420—

30 2.0

1585 —

BF(#R: KY-1-056-7 proton-2-1.3df Me—N o
PBs
i
NH

9la

Filenaue RY-1-058-7 proton-2Z-2.jdf

Author delta

Experinent proton. ixp

Sample Id RKy-1-058-7

Solvent CHLOROFORM-D

Actual Start Time
Revizian_Tins

20-JUN-2024 22:42:37
21-JUN-2024 08:01:03

Data Format 1D COMPLEX
Din Size 26214
H_Douain Froton
Din_Title Proton

Din Units (ppn]
Dinensions ®

Spectrometer TH-ECZE00R/E3

Fisld Strength
X_heq Durstion

14.09636928([T] {600 [MHz]}
£.18365952 5]

¥ Douain roton

H_Freg €00. 1723046 [2Hz |
X Dffset Slpral

X Points 32768

¥ _Prescans

M Resolurion

X Sveep

X Sweep_Clipped
Ifr_Domain
Irr_Freq

Trr 0ffsar

1

0.45794685 [Hz]
15.0060024 [1Hz]
12.00480192 [kHz]

Proton
£00. 1723046 [MHz]
Slppm]

Tri Domain Proton

Tri Freq €00. 1723046 [2Hz ]

Tri_ifset Slppn]

Blanking 5. 0us]

Clipped FALSE

Scans 4

Total Scans 4

Relawation Delay 21s]

Recvy Gain 46

Teup_Get 21l.114c0]
50T deh 3.9 [us]

X Aoy Time 2.18365952 [s]

¥ angle ol

¥ hen

X Pulse

Trr_Mode

TriMode

270, 180, 180, 270, 20, 0}

Pressc_Time Flag
Relaxation Pelay_Cale = O[s]
Relaxation Delay Temp
Repetition Time

HE
4.18368352 (=]
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(thousandths)
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X parts per Million : Carbon 13
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&
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=
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I

o
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I

=
o
-
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o
=
o
&

110.0

122372

80.0

7137

Relaxation Delay Temp
Reperition Time

76948

dEDLO

---- PROCESSING PARMIETERS —-——
blip cld( 16, &4,

sexpi 2.0[Hz], 0.0[s] 3

££0{ 1, TRUE, TRUE )

machinephase
D
Me-N o
PBs
[}
NH
9la

Filenaue = EY¥-1-088-7_carbon-1-2.jdf

Author delta

Experiment carbon. 3zp

Sample Id KY-1-058-7

Solvent = CHLOROFORM-D

Actual Start Time
Rewision_Tiu=

13-TUN-2z024 22:28:18

Data Format = 1D COMPLEX
Din Fize 26214

X _Domain Carbonl?

Din_Title Carbonl3

Dim Uhits = Ippm)

Dinension:

Spectrometer JNM-ECZE00R/S3

Field Strength = 14.09636328[T] (600 [MHz1}

¥_heq Duration 0.£9208018 (=]

X Domain Carbonld
X Freg 150.91343029 [MHz]
K Dffset = 100(ppml

X Points

¥_Prescans

¥ Resolurion

X _Sueep

X #weep_Clipped
n

1
1.44495109 [Hz]

4734843485 [kHz]
37.87878788 [kHz]

Irz_Domai roton
Irr_Fre £00. 1723046 [MHz ]
Irz_0ifset S lepnl
Blanking 15.0[us]
Clipped FAL
Scans 130
Toral Scans 130
Relaxation Delay 1.50s]
Recvr_Gain 6
Teup_Get E5[dC]
X_90 Wi deh 8 1lus]
¥ keq Time 0.69205015 (=]
3 angle 30 [dey]
¥ hen 11(aB]
3 Pulse 2 7lus]
Irr_dcn Dec 25.603[dB]
Irz_Acn Dec_Calc 25.603 [4B]
Irr_Acn Dec_Default Calc = 25.803[dB]
Trr_ien_Mos 25503 [dB]
Irz Dec_Bandwidth Hz 7.23684211 [kHzl
Irr Dec Bandwidth Prm 12.05724078 [ppul
Irr_Dec_Freq 600. 1723046 [HMHz]
Trr_Dec_Merit_Factor 2
Trr_Decoupling TRIE
Irz Hos TRUE
Irr Hoize TALTZ
Trr_0ffser Defaule S lppu]
Trr_Pwideh 76 us]
Irz_Pridth Default 76 [us]
Irz_Pridth Default Calc = 76[us]
Trr_Puideh Teupl 76 [us]
Trr_fhars FALSE
DecTmation Rate 0
Initial Wait 1]
Hoe_Tins 1.51=]
Hoe_Time_Flag FALSE
RelExation Delay_Cale 0ls]

1.50s]

2 19z08018(=]
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abundance

=
=
=
=
o
---- PROCESSING PARMMETEES ----
sexpi 0.Z[Hzl, 0.0[s] 1
trapezoidi O[#], 0[%], 80[%], 100(+] )
i zerofilld 1, TEUE
P £ic( 1, TEUE, TRUE ]
= machinephase
s ppn
basze correct( Xkima, 5, O, FALSE, 3, None, FALSE )
HN
0
;I's
-
= e S N,
5 = = CHO
=
=1
11ai
Filenaue = TR-£-024-1 proton-2-2.3df
Author delta
Experiment proton. azp
Sanple_Id TR-5-084-1
Solvent = IMS0-DE
Actual Start_Time 26-JUN-2024 22:47: 58
Revision_Tims 27-JUN-2024 23:49:18
Data Format = 1D REAL
Din Fize 26214
X _Domain Protan
Din_Title Proton
Din lhits = Ippm]
Dinension:
Spectrometer THI-ECZE00R/ 53
Field Strength = 14.09636928(T] (600 [MHz]}
X keq Duration 2.81110912 (<]
X Domain roton
3 Frag 600. 1723046 (MHz 1
X Dffset = Eippm)
X Points 32788
X Frescans 1
3 Resolution 0. 34351163 [Hz]
X Sweep 112561903 [kHz]
X Sweep Clipped 9.00495272 (iHz]
Irr_Domain roton
Irr Fre 600. 1723046 (MHz 1
Irr_Dffsec Slppn]
Tri Domain Proton
TriFre 600. 1723046 (MHz 1
Iri Drfsen Sippm.
Blanking 5.0 us)
Clipped FALSE
Scans 4
Total Scans 4
Relaxstion Dalsy 2[5]
Recvr_Gain 46
Temp Get zLiac)
¥_90ideh 5.9 [us)
X Aeq_Time 2.91110912 (<]
¥ Anale 45 [deg)
¥ atn 8.1[a8)
¥ Pulse 4.95 [us]
Fr_Mods off
Tri Mode 0££
Dante Loop 200
Dante Prasat FALSE
Deciuation Rate 0
Initial Wait i)
Phaze {0, 90, 270, 180, 180, 270, 90, 0}
Presac_Tiue 1)
Prezar_Time Flag FLLZE
Relaxafion Delay_Cale = O[s]
Relaxation Delay Temp = Z[s)
Repetition Time 4.51110912 (=]
A A jl. (i ;¢
k
B L B B e LA B e e A B L R
120 110 10,0 9.0
o . P R = o oo
= & BHE DDy Mmoot e o & SER
& ] SESESRETSRARAREGESES & S0
[a] =] L e e e e S S o S S Ll i ed
X parts per Million : Proton
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dEDLO

---- PROCESSING PARRMETERS --—-

blip_cldi 16, &4,
sexpl 2.0[Hz], 0.0[=] )

fft{ 1, TRUE, TRUE )}

machinephase

D

o
Ts
U
N-
11ai

Filenaue = TK-£-084-1-f_ carbon-1-2.3jdf

Author

Experiment carbon. 3zp

Sample Id TE-6-084-1-5

Solvent = DMBS0-D&

Actual Start Time
Rewision_Tiu=

Data_Format

Spectrometer

Field Strength
¥_heq Duration
X Domain

X Freg

K Dffset

X Points

X Prescans

¥ _Resolution

¥ Sweep

X gweep_Clipped
Irz_Domain
Irz_Fre

Total Scans

Relaxation Delay
Gain

¥ keq Time

3 angle

Hhen

3 Pulss

Irr_ken Dec

Irr_icn Dec_Calc

Irr_icn Dec_Default Calc
Furd dehy,_HE

Trr_Dec_Bani ]
Irr Dec Bandwidth Prm
Irr Dec Frag
Irr_Dec_Merit_Factor
Irr_Decoupling
Irr Moe
Irr Moise
Irr_Offsec Default

B

Irr_Pwidch Default Calc

Irr_Pwidch Templ
rr]ifarse

Decluarion Rate

Inivial Walt

“Time_TFlag
RelExation Delay_Cale

Relaxation Delay Temp
Reperition Tius

27-JUN-2024 21:52:13
27-TUN-2024 23:13:37

= 1D COMPLEX
26214

Carbonl3
Carbonl3
[ppul

JIMT-ECES00R/S3

= 14.09636328(T]
0.£9208018 (=]
Carbonld
150.91343029 [MHz]
= 100(ppml

(600 [MHz1}

1
1.44495109 [Hz]

4734843485 [kHz]
37.87878788 [kHz]

roton
600. 1723046 [MHz ]
& [ppm]

15.0[us]

0.69205015 (=]

30 [dey]

11(aB]

2.7[us]
25.603[dB]
25.603 [4B]
25.203[4B]
723684211 [kHz]
12.05724078 [ppul
£00. 1723046 [HHz ]

11s]
1.63206016(s]
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abundance

g
=
=
2
[ -
- ---- PROCESSING PAPABMETERS --—-—-
sexp{ 0.Z[Hz], 0.0[s] }
trapezoidi{ O[%], O[%], 80[%], 100[%] }
zerofill( 1, TRUE
ffc{ 1, TMUJE, TRUE )
al i e machinephase
= 5= 1o FPR
Me-N
(o]
NH;
12aa
Filenaue TK-£-028-2-1_proton-1-Z.3jdf
Author delta
Experiment proton. ixp
Sample Id TR-6-028-2-1
Solvent CHLOROFORM-D
Actual Start Tiwe 7-MAR-2024 22:36:16
Rewision_Tiwe T-MAR-2024 Z2Z:38:47
Comment single pulse
Data Format 1D COMPLEX
Din_Size z6zld
¥ Domain Proton
Din Title Proton
Dim thits [ppal
Dipensions X
Spectrometex JHM-ECZEQ0R/S3
Field Strength 14.09636928(T] (e00[MHz])
X_dcg Duration 2.18103808 (5]
¥ Demain Proton
X _Freg 600. 1723046 ([MHz]
X Offset Slppm;
K _Points 3zZ7e8
¥ Prascans
X Resolution 0.45849727 [Hz]
H_Swesp 15.02403846[kHz]
X_Sweep_Clipped 1z.01923077[kHz ]
Irr_Domain Proton
Trr_Fregq 600. 1723046 [MHz]
Irz Dffset Sippam]
Tri Domain roton
Tri_Fregq £00.1723046[MHz ]
Tri 0ffzar ppm]
Blanking 5.00as]
Clipped FALSE
Scans 4
Toral Seans 4
Relaxation Delay zls]
Recvr_Gain 36
Temp_TFet Zn_8([drC)
¥_90 Width 9.9 [us]
X Acq Time 2.18103808 (5]
¥_inale
Xhen
¥ Pulse
Irr_Mode
Tri_Mode
Danfae_Loop
Dante Presar
Deciuation Rate
Initial Wait
Thase 180, 10, 270, 90, 0}
Presar_Time
Presac_Time Flay = FALSE
Relaxation felsy Cale = Ol=]
Relaxation Delay Temp = Z[=]
Repericion Time 4.18103808([s]
— |
T T T T T T T T T T
10.0 9.0 8.0 7.0 6.0 5.0 4.0 2.0 2.0 1.0
A - =
SECEBRRZEIISRSZES b= =
SR-EE5LTTSRENNARA 2 g
ARAPRES NSNS = == St St N b= =

X parts per Million : Proton
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(thousandths)

IJEDLD

---- PROCESSING PARMMETERS —-——
blip cld{ 16, &4,

sexpi 2.0[Hzl, 0.0[=] 3

££0( 1, TRUE, TRUE )
machinéphase

PR
reference( 147.040%4[ppal, 77.16(ppm] |

Me-N
o]
NH;
12aa

Filenaue TE-6-028-2-1_carbon-1-2.3jdf
Author delta
Experiment carbon. jxp
Sample Id TR-6-028-2-1
Solvent CHLOROFORM-D

Actual Start Time
Revizian_Tins

7-MBR-Z0Z4 22:38:43
7-MRR-2024 22:43:03

Comment single pulse decowpled gated HOE
Data Formar 1D COMPLEX

Diu_Size 26214

¥ Domain Carbonl?

Din Title Carbonl3

Din thits =)

Dinsnsions *

Spectrometer JNM-ECZE00R/S3

Field Streungth 14.09636928[T] {600 [MHz]}
¥_heg Duration 0.69206016 (=]

¥ Dousin Carbonld

X Freg 150.9124302% [MHz]

X Dffset 100(ppul

¥ Points 32768

1.44496108 [Hz]

47.34848485 [kHz ]
37.87878788 [kHz ]
Trr_Domzin Provon
£00. 1723046 [MHz ]

Trr_Treg

Irz Difset S lepal
Blanking 15.0[us]
Clipped FALSE
Scans 64
Total Scans 64
Relaxation Delay 1=
Recvr_Gain 56
Tenp_Tet 20.@[4C]

8.1[us]
0.69208018 (=]
30[dag]

3,

ken 11[dB]

3 Fulse 2.7[us]
Irr_dcn De 25.803[4B]
Irr_irn Dac_Ca 25503 [dB]
Irr_ien_Dec_Default_Cals = 25.803[4B]

Irr_icn Hoe
Irr_Dec_Bandwidch_Hz
Irr_Dec_Bandwideh_Prm
Irr_Dec_Fre

25.603[4B]

7.23604211 [kHz]

1205734076 [ppm]

600, 1723046 [MHz ]
z

Trr_Dec_Merir_Factor =z,
] Irr_Decoupling
IrrTHos
il Irr Moise
Irr_0ffsen Default = Elppm]
Irr_Puideh 76 [us]
Irr_Dwideh Dafaule 76 [us]
] Irr_Pwideh Default_Cale = 76 [us]
il Irr_Puideh_Templ 76 [us]
IrrTiarst FALSE
il Deciuarion Rate 0
7] Iniial Wait 11s]
il Hoe_Tine = 1[s]
1 Im | Hoe Tine Flag FALZE
7 L L e - L " TR | PPy FoTH Relaxarion Delay_Cale ars]
o — it G A 4 e L W & B i . laxarion Delay Temp 1(=)
] Repetition Time = 1.e3z08016(s]
T T T T T T T T T T T
200.0 1800  1B0.0  170.0  160.00 1500 1400 130.0 1200 1000 20.0 30.0 70.0 60.0 500 40.0 300 200 10.0
) =] RN el coo o~
=) =R BOSmamaa ® 8T =
= &= e T o =
= < w SCoooooes P oo
= i [t Berlprios SRS S

X parts per Million : Carbon 13
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abundance

il =
] =
2 = =
= =]
o] =i -
7]
] oS a
— o9 i e =
7 - — 3z
| o - —--- PROCESSING PARMMETERS —-——
1 & =4 sexpi 0.Z[Hzl, 0.0[s] 1
= = trapezoid{ O[%], O[%], 800%1, 1000%] Ts
zerofill( 1, TEUE
£ic( 1, TEUE, TRUE ]
machinephase
rru
oa ] me-N
-] (o]
e NH;
w7 13aa
7 Filenaue = IK-£-028-1-2_pzoton-l-3.3df
Author delta

Experiment proton. Izp
TR-5-028-1-2
Solvent = CHLOROFORM-D
Actual Start_Time 7-MAR-2024 22:21:Z1
Revision_Tims G-MAR-2024 10:50:56

] Conment; = single pulse
& Data Format 1D COMFLEX
e Din Size 26214

1 Domain Proton

1] Din_Title Proton

] Din thits [pra)
anl Dimensions X
- Spectrometer THM-ECZE00R/53

1 Field Strength 14.09626228(T] {600 [MHz1)
— X_heq Duration 2.16103808 [s]
| ¥ Dousin Froton

] X Freg = £00.1723046 [MHz]

] X Dffset Slppu:

i X Foints 32768

1
0.45843727 [Hz]

15.02403846 [kHz]
12.01923077 [kHz]

x
1w
E
L

Proton
500. 1723046 [MHz]

] Irr_Freq
I Irr Dffset Elppm]
4 Tri Domain roton
o3 ] Tri_Freq 600. 1723046 [MHz ]
=5 Tri Dffser Slpym]
il Elanking E.0[us]
] Clipped FALSE
4 Scans 4
[ Toral Scans 4
S .
4 Relaxation Delay HE!
5 Recvr Gain 36
] Tenp_Fet 20.814C)
¥ 80 _Width 2.9[us]
®_Acq Time 2.18103808 (=]
X _hngle 45[d
“hcn 6.1[a8]
¥ _Pulse 4.95[us]
] Irr Mode Off
il Tri Mode Off
] Dante Loop 200
=+ Dante Drazar FALSE
=4 Decimation Bate o
1 Initial Wait 1[=]

{0, 90, 270, 180, 120, 270, 30, 0}
Presac_Time
Pressc_Time_Tlag
Relaxation Delay Cale
Relaxation Delay_ Temp
Repetition Time

Zl=]
418103808 (=]

02

01

T
100 9.0 3.0 70 5.0 4.0 30 20 10 0
SETad Ganltleal, AT, & o 5
AR s e e 2 4 i
SR e e s e e g o 5
SREERETL SRR SEEER00R TS b 5 e

X parts per Million : Proton
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(thousandths)

2000 1500 1800

X parts per Million : Carbon 13
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1100
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a0.0

80.0

-

77371

76.945

0.0

60.0
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40.

0

37769

300

200

21722

10.0

dEDLO

---- PROCESSING PARRMETERS --—-

blip cld( 16, &4,
sexpi 2.0[Hz], 0.0[s] 3
££0{ 1, TRUE, TRUE )
machinéphase

2223

-N
Me o

NH,

13aa

Filenaue
Author
Experiment

Actual Start Time
Rewision_Tiu=

Comment

Spectrometer

Field Strength
X_heq Duration
X Douain

Total Scans

Relaxation Delay
Recvr_Gain

Irr Dec_Bandwidth Hz
Irr_Dec_Bandwidch_Prm
Irr_Dec_Fra

Irr_Dec Merit_Factor
Irr Decoupling
Irr_Moe

Irr_Moize

Irr 0ffser Defaule
Irr_Puidch

Irr_Pwidch Default
Irr_Puideh Defaule_Cals
Irr_Puideh Teumpl

Trr iarse

Deciuation Rave

Noe Tine_Flag
Relzxation Delay_Cale
Relaxarion Delay Temps
Repetition Tiue

TR-£-02%-1-2_carbon-1-2.3df

carbon. jzp
TR-£-028-1-2
CHLOROFORM-I
7MRE-2024 22:23:36
7MRE-2024 22:26:29

ingle pulse decoupled gated NOE
1D COMPLEX

JNM-ECZE00R/83

14.09636328 [T]
0.59205016(=]
Carbonl3
15091343039 [MHz ]
100(ppm]

32768

{600 [MHz]}

4
1.44496109 [Hz]

47.34842485 [kHz]
37.87878788 [kHz]

Proton
£00. 1723046 [1Hz]
Elppm

15.0[us]

FALSE

47

a7

1=

56

20.914C]

8.1lus]
0.69206016([5]
30[deg]

7.23664211 [kHz]

12.05734078 [ppm]

£00. 1723046 [MHz]
2

1ts]
1.63206016([s]
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574

IJEDLD

2.83

099
.00

.74

---- PROCESSING PARRMETERS --—-
sexpi 0.Z[Hz], 0.00[s] )
trapezeidi 0[%], O[%], 80[%], 100[%] )
zerofillf 1, TEUE
£ic( 1, THJE, TRUE )

ase

ppn

thresh{ 0.93356[%1, 1,

base correct( Akima, 5, 0, FALSE, 3, None, FALSE |
refe¥encal 7.24635[ppu]l, 7.28[ppml )

abundance

X parts per Million : Proton

=3
=

=
i)

4.135\_
o]
N

8381 ——
7.274
7.261
7.248
7229
N7
7.147
7.135
T042
7030
T01E
6.791
6778
6.756
6.744
6.732
4.122
4.110
3520 —
3.137
312
313
0.004

LT(CE#% : TE-6-074-1-5 protan-Z-1.jdf N o
NH;

12ag

Filenaue TK-6-074-1-5_proton-2-3.3df

Buthor delta

Experinent proton. izp

Sanple Id TR-£-074-1-E

Solvent CHLOROFORM-D

29-TUN-2024 22:38:22

Actual Stare Tiue 24
1-JUL-2024 20:52:20

Revision_Tine

Data Format 1D REAL
Din Size 26214
H_Douain Froton
Din_Title Proton

Din Units [ppa)
Dinensions ®

Spectrouster TH-ECZE00R/E3

Field Strength
X_heq Durstion

14.09636928([T] {600 [MHz]}
£.18365952 5]

¥ Douain Proton
H_Freg €00. 1723046 [2Hz |
X Dffset Slpral
X Points 32768

¥ _Prescans

M Resolurion

X Sveep

X Sweep_Clipped
Ifr_Domain
Irr_Freq

Trr 0ffsar

1
0.45794685 [Hz]
15.0060024 [1Hz]
12.00480192 [kHz]

Proton
£00. 1723046 [MHz]
Slppm]

Tri Domain Proton
Tri Freq €00. 1723046 [2Hz ]
Tri_ifset Slppn
Blanking 5. 0us]
Clipped FALSE
Scans 3z
Total Scans 32
Relawation Delay 21s]
Recvy Gain 46
Teup_Get 45[dC]
50T deh 3.9 [us]
X Aoy Time 2.18365952 [s]
¥ angle ol
¥ hen
X Pulse
Trr_Mode
TriMode

270, 180, 180, 270, 20, 0}

Presac_Time Flag
Relaxstion Delay_Cale = O[s]
Relaxation Delay Temp

1 zls]
Repericion Time 4.18365352 [=]
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X parts per Million : Carbon 13
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dEDLO

---- PROCESSING PARRMETERS --—-

blip_cldi 16, &4,
sexpl 2.0[Hz], 0.0[=] )
££6( 1, TEUE, TRUE )

machinsphase
D
N
o
NH;
12ag

Filenaue = TK-£-074-1-f_ carbon-1-%.3df
Author
Experiment carbon. jxp
Sample Id TE-6-074-1-5
Solvent = CHLOROFORM-D

Actual Start Time
Rewision_Tiu=

Data_Format

Spectrometer

Field Strength
¥_heq Duration
X Domain

X Freg

K Dffset

X Points

X Prescans

¥ _Resolution

¥ Sweep

X gweep_Clipped
Irz_Domain
Irz_Fre

Total Scans

Relaxation Delay
Gain

¥ keq Time
3 angle
Hhen
3 Pulss
Irr_ken Dec
Irr_icn Dec_Calc
Trr_Dec_Bani ]
Irr Dec Bandwidth Prm
Irr Dec Frag
Irr_Dec_Merit_Factor
Irr_Decoupling
Irr Moe
Irr Moise
Irr_Offsec Default

B

Irr_icn Dec_Default Calc
duideh Hz

Irr_Pwidch Default Calc
Irr_Pwidch Templ
IrrJifarse

Decluarion Rate

Inivial Walt

“Time_TFlag
RelExation Delay_Cale

Relaxation Delay Temp
Reperition Tius

28-JUN-2024 21:41:53
1-JUL-Z024 20:47:14

= 1D COMPLEX
26214

Carbonl3
Carbonl3
[ppul

JIMT-ECES00R/S3

= 14.09636328[T] (600[
0.£9208018 (=]
Carbonld
150.91343029 [MHz]

= 100(ppml

1
1.44495109 [Hz]

4734843485 [kHz]
37.87878788 [kHz]

roton
600. 1723046 [MHz ]
& [ppm]

15.0[us]

0.69205015 (=]

30 [dey]

11(aB]

2.7[us]
25.603[dB]
25.603 [4B]
25.203[4B]
723684211 [kHz]
12.05724078 [ppul
£00. 1723046 [HHz ]

11s]
1.63206016(s]

MHz1)
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2.7

2.6

2.2

21

2.0

13

1.6

1.5

14

158

12

07

3.00

274

1.80

137
201
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IJEDLD

---- PROCESSING PARRMETERS --—-
sexpi 0.Z[Hz], 0.00[s] )
trapezeidi 0[%], O[%], 80[%], 100[%] )
zerofillf 1, TEUE

£ic( 1, THJE, TRUE )

-

abundance

X parts per Million : Proton

7
=)

7

4618

(=1
I=3

%

7754
7741
7674
7660
7.260
7212
7210
7153
7151
7.141
7130
7136
6607
661
670
544
6647
6631
6620
6618
41060
41045
4032
3041
3026
3013
23—

machinephase
FPR

N
Filenane TR-6-094-2_proton-1-3. 3
Ruthor delta
Experinent PEOTOR. 2D
Sauple Id TR-6-094-2
Solvent CHLOROFORIN-D

24-BPR-Z024 16:39:13

Actual Stare Tiue
24-APR-2024 18:28:56

Revision_Tine

Comment single pulse
Data Formar 1D COMFLEX
Diu_Size 26214

¥ Domain Proton

Din Title Proton

Din thits [pya)
Dinsnsions X

Spectrometer THM-ECZE00R/E2
Field Streungth 14.09636928[T] (600 [MHz])
¥_heg Duration 2.90455552 [5]

¥ Dousin Proton

X Freg €00. 1723046 [MHz
X Dffset Slppa:

¥ Points 32768

¥ Prescans

¥ Resolution 0. 24422676 [Hz]
X _Swe=p 11.28158845 kHz]
X_Swesp_Clipped 9.02527076 [kHz
Irz_Domain Proton

Trr_Treg 6001723046 [MHz ]
Irz Difset Sippal

Tri Domain Proton

Tri_Freq €00. 1723046 [2Hz ]
Tri_0ffsar ppm]

Blanking 5.0[us]

Clipped FALSE

Scans 4

Total Scans 4

Relaxation Delay HE)

Recvr_Gain 26

Tenp_Get 21.614C]

X 90 Width 9.9 [us]

¥ heq Tiue 2.90455552 [5]

¥ _kngle

X aen

¥ Pulse

Irr Mode

Tri_Mode

Danfe_Loop
Dante Drasat
Deciuation Rate
Initial Wait
Phaze

Presas_Time
Presac_Time _Flay = FALZE
Relaxation Delay_Cale
Relaxation Delsy Temp
Repetition Time

2[=]
430458552 [=]

180, 1g0, 270, 90, 0}
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---- PROCESSING PARMMETEES ----
blip_cldi{ 16, &4, 11 Ts
sexpi 2.0[Hz], 0.0[s] 3

fft{ 1, TRUE, TRUE )}

machinephase

D
N o

NH;

13ag

Filenaue = TK-£-084-Z_carbon-1-2Z.jdf

Author

Experiment carbon. Ixp

Sample Id TE-6-094-2

Solvent = CHLOROFORM-D

24-APR-2024 16:40:18
24-APR-2024 16:46:55

Actual Start Time
Rewision_Tiu=

Comment; = single pulse decoupled gated NOE
Data Format 1D COMPLEX
Diu Size 26214

Domain Carhonl3
Din_Title Carhonl3
Din thits [prm]
Diusnsions
Spectrometer JNM-ECZ600R/53
Field Strength 14.09626228 [T] {600 [MHz1}
X_heq Duration 0.69206015 (=]
X Douain Carbonl3
X Freg = 150.91343033 [MHz]
X Dffset 100(ppul
X Points 32768
X Prescans 4
¥ Resolution = 1.44496109[Hz]
X gveep 47.34242486 [kHz]
X_Swesp_Clipped 37.67878788 [kHz]
Irr_Domain Provon
Irz_Freq = 600.1723046[MHz]
Irz Difset S lppm
Blanking 15.0[us]
Clipped FALSE
Scans 172
Total Scans 172
Relaxation Delay 1rs]
Recvr_Gain 56
Tenp_Get 2z1dC]
X 20 Width 8.1[us]
Aoy Tiue 0.69206016 =]
¥_hnale 30[deg]
3 aen 11[dB]
X_Pulse 2.7[us]
Irr_scn D 25.603 [4B]
Irr_icn Dec_Ca. 25.203[4B]
Trr_Aen_Dec_Default Cale = 25 603[dB]
Irz_Acn 25.803 [dB]

Irr Dec_Bandwidth Hz
Irr_Dec_Bandwidch_Prm
Irr_Dec_Fra

Irr_Dec Merit_Factor

7.23664211 [kHz]

12.05734078 [ppm]

£00. 1723046 [MHz]
2

Irr Decoupling TRUE
Irr_Moe TRUE
Irr_Moize WELTZ
Irr 0ffser Defaule Elppml
Irr_Puidch 76 [us]
Irr_Pwidch Default 76 [us]
Irr Pwideh Defaule_Calz = 76 [us]
Irr_Puideh Teumpl 76 [us]
Trr iarse FALSE
Deciuation Rave 0
Initial Wal 1=l
Hoe_Tins 1[s]
Noe Tine_Flag FALEE
Relaxation Delay Cale ols)

2000 190.0 1800

X parts per Million : Carbon 13

170.0

169.566

160.0

1500 14000 1300 12000 1100

A O

Z s = ia =&

146.874

=% ] o oo
= =5 =]
2 = &=
P — o g
bl ol &

116.752

&
ZER=28 A =R
DO ories g e oo es = o
Rl &0 == 3

100.0

0.0

80.0

A

7137

=)
=]
o
=

76948

70.0

600

500

50753

40.0

300

7496

20.0 10,0

21416 ——

rion Delay Temp
Repetition Time

1rs]
1.63206016([s]
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---- PROCESSING PARRMETERS --—-
3

sexpi 0.Z[Hz], D.0[s]
trapezoidi D[%], OI%],

zerofill{ 1, TEUE
fre( 1, TRUE, TRUE )

20031, 100[%] )

abundance

=

0.047

X parts per Million : Proton

machinephase
rpm

o
Filenane = TK-£-143-1 proton-1-2.3dE
Auther delta
Experinent proton. Inp
Semple_Td TR-6-143-1
80 Lvent = CHLOROFORM-D

Actual Start Time
Rewision_Tiu=

Data_Format

Spectrometer

Field Strength
¥_heq Duration
X Domain

X Freg

K Dffset

X Points

X Prescans

¥ _Resolution

¥ Sweep

X gweep_Clipped
Irz_Domain

Scans
Total Scans

Relaxstion Dalsy
Recvr_Gain

Teup Get
H_S0ideh

Fhase
Presac_Time
Presar_Time F.

L _Flag
Relaxation Delay_Cale

Relaxation Delay Teup

Reperition Time

19-JUN-2024 21:42:44
20-JUN-2024 08:1%:45

= 1D COMPLEX
26214
Proton
Proton

= [ppm]

JUN-ECZE00R/S3

= 14.09636923([T] (60D [MHz]}
2.183€8352 (5]

roton
£00. 1723046 [2Hz |
= Slppm]

32768

1

0.45794685 [Hz]

150060024 16z ]

1z.00480192 [kHz]
roton

600. 1723046 [MHz ]

Slppm]

Proton

600. 1723046 [MHz ]

us)
2.18365352 (<]

2ls]
4.18365352 (=]

{0, 90, 270, 180, 180, 270, 20, O}




abundance

JEOL

---- PROCESSING PARRMETERS --—-

blip_cldi 16, &4,
sexpl 2.0[Hz], 0.0[=] )

o "
T T T T T T T T T T T
20000 1200  1B0.0  170.0 1600 1500 1400 13000 1200 1100 1000 0.0 80.0 0.0 60.0 50.0 40.0 300 20,0 10.0
& B e R A e e -3 2% =
= FTEEECESRILERARES =1 IR -
= FTERARERSSSAGRAR =5 RER =

X parts per Million : Carbon 13

££0{ 1, TRUE, TRUE )
machinéphase
2223
X\_NH
Ts
14
Filenane = TR-§-143-1_carbon-1-2.3dE
Auther
Experinent carbon. ixp
Semple_Td TR-6-143-1
80 Lvent = CHLOROFOEM-D

Actual Start Time
Rewision_Tiu=

Data_Format

Spectrometer

Field Strength
¥_heq Duration
X Domain

X Freg

K Dffset

X Points

X Prescans

¥ _Resolution

¥ Sweep

X gweep_Clipped
Irz_Domain
Irz_Fre

Total Scans

Relaxation Delay
Gain

¥ keq Time
3 angle

Hhen

3 Pulss

Irr_ken Dec

Irr_icn Dec_Calc

Irr_icn Dec_Default_Calc
Irr_irn_Mas

Irr Dec Bandwidth Hz

Irr Dec Bandwidth Prm
Irr_Dec_Frag
Irr_Dec_Merit_Factor

Irr Decsupling

Irr Mos

Irr_Moise
Irr_0ffser_Dafaule

Trr Puideh

Irr_Pwidch Default
Irr_Pwidch Default_Calc
Irr_Puideh Templ

Initial Wait

Hos_Tins

HoelTine Flag

RelExation Delay_Cale
Relaxation Delay Temp
Repetition Time

18-JUN-2024 21:44:49
13-TUN-2024 22:04:08

= 1D COMPLEX
26214

Carbonl3
Carbonl3
[ppul

JIMT-ECES00R/S3

= 14.09636328(T]
0.£9208018 (=]
Carbonld
150.91343029 [MHz]
= 100(ppml

(600 [MHz1}

1

1.44495109 [Hz]
4734843485 [kHz]
37.87878788 [kHz]

roton
600. 1723046 [MHz ]
& [ppm]

15.0[us]

0.69205015 (=]

30 [dey]

11(aB]

2.7[us]

25.603[dB]

25.603 [4B]

25.203[4B]

25.803[B]

7.23684211 [kHzl

12.05724078 [ppul

600. 1723046 [HMHz]
2

2.
TRUE

1.51=]
2.13206016 (=]
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abundance

=
i JEOL :; ;
il ---- PROCESSING PARMMETEES ----
sexpi 0.Z[Hzl, 0.0[s] 1
b trapezoidi O[#], 0[%], 80[%], 100(+] )
zerofill( 1, TEUE
A £ic( 1, TEUE, TRUE ]
- machinephase
& n
basze_correct{ Zkima, 5, O, FALSE, 3, None, Fh
i auto phasel 10031, FALSE, 0(Hz], 0[Hz] )
o
1 S
2 =i °
1 2 B N\ NH
5
o =) NH
il = =
= = oo
1 b 4
f Filenzue = Tk-6-146-1-7 proton-2-3.3jdf
Author delta
g Experiment proton. azp
o Sanple_Id Th-6-146-1-7
=] Solvent = DME0-DE
Actual Start_Time 28-JUN-2024 21:96:34
1 Revision_Tims 3-JUL-2024 14:13:35
1 Data Format = 1D REAL
Din Fize 26214
b X _Domain Protan
Din_Title Proton
B Din lhits = Ippm]
Dinension:
1 Spectrometer THI-ECZE00R/ 53
1 Field Strength = 14.09636928(T] (600 [MHz]}
¥_koo Duration 2.18388952 (<]
1 X Domain roton
HFrey 600. 1723046 (MHz 1
I X 0ffset = Slppm]
X Points 32788
| X Frescans 1
¥ Resolurion 0. 45734685 [Hz]
o] X _Sueep 15. 0060024 [iHz ]
= X #weep_Clipped 12.00420192 (kHz ]
Irr_Domain roton
il Irr_Fre 600. 1723046 (MHz 1
Irr_Dffsec Sippnl
1 Tri Domain Proton
Tri Fre 600. 1723046 (MHz 1
A Iri Drfsen Sippm.
Blanking 5.0 us)
1 Clipped FALSE
Scans 8
B Total Scans 8
B Relaxstion Dalsy 2[5]
Recvr_Gain 46
B Teup Get s014c)
H_S0ideh 5.8 [us)
B X hoy Time 2.18368952 (<]
X dngle 45 [deg]
1 3 atn 6.1[a8]
M Fulse 4.95 [us]
bt Tr_Mods Off
o Tri_Mode ;]33
1 Dante Loop 200
Dante Prasat FALSE
Il Deciuation Rate 0
Initial Wait lr=]
I Phaze {0, 90, 270, 180, 180, 270, 90, 0}
Presac_Tiue 21=]
Prezar_Time Flag FLLZE
1 Relaxafion Delay_Cale = O[s]
Relaxation Delay Temp = Z[s)
1 Repetition Time 4.18385352 (=]
!
e L B e e B e L L e e e L I N i i
12.0 10 100 9.0 8.0 70 6.0
. o DI A e 9 G 1D D 00 D S D T e O o o
& = G 60 00 [ (0 M o O O b b O O 6o = ==}
5 A L R R R R R R i R = AR
o =] B e L S N Ll o
X parts per Million : Proton
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(thousandths)
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X parts per Million : Carbon 13
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20.0
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IJEDLD

---- PROCESSING PARMMETERS —-——
blip cld{ 16, &4,

sexpi 2.0[Hzl, 0.0[=] 3

££0( 1, TRUE, TRUE )
machinéphase

PR
reference( 40.01408 [ppn], 39.52([ppm] )

X NH
NH

phasze( -0.25, 0, 20[%]
ibase correct{ , FALSE, FALSE, FALSE )
0
Filename TR-6-146-1-7_carbon-1-2.3df
Auther delta
Experiment carbon. jxp
Sample Id TR-£-146-1-7
Solvent DHS0-D
Actual Start Time 28-TUN-Z024 22:09:L

Bt UN-2024 7
Revision_Tius 20-JUN-2024 22:58:51

Data Format 1D REAL
Din Size 26214

H_Douain Carbonli

Din_Title Carbonl?

Din Units [ppu]

Dinensions b

Spectrouster JNM-ECZE00R/S53

Field Strength 14.09636228[T] {600 [MHz1}
¥_keq Duration 0.69205015 (=]

¥ Domain Carbonl3

W Freg 150.91343032 [MHz]

X 0ifset 100(ppul

X Foints

¥ _Prescan:

= 1
¥_Resolution 1.44495109 [Hz]

X Sveep 47.34242486 [kHz]
X Sweep_Clipped 37.67878788 [kHz]
Ifr_Domain Proton
Irr_Fre £00. 1723046 [MHz]
Irr_Dffsar Slppul
Blanking 15.0[us]
Clipped TRUE
Scans 10z4
Toral_Scans 1024
Relaxation Delay 1rs]
Recvr_tain 56
21rdc]
8. 1lus]
0.69206016 (=]
30 [deg]
11[dB]
2. 7lus]
25.803[4B]
Irr_icn Dec_Calc 25.803 [4B]
Irr_irn_Dec_Dafault Calc = 25.803[dB

Trr_Dec_Bandwidch Hz
Irr Dec Bandwidth Prm
Irr_Dec_Freg
Irr_Dec_Merit_Factor
Irr_Deciupling
Irr_Moe

Irr_Moise

723684211 [kHz]
12.05724078 [ppul
£00. 1723046 [HHz]
2.2

TRIE

FALZE

“Time_Tlag
RelExation Delay_Cale =
Relaxation Delay Temp
Repetition Time

1[s]
1.63206016 (=]
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abundance

@
=
i IL"EE‘:'I..
- ---- PROCESSING PARBMETERS —--—
= sexp{ 0.Z[Hz], 0.0[s] }
el trapezoidi{ O[%], O[%], 80[%], 100[%] }
zerofilli 1, TRUE
fici 1, TEUE, TRUE )
= machinephase
= g HO H
LUFCR®: 1 TH-6-148-2-Z_protan-1-1. 34 H “
"
22| ~ = TS‘
=) 5 = = N
= = = b= N
=
(o]
15
Filenane TE-£-148-2-2_proton-1-3.3jdf
Author delta
Experiment proton. izp
Sample Id TK-£-148-2-2
Solvent CHLOROFORM-D
Actual Start Tiwe 26-JUN-2024 2Z:06:07
Revision_Tine 3-UL-2024 14:47:21
Data Format 1» COMPLEX
Din Size 26214
¥_Douain Proton
Din Title Proton
Din Units (ppn]
Dipensions X
Spectrometer TH-ECZE00R/E3
Field Strength 14.096369328(T] (e00[MHz])
¥_kcq Duration 2.91110912(=]
X Domsin Proton
M Freg 600. 1723046 [MHz ]
X 0ffset Elppm]
®_Points 32768
X Prescans 1
¥ Resolution 0. 34351163 [Hz]
®_Swesp 11.2EE1908 :Hz]
X Sweep_Clipped 3.00495272 [kHz |
Irr_Domzin Proton
Irr Freq 600. 1723046 [MHz ]
Trr_Dffser 5[ppm]
Tri_Domain Proton
Tri_Freq 600. 1723046 [MHz ]
Trinffser Slppn]
Blanking £ 0[us]
Clipped FALSE
Scans 4
Total_Scans 4
Relaxavion Delay 2ls]
Recvr Gain 56
Teup_Gert zlldc)
90 i deh 3.9[us]
®_Acq Time 2.91110812(=]
X angle il
M atn
¥ Pulse
Trr_Mode
Tri Mode
Dante_Loop
Dante Trasac
Decimation Rate
Initial Wairt
Phase 270, 180, len, 270, 30, 0}
Dresar_Time
Presac_Time Flag
Relaxation Delay Cale = O[s]
Relaxacion Delay_Teup = Zl=]
Repericion Time 4.91110812[=]
I I i
T T T T T T T T T
10.0 3.0 2.0 7.0 6.0 5.0 4.0 30 20 1.0
N ]
I T et B T R o oo =
Rt e R R g g ] 58 @ =
SR eee g NNt o=k i 5 Il
e e el el S R o o o

X parts per Million : Proton
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(thousandths)
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X parts per Million : Carbon 13
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10.0

IJEDLD

---- PROCESSING PARRMETERS --—-
blip cldi 1§, &4,
sexpl 2.0[Hz], 0.0([=] )

££0( 1, TRUE, TRUE )

machinéphase

rrm

Filenane TR-6-148-2_carbon-1-2.jdE
Ruthor delta

Experinent carbon. 3xp

Sauple Id TR-6-148-2

Solvent CHLOROFORN-D

Actual Stare Tiue 25-JUN-Z024 21:48:L

Bt UN-2024 z
Revision_Tius 25-JUN-2024 21:42:50

Data Format 1D COMPLEX

Din Size 26214

H_Douain Carbonli
Din_Title Carbonl?

Din Units [ppu]

Dinensions b

Spectrouster JNM-ECZE00R/S53
Fi=ld Strength 14.09636928[T] {600 [MHz1)
¥_keq Duration 0.69205015 (=]

¥ Domain Carbonl3

W Freg 150.91343032 [MHz]
X 0ifset 100(ppul

X Foints

¥ _Prescan:

= 1
¥_Resolution 1.44495109 [Hz]

X Sveep 47.34242486 [kHz]
X Sweep_Clipped 37.67878788 [kHz]
Irr_Domain Provon

Irr_Fre £00. 1723046 [MHz]
Trr_ffsar Slppul

Blanking 15.0[us]
Clipped FAL

Scans 123

Toral Scans 123

Relaxation Delay 1rs]

Recvr_Gain 56

Tenp_Get 21.114cC]

H_90 i deh 8. 1lus]

3 hcq Time 0.69206016 (=]
¥_hngle 30 [dey]

X aen 11[dB]

¥ Pulse 2. 7lus]

Irr_icn Dec 25.803[4B]
Irz_jcn Dec_Calc 25.803 [4B]
Trr_Aen_Dec_Default Cale = 25_803[d8

Trr_Dec_Bandwidch Hz
Irr Dec Bandwidth Prm
Irr_Dec_Freg

723684211 [kHz]

12.05724078 [ppul

£00. 1723046 [HHz]
2

Trr_Dec_Merit_Factor 2.
Trr_Decoupling TRIE
Trr_Hoe = FALZE
Irr Moize TALTZ
Trr_0ffser Defaule S lppu]
Trr_Puideh 76 [us]
Trr_Puidch Default 76 [us]
Irz_Pridch Default Calc = 76[us]
Trr_Puideh Teup 76 [us]
Trr_Warse FALSE
cTmation Rate o
Initial W 1[s]
Hoe_Ti 1rs]
Hoe_Time_Flag FALSE
RelExation Delay_Cale =

Relaxation Delay Temp

1[s]
Repetition Time 1.65206016[=]
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