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1. General

Melting points were measured by BUCHI B-545 and all melting points were uncorrected. 'H-NMR and
BC-NMR spectra were measured by JEOL JNM-ECS 400, JEOL ECS 300 or JEOL JNM-LA 500
spectrometers with tetramethylsilane as an internal standard. IR spectra were recorded by Shimadzu FTIR
8400 (ATR). High resolution mass spectra and elemental analysis were performed by the Elemental
Analysis Section of Osaka University. Column chromatography was performed with SiO, (Merck Silica
Gel 60 (230-400 mesh) or Kanto Chemical Silicagel 60 (spherical, 63-210 um). Unless otherwise noted,
materials were purchased from Aldrich Inc., Tokyo Chemical Industry, Kanto Kagaku, Wako Chemicals,

and other commercial suppliers and were used without purification.

2. Preparation of arylcyclopropanes
1a is commercially available. 1b, 1¢, 1e, and 1f were prepared according to the literature procedure.!

1d was prepared form 1-phenoxy-4-vinylbenzene.

salien O

1a 1b 1c 1d
Cl/©A Br/©A
1e 1f

Preparation of 1d

PhO

To a solution of 1-phenoxy-4-vinylbenzene? (2.0 g, 10.2 mmol) and CH,I, (2.7 ml, 33.5 mmol) in CH,Cl,
(0.5 M, 20 ml) was added Et;Al (1 M in hexane solution, 34.0 ml, 34.0 mmol) at room temperature and the
resulting solution was stirred at 30 °C for 24 h. After completion of the reaction, the mixture was neutralized
by 10% NaOH agq, and extracted with AcOEt. The organic layer was dried over Na,SOs, and the solvent
was removed under reduced pressure. The residue was purified by SiO, column chromatography (Hexane
to Hexane/AcOEt= 100/1) to give compound 1d (1.43 g, 67%) as a colorless oil.

"H-NMR (300 MHz, CDCls)  7.35-7.27 (m, 2H), 7.10-6.88 (m, 7H), 1.94-1.83 (m, 1H), 0.98-0.90 (m, 2H),
0.69-0.62 (m, 2H); *C-NMR (100 MHz, CDCl3) § 157.8, 154.7, 138.9, 129.6, 126.9, 122.8, 119.1, 118.3,
14.8, 8.9; HRMS (MALDI-TOF) calcd for C;sH140 [M]*: 210.1039, found 210.1035.

S2



3. Ring-opening 1,3-arylboration (Table 2)

BCl; (5 eq.) pinacol (2 eq.) A2
/A Ar2-H (10 eq.) NEt; (15 eq.) )r\ﬂ
1 > - _
Ar CH,Cl, 30°Ctort Ar' Bpin
-30°C, 48 h

2

General procedure

To a solution of arylcyclopropane 1 (0.2 mmol) and arene (10 eq.) in CH>Cl, (1 M) was added BCl; (5 eq.,
1 M in CHCl, solution) at -30°C. After the mixture was stirred at -30 °C for 48 h, pinacol (2 eq.) and Et;N
(15 eq.) solution in CH>Cl (1.0 mL) was added to the mixture and the reaction mixture was then stirred 6
h at rt. The resulting solution was diluted with AcOEt and filtrated through a short pad of celite. The filtrate
was concentrated under reduced pressure, and the residue was purified by SiO, column chromatography to
give 2. Some product were obtained as inseparable o:p mixture or a.:, and '"H and '*C NMR spectrum of

major isomer was reported.

Compound 2a

Reaction was carried out according to the general procedure with 1a (23.4 mg, 0.198 mmol), toluene (0.21
ml, 2.0 mmol), BCl; (1.0 ml, 1.0 mmol, 1 M in CH,Cl, solution), pinacol (47.3 mg, 0.40 mmol), Et;N (0.42
ml, 3.0 mmol), and CH>Cl, (0.2 + 1.0 mL) to give compound 2a (54.1 mg, 81%, >20:1) as colorless oil.
SiO, Column chromatography: Hexane/AcOEt= 40/1.

"H-NMR (300 MHz, CDCl5): 6 7.28-7.20 (m, 4H), 7.17-7.03 (m, 5H), 3.80 (t,J= 7.7 Hz, 1H), 2.29 (s, 3H),
2.17-2.06 (m, 2H), 1.22 (s, 12H), 0.73 (t, J = 8.1 Hz, 2H); '*C-NMR (100 MHz, CDCl;) § 145.2, 142.0,
135.2, 128.9, 128.2, 127.9, 127.8, 125.8, 82.8, 53.2, 30.0, 24.7, 20.9; HRMS (MALDI-TOF): calcd for
C22H20BO:Na [M+Na]': 359.2153, found 359.2153.
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Compound 2b

SRS
(0]
tBu

Reaction was carried out according to the general procedure with 1b (35.4 mg, 0.203 mmol), toluene (0.21
ml, 2.0 mmol), BCl3 (1.0 ml, 1.0 mmol, 1 M in CH,Cl, solution), pinacol (48.0 mg, 0.42 mmol), Et;N (0.42
ml, 3.0 mmol), and CH,Cl; (0.2 + 1.0 mL) to give compound 2b (70.9 mg, 90%, >20:1) as colorless oil.
SiO; Column chromatography: Hexane/AcOEt= 40/1.

"H-NMR (300 MHz, CDCl3) 6 7.27-7.23 (m, 2H), 7.17-7.11 (m, 4H), 7.06 (d, J= 7.9 Hz, 2H), 3.76 (t, J =
7.7 Hz, 1H), 2.27 (s, 3H), 2.11 (q, J = 8.0 Hz, 2H), 1.26 (s, 9H), 1.21 (s, 12H), 0.73 (t, /= 8.1 Hz, 2H); '3C-
NMR (125 MHz, CDCl3) 6 148.4, 142.24, 142.20, 135.2, 128.9, 127.9, 127.4, 125.1, 82.8, 52.8, 34.2, 31 .4,
30.1, 24.8, 21.0; HRMS (MALDI-TOF) calcd for C,6H37BO,Na [M+Na]*: 415.2779, found 415.2793.

Compound 2¢

B\/O
O

Reaction was carried out according to the general procedure with 1¢ (33.9 mg, 0.201 mmol), toluene (0.21
ml, 2.0 mmol), BCl; (1.0 ml, 1.0 mmol, 1 M in CH,Cl, solution), pinacol (47.0 mg, 0.40 mmol), Et;N (0.42
ml, 3.0 mmol), and CH,Cl, (0.2 + 1.0 mL) to give compound 2¢ (38.3 mg, 49%, >20:1) as colorless oil.
SiO, Column chromatography: Hexane/AcOEt= 40/1.

"H-NMR (500 MHz, CDCl3) 6 7.78 (d, J= 7.5 Hz, 1H), 7.75 (d, J= 7.5 Hz, 1H), 7.72-7.69 (m, 2H), 7.44-
7.37 (m, 2H), 7.32 (dd, J= 8.5, 1.5 Hz, 1H), 7.16 (d, J= 8.0 Hz, 2H), 7.07 (d, /= 8.0 Hz, 2H), 3.97 (t, J =
7.5 Hz, 1H), 2.28 (s, 3H), 2.27-2.18 (m, 2H), 1.22 (s, 12H), 0.78 (t, J = 8.0 Hz, 2H); *C-NMR (100 MHz,
CDCl) 6 142.7, 141.9, 135.4, 133.5, 132.1, 129.0, 128.0, 127.9, 127.7, 127.5, 127.0, 126.0, 125.7, 125.2,
82.9, 53.2, 29.7, 24.8, 21.0; HRMS (MALDI-TOF) calcd for CysH3;BO>Na [M+Na]": 409.2309, found
409.2320.
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Compound 2d

SR
PhO ©

Reaction was carried out according to the general procedure with 1d (46.6 mg, 0.222 mmol), toluene (0.23
ml, 2.2 mmol), BCl; (1.1 ml, 1.1 mmol, 1M in CH,Cl, solution), pinacol (51.7 mg, 0.44 mmol), Et;N (0.48
ml, 3.4 mmol), and CH»Cl; (0.22 + 1.0 mL) to give compound 1d (15.3 mg, 16%, >20:1) as pale yellow
oil. SiO, Column chromatography: Hexane/AcOEt= 40/1.

"H-NMR (400 MHz, CDCl;) 6 7.33-7.28 (m, 2H), 7.21-7.17 (m, 2H), 7.16-7.04 (m, 5H), 6.99-6.95 (m, 2H),
6.93-6.87 (m, 2H), 3.79 (t, J= 8.0 Hz, 1H), 2.30 (s, 3H), 2.11 (td, /= 8.0, 8.0 Hz, 2H), 1.24 (s, 12H), 0.74
(t, J= 8.0 Hz, 2H); 3C-NMR (100 MHz, CDCl;) 6 157.5, 155.1, 142.1, 140.3, 135.4, 129.6, 129.1, 129.0,
127.8, 122.9, 118.8, 118.6, 82.9, 52.6, 30.2, 24.8, 21.0; HRMS (MALDI-TOF) calcd for C,sH33BOsNa
[M+Na]*: 451.2415, found 451.2424.

Compound 2e

Reaction was carried out according to the general procedure with 1e (30.8 mg, 0.201 mmol), toluene (0.21
ml, 2.0 mmol), BCl; (1.0 ml, 1.0 mmol, 1 M in CH,Cl, solution), pinacol (47.0 mg, 0.41 mmol), Et;N (0.42
ml, 3.0 mmol), and CH,Cl, (0.2 + 1.0 mL) to give compound 2e (52.9 mg, 71%, >20:1) as colorless oil.
SiO, Column chromatography: Hexane/AcOEt= 40/1.

'"H-NMR (400 MHz, CDCl3) 6 7.23-7.19 (m, 2H), 7.17-7.13 (m, 2H), 7.08 (bs, 4H), 3.77 (t, J = 7.8 Hz,
1H), 2.29 (s, 3H), 2.08 (td, J = 8.2, 5.6 Hz, 2H), 1.22 (s, 12H), 0.71 (dd, J = 9.4, 7.0 Hz, 2H); *C-NMR
(100 MHz, CDCl3) ¢ 143.8, 141.5, 135.6, 131.5, 129.3, 129.1, 128.4, 127.8, 83.0, 52.5, 29.9, 24.8, 21.0;
HRMS (MALDI-TOF) calcd for C»H»sBC1O,Na [M+Na]™: 393.1763, found 393.1756
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Compound 2f

Sl
O
Br

Reaction was carried out according to the general procedure with 1f (43.2 mg, 0.219 mmol), toluene (0.23
ml, 2.2 mmol), BCl; (1.1 ml, 1.1 mmol, 1M in CH,Cl, solution), pinacol (52.3 mg, 0.44 mmol), Et;N (0.46
ml, 3.3 mmol), and CH,Cl, (0.22 + 1.0 mL) to give compound 2f (74.1 mg, 81%, 13:1) as colorless oil.
SiO; Column chromatography: Hexane/AcOEt= 40/1.

"H-NMR (300 MHz, CDCl5) § 7.38-7.33 (m, 2H), 7.12-7.06 (m, 6H), 3.76 (t,J = 7.7 Hz, 1H), 2.29 (s, 3H),
2.13-2.03 (m, 2H), 1.22 (s, 12H), 0.75-0.68 (m, 2H); '3C-NMR (100 MHz, CDCl3)  144.4, 141.4, 135.7,
131.3, 129.8, 129.1, 127.8, 119.6, 83.0, 52.6, 29.8, 24.9, 21.0, HRMS (MALDI-TOF) calcd for
C2H,sBBrO,Na [M+Na]*: 437.1258, found 437.1251.

Compound 2g

I?/O
O

Reaction was carried out according to the general procedure with 1a (23.5 mg, 0.199 mmol), p-xylene (0.25
ml, 2.0 mmol), BCl; (1.0 ml, 1.0 mmol, 1M in CH,Cl, solution), pinacol (47.3 mg, 0.40 mmol), Et;N (0.42
ml, 3.0 mmol), and CH,Cl, (0.2 + 1.0 mL) to give compound 2g (50.8 mg, 73%) as pale yellow oil. SiO,
Column chromatography: Hexane/AcOEt= 30/1.

'H-NMR (400 MHz, CDCl5) ¢ 7.25-7.18 (m, 6H), 7.16-7.11 (m, 2H), 4.03 (t, J = 7.90 Hz, 1H), 2.32 (s,
3H), 2.22 (s, 3H), 2.11 (td, J = 7.9, 7.9 Hz, 2H), 1.24 (s, 12H), 0.78 (t, J = 7.9 Hz, 2H); *C-NMR (100
MHz, CDCL) 6 144.7, 142.7, 135.1, 133.2, 130.2, 128.4, 128.1, 127.4, 126.5, 125.7, 82.9, 49.0, 30.2, 24.8,
21.3,19.5; HRMS (MALDI-TOF) calcd for C»3H31BO,Na [M+Na]*: 373.2309, found 373.2320.
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Compound 2h

Reaction was carried out according to the general procedure with 1a (23.5 mg, 0.199 mmol), mesitylene
(0.28 ml, 2.0 mmol), BCl; (1.0 ml, 1.0 mmol, 1M in CH,Cl, solution), pinacol (47.1 mg, 0.40 mmol), Et;N
(0.42 ml, 3.0 mmol), and CH>Cl; (0.2 + 1.0 mL) to give compound 2h (63.3 mg, 87%) as pale yellow oil.
"H-NMR (500 MHz, CDCls, 60 °C) § 7.24-7.15 (m, 4H), 7.11-7.08 (m, 1H), 6.77 (s, 2H), 4.45 (dd, J = 9.0,
6.5 Hz, 1H), 2.45-2.08 (m, 11H), 1.21 (s, 12H), 0.85-0.67 (m, 2H); '3C-NMR (125 MHz, CDCl;, 60 °C) §
144.9, 138.3, 137.2, 135.2, 130.0, 128.0, 127.5, 125.2, 83.0, 45.9, 25.7, 24.90, 24.87, 21.4, 20.7; HRMS
(MALDI-TOF) calcd for Co4sH33BO>Na [M+Na]*: 387.2466, found 387.2430.

Compound 2i

B‘/O
O

Reaction was carried out according to the general procedure with 1a (23.5 mg, 0.199 mmol), ethylbenzene
(0.25 ml, 2.0 mmol), BCl3 (1.0 ml, 1.0 mmol, 1M in CH>Cl, solution), pinacol (47.2 mg, 0.40 mmol), Et;N
(0.42 ml, 3.0 mmol), and CH,Cl; (0.2 + 1.0 mL) to give compound 2i (53.2 mg, 76%, >20:1) as pale yellow
oil. SiO, Column chromatography: Hexane/AcOEt= 40/1.

'H-NMR (300 MHz, CDCl3) § 7.26-7.06 (m, 9H), 3.80 (t, J = 7.8 Hz, 1H), 2.58 (q, J = 7.5 Hz, 2H), 2.08-
2.16 (m, 2H), 1.27-1.16 (m, 15H), 0.73 (t, J = 8.3 Hz, 2H), *C-NMR (125 MHz, CDCls) & 145.3, 142.3,
141.7, 128.2, 128.0, 127.9, 127.7, 125.8, 82.9, 53.3, 30.0, 28.3, 24.8, 15.5; HRMS (MALDI-TOF) calcd
for Cp3H30BO, [M—H]":349.2333, found 349.2339.
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Compound 2j
Bu

Reaction was carried out according to the general procedure with 1a (24.1 mg, 0.204 mmol), -butylbenzene
(0.31 ml, 2.0 mmol), BCl3 (1.0 ml, 1.0 mmol, 1M in CH>Cl, solution), pinacol (48.2 mg, 0.41 mmol), Et;N
(0.42 ml, 3.0 mmol), and CH,Cl; (0.2 + 1.0 mL) to give compound 2j (55.4 mg, 72%, >20:1) as colorless
oil. SiO, Column chromatography: Hexane/AcOEt= 40/1.

'"H-NMR (400 MHz, CDCl3) § 7.30-7.24 (m, 6H), 7.20-7.13 (m, 3H), 3.82 (t, J = 8.0 Hz, 1H), 2.19-2.10
(m, 2H), 1.29 (s, 9H), 1.24 (s, 12H), 0.75 (t, J = 8.0 Hz, 2H); '3C-NMR (100 MHz, CDCls) § 148.5, 145.2,
142.0, 128.2, 128.1, 127.5, 125.9, 125.1, 82.9, 53.3, 34.3, 31.4, 30.1, 24.8; HRMS (MALDI-TOF) calcd
for CsH3sBO,Na [M+Na]*: 401.2622, found 401.2627.

Compound 2k

Reaction was carried out according to the general procedure with 1a (23.6 mg, 0.200 mmol), biphenyl
(308.4 mg, 2.0 mmol), BCI; (1.0 ml, 1.0 mmol, 1M in CH,Cl; solution), pinacol (47.4 mg, 0.40 mmol),
Et;N (0.42 ml, 3.0 mmol), and CH,Cl, (0.2 + 1.0 mL) to give compound 2k (46.2 mg, 58%, >20:1) as pale
yellow oil. SiO, Column chromatography: Hexane/AcOEt= 40/1.

"H-NMR (400 MHz, CDCls)  7.57-7.46 (m, 4H), 7.43-7.37 (m, 2H), 7.33-7.24 (m, 7H), 7.19-7.14 (m, 1H),
3.88 (t, J = 7.8 Hz, 1H), 2.22-2.14 (m, 2H), 1.23 (s, 12H), 0.78 (t, J = 8.2 Hz, 2H); '3C-NMR (100 MHz,
CDClL) 6 144.9, 144.2, 141.0, 138.8, 128.6, 128.4, 128.3, 128.0, 127.0, 126.96, 126.93, 126.0, 83.0, 53.3,
30.0, 24.8; HRMS (MALDI-TOF) calcd for C»;H3;BO,Na [M+Na]":421.2309, found 421.2307.
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Compound 21

Reaction was carried out according to the general procedure with la (24.4 mg, 0.206 mmol),
tetrahydronaphthalene (0.27 ml, 2.0 mmol), BCl; (1.0 ml, 1.0 mmol, 1M in CH>Cl, solution), pinacol (47.4
mg, 0.40 mmol), Et;N (0.42 ml, 3.0 mmol), and CH>Cl, (0.2 + 1.0 mL) to give compound 21 (64.3 mg,
83%, 14:1) as pale yellow oil. SiO, Column chromatography: Hexane/AcOEt= 40/1.

"H-NMR (400 MHz, CDCls) 6 7.26-7.23 (m, 5H), 7.17-7.12 (m, 1H), 6.96-6.94 (m, 2H), 6.93 (s, 1H), 3.76
(t,J=8.0 Hz, 1H), 2.74-2.67 (m, 4H), 2.12 (td, /= 8.0, 8.0 Hz, 2H), 1.78-1.73 (m, 4H), 1.23 (s, 12H), 0.74
(t, J= 8.0 Hz, 2H); 3C-NMR (100 MHz, CDCl;) 6 145.3, 142.1, 136.8, 134.6, 129.0, 128.6, 128.2, 128.0,
125.8,125.0, 82.9, 53.4, 30.0, 29.5, 29.0, 24.8, 23.3, 23.2; HRMS (MALDI-TOF) calcd for C»sH33:BO2Na
[M+Na]": 399.2466, found 399.2473.

4. Synthesis of 4 and 5 (Scheme 2)
Compound 4°

o

To a solution of aryl cyclopropane 1a (23.6 mg, 0.200 mmol) and toluene (0.21 ml. 2.0 mmol) in CH,Cl,
(0.2 ml, 1 M) was added BCl; (1 M in CH,Cl; solution, 1.0 ml, 1.0 mmol) at -30 °C. After the mixture was
stirred at -30 °C for 48 h, a solution of 2 M NaOH/30% H>O, (1.5 mL, 1:1 v/v) was added to a mixture at
-30 °C. The reaction mixture was allowed to warm to 0 °C and further stirred for 3 h. After the completion
of the reaction, the resulting mixture was diluted with AcOEt and extracted with AcOEt. The organic layer
was washed with brine, dried over Na,SOj, and concentrated in vacuo. The residue was purified by SiO,
column chromatography (Hexane/AcOEt= 10/1 to 3/1) to give 4 as a colorless oil (39.8 mg, 88%, 20:1).
"H-NMR (400 MHz, CDCls) § 7.30-7.06 (m, 9H), 4.09 (t, J = 7.8 Hz, 1H), 3.60 (t, J = 6.4 Hz, 2H), 2.35-
2.27 (m, 5H), 1.48-1.37 (1H); *C-NMR (100 MHz, CDCls) J 144.7, 141.4, 135.8, 129.2, 128.5, 127.8,
127.7,126.2, 61.1, 46.9, 38.2, 21.0. The spectrum was consistent with the reported data in reference 3.
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Compound 5

C
(70

To a solution of aryl cyclopropane 1a (23.6 mg, 0.20 mmol) and toluene (0.21 ml. 2.0 mmol) in CH,Cl,
(0.2 ml, 1 M) was added BCl; (1 M in CH,Cl; solution, 1.0 ml, 1.0 mmol) at -30 °C. After the mixture was
stirred at -30 °C for 48 h, the volatile was removed in vacuo. To the residue, benzyl azide (53.4 mg, 0.40
mmol, 2.0 eq.) in CH>Cl, (1.5 ml) was added dropwise slowly at room temperature and the mixture was
stirred for 2 h. After the completion of the reaction, 10% NaOH aq. was added to the resulting mixture and
the resulting mixture was extracted with CH,Cl,. The organic layer was dried over Na,SO4, and
concentrated in vacuo. The residue was purified by SiO, column chromatography (Hexane/AcOEt= 4/1
with 5% Et;N to AcOEt with 5% Et;N) to give 5 as a pale yellow oil (40.3 mg, 64%, >20:1).

"H-NMR (500 MHz, C¢Dg) & 7.29-6.94 (m, 14H), 4.02 (t,J = 7.5 Hz, 1H), 3.51 (s, 2H), 2.46 (1, J = 6.8 Hz,
2H), 2.14-2.07 (m, 5H); 3C-NMR (100 MHz, C¢Dg) & 145.8, 142.5, 141.3, 135.6, 129.4, 128.7, 128.6,
128.5, 128.4, 128.3, 127.0, 126.3, 54.1, 48.7, 47.8, 36.4, 21.0; HRMS (MALDI-TOF) calcd for C;3HasN
[M+H]": 316.2060, found 316.2063.

5. References
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---- PROCESSING PARAMETERS
dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )
trapezoid( 0[], O[%], 80[#], 100[%] )
zerofill( 1)

£££( 1, TRUE, TRUE )

machinephase
ppm

Filename 0821 phoph cp_proton-1-2.
Author delta

Experiment proton. jxp

Sample_td 0821 phoph cp

Solvent CHLOROFORM-D

Actual_Start_Time = 21-AUG-2020 20:16:10

Revision_Time 25-AUG-2020 00
nt single_pulse

Data_Format 1D COMPLE:

Dim_Siz 13107

X_Domain Proton

Dim_Title Proton

Dim_Units [ppn]

Dimensions x

site ECs 300

Spectrometer DELTA2_NMR

Field Strength = 7.0586013(T] (300[MHz])

X_Acq Duration 2.90717696(s]

X Domain 1w

X Freq = 300.52965592 [MHz]

xoffset 5 [ppm]

X Points

16384
1

0.34397631 [Hz]
5.63570784 [Kkiiz]
4.50856628 [kHz]

X_Sweep
X_Sweep_Clipped
Irr_Domain

Proton
300.52965592 [MHz]

X : parts per Million : Carbon13

oton
300.52965592 [MHz]
it 5 [ppm]
TRUE
© 16
= Total_scans 16
o
= | Relaxation Delay = 2([s]
Recvr_Gain 50
ot = 23.2(4c]
X_90_Width 11fus]
X Acq_Time 2.90717696(s]
X angle = 45[degq]
2 X atn 1[dB]
= X_pulse 5.5[us]
Irr_Mode ote
2 Tri_Mode ot
- | Dante_presat FALSE
Initial Wait = 1ls)
Repetition Time 4.90717696(s]
3 ‘ (]
g
E
s I
g |
3 W
c1
T T T
7.0 4.0 3.0 2.0
X : parts per Million : Proton
£g 5 g2 238 288 S ---- PROCESSING PARAMETERS
1o ] o oq “Se s b dc_balance( 0, FALSE )
153 2 a8 8zx NN 5 = sexp( 2.0[Hz], 0.0[s] )
== - i trapezoid( 0[%], O[], 80[%], 100[%] )
“q zerofill( 1)
"‘ £££( 1, TRUE, TRUE )
. machinephase
<4 Ppm
=
=1
o
21 Filename KY Phoph cp_carbon-1-3.3d
- Author delta
| Experiment carbon. 3xp
* 3 Sample_Id KY Phoph cp
- Solvent CHLOROFORM-D
| Actual_Start Time = 21-AUG-2020 21
e Revision Ti 25-AUG-2020 00:43
© nt = single pulse decoupled ga
* Data_Format 1D COMPLEX
- Dim_Siz 26214
X_Domain = carbon
] Dim_Title Carbon13
Dim_Units [ppn]
- Dimensions =x
=g site ECs 400
Spectrometer DELTA2_NMR
g Field Strength 9.389766 [T] (400 [MHz])
X_Acq Duration 1.04333312(s]
- X Domain 13c
s X Freq 10052530333 [MHz]
xoffset 100 [ppn]
~ X Points 32768
== | X_Prescans 4
| X_Resolution 0.95846665 [Hz]
. | X _Sweep. 31.40703518 [kiz]
=9 X Sweep_Clipped = 25.12562814[kiiz]
Irr_Domai Proton
o 399.78219838 [MHz]
=7 5 [ppm]
TRUE
oc 1024
= = 1024
~ Relaxation Delay = 2[s]
=7 Recvr_Gain =60
Temp_Get 21.11dc]
< 90 Width 8.6[us]
=7 X Acq_Time = 1.04333312(s]
X AngTe 30[deg]
" X Atn .7(dB]
=7 X_Pulse 2.86666667 [us]
Irr_atn Dec 22.07[dB]
<« Irr_Atn Noe 22.07[dB]
=7 TrrNoise WALTZ
! Irr_Pwidth 0.115[ns]
@]l Decoupling TRUE
< Initial Wait 1[s)
Noe TRUE
a Noe_Time 2[s]
< Repatition Time 3.04333312(s]
o
8~
g
]
£ )
E . " o
Gl
T T T T T T
150.0 140.0  130.0 90.0 80.0 70.0 60.0 40.0

S11




| 2.0

1.0

0

EEE RN R
ErmABTRILICED
§83985=scIn2=88
A

2a

o)

3.798
3.773

_ 38
N

0.98

2.286

159
2.132
2.105
2.079

2.00

abundance

0.705

]
a
Q

0759

---- PROCESSING PARAMETERS
dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )
trapezoid( 0(%], O[%], 80[%], 100[%] )
zerofill( 1)

££6( 1, TRUE, TRUE )

T
7.0
X : parts per Million : Proton

4.0

machinephase
ppm

Filename 2aa 4 ph-tol _proton-1-3.
Author delta

Experiment proton. jxp

Sample_Td 306 4

Solvent CHLOROFORM-D

Actual Start Time = 6-MAR-2020 17:04:25
Revision_Time = 15-JUL-2020 20:08:20
Comment. single_pulse
Data_Format 1D COMPLEX

Dim_Size 13107

X_Domain Proton

Dim_Title Proton

Dim_Units [ppm]

Dimensions x

site ECS 300

Spectrometer DELTA2_NMR

Field Strength = 7.0586013([T] (300 [MHz])
X_Acq_Duration 2.90717696(s]

X Domain 1

X Freq = 30052965592 [Miiz]

X Offset 5ppm]

X_Points

16384
1

0.34397631 [5z]

X_Sweep 5.63570784 [kHz]
X_Sweep_Clipped 4.50856628 [kHz]
Irr_Domain zotos

300.

n
52965592 [MHz]
m;

5(ppm]
oton

300.52965592 [MHz]

5 [ppm]

FALSE

16
Total_Scans =16
Relaxation Delay = 2[s]
Recvr_Gai a2
Temp_Get. = 18.4[ac]
X_90_Width 11[us]
Acq_Time 2.90717696 (5]
X Angle = 45[deg]
X atn 1[aB]
X pulse 5.5[us]
Irr_Mode ofe
Tri Mode oss
Dante_presat FALSE
Initial Wait = 1ls]
Repetition Time = 4.90717696[s]

9.0

8.0

7.0

6.0

5.0

4.0

3.0

2.0

1.0

0

o
=
=
&&

145.229
141978
135.209

n ]

82.778

1304

53.164

29.956

24741
T 20.889

---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[], O[%], 80[#], 100[%] )
zerofill( 1

£££( 1, TRUE, TRUE )

machinephase

Actual_Start 1
Revision_Time

X_Acq_Duration
main

Initial Wait
N

Repatition Time

abundance

T T T
150.0 1400 1300
X : parts per Million : Carbon13

T
110.0

2aa ph-tol_carbon-1-2.3df
elta

Time

4
15-JUL-2020 20:10:48
= single pulse decoupled ga
1D COMPLEX

26214

= carbon

Carbon13

[ppm]

x
ECS 400
DELTA2_NMR

site
Spectrometer

Field Strength 9.389766(T] (400 [MHz])

1.04333312(s]

X Dor 13
X_Freq 10052530333 [MHz]
X Offset 100 [ppm]

X_Points 32768

X_Prescans 4

X_Resolution 0.95846665 [Hz]
X_sweep 31.40703518 [kHz]
X_Sweep_Clipped 25.12562814 [kHz]
Irz_Domain

roton
399.78219838 [MHz]
Sippn]
FALSE

1024
= 1024

Relaxation Delay = 2[s]
Recvr_Gain = 60

Temp_Get 211dc)
X_90_Width 2[us]
X_Acq_Time = 1.04333312(s]
X angTe 30[deg]

X atn 4.5[as]
XPulse 3.4[us]
Irr_Atn Dec 21.137[dB)
Irz Atn Noe 21.137[dB)
Irs Noise = WALTZ
Trr_Pwidth 0.115[ms]
Decoupling TRUE

3.04333312(s]




1.0 2.0 3.0 40 5.0 6.0 7.0 8.0 9.010.011.012.013.014.015.016.017.018.019.020.021.022.023.024.025.026.027.028.029.0

MgoX-—SComoem
e82RE258RTER
839852223122
e

tBu

4.03

2.00

7.124
7.069
7.043
3.737
2273
2.099
2072
0.703

388
BN

— 1265
T
057
=

12.02

---- PROCESSING PARAMETERS
dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s] )
trapezoid( 0(%], O[%], 80[%], 100[%] )
zerofill( 1)

££6( 1, TRUE, TRUE )

02

298
2.00

1.98

1.00

abundance

7.0
X : parts per Million : Proton

machinephase
ppm

Filename kygpelsttbutol_proton-1-2
Author delta

Experiment proton. jxp

Sample_1d kygpclsttbutol

Solvent CHLOROFORM-D

Actual Start Time = 7-JUL-2020 17:57:02
Revision_Time = 7-3UL-2020 19:36:22
Comment. single pulse
Data_Format 1D COMPLEX

Dim_Size 13107

X_Domain Proton

Dim_Title Proton

Dim_Units [ppml

Dimensions x

site ECS 300

Spectrometer DELTA2_NMR

Field Strength = 7.0586013[T] (300(MHz])
X_Acq_Duration 2.90455552(s]

X Domain 1

X Freq = 300.52965592 [MHz]

X Offset 5ppm]

X_Points

16384
1

0.34428676 [Hz]

X_Sweep 5.64079422 [kHz]
X_Sweep_Clipped 4.51263538 [kiiz]
Irz_Domain rotor

300.

n
52965592 [MHz]
m;

5(ppm]
oton

300.52965592 [MHz]

5 [ppm]

FALSE

16
Total_Scans =16
Relaxation Delay = 2[s]
Recvr_Gai 24
Temp_Get. = 20.2[ac]
X_90_Width 11[us]
Acq_Time 2.90455552(s]
X Angle = 45[deg]
X atn 1[aB]
X pulse 5.5[us]
Irr_Mode ofe
Tri Mode oss
Dante_presat FALSE
Initial Wait = 1ls)
Repetition Time = 4.90455552[s]

5.0

4.0

3.0

2.0

1.0

148.356
142.242
142.204

<

135.203

_~ 128927

"

82.837
76.742
52.830
34.230
30.071
24787
20.934

---- PROCESSING PARAMETERS
dc_balance( 0, FALSE )
sexp( 2.0[Hz], 0.0[s] )
trapezoid( 0(%], O[%], 80[%], 100[%] )
zerofill( 1)

££6( 1, TRUE, TRUE )

abundance

0

T T T
150.0 1400 1300
X : parts per Million : Carbon13

machinephase
ppm

Filename kydtbutolGpelst_Carbon-1-
Author delta

Experiment carbon. jxp

sample_1d ky4tbutolGpelst

Solvent CHLOROFORM-D
Actual_Start_Time = 7-JUL-2020 17
Revision_Time = 7-3UL-2020 19:41
Comment. = single pulse decoupled ga
Data_Format 1D COMPLEX

Dim_Siz 26214

X_Domain = carbon

Dim_Title Carbon13

Dim_Units [ppm]

Dimensions =x

site INM-ECA500

Spectrometer = DELTAZ_NMR

Field Strength
X_Acq Duration

11.7473579[T] (500 [MHz])
0.83361792(s]
3

X_po 13c
X _Freq 125.76529768 [MHz]
X Offset 100 [ppm]

X_Points

32768
4

1.19959034 [Hz]

X sweep 39.3081761 [kHz]
X sweep_Clipped 31.24654088 [kiiz]
Irr_Domain roton
500.15991521 [MHz]
5.0(ppm]
TRUE
1202
= 1202
Relaxation Delay = 2[s]
Recvr_Gain 60
Temp_Get: 20.9(dc]
X_90_Width 9.8[us]
X Acq_Time 0.83361792(s]
X_AngTe 30[deg]
Catn .
X_Pulse 3.26666667 [us]
Irr_atn Dec 21.078(dB
Irr_Atn Noe 21.078(dB]
Irr Noise WALT:
Irr_pwidth 92 [us]
Decoupling TRUE
Initial Wait 1(s]
Noe TRUE
Noe_Time [s]
Repetition Time = 2.83361792[s]




1.0 2.0 3.0 4.0 5.0 6.‘0 7.0 8.0 9.0 10.011.012.013A014A015‘A016A017A018.019.020.021.022.023.024.025026.027.028‘0

7.060

o

201
1.99

2c

3.966
2
2251
2.238
2223
2219

y
\

/O

3.00
2.03

0.93

1218

12.14

0

0.776

0.760

=<

2.04

---- PROCESSING PARAMETERS
dc_balance( 0, FALSE )

sexp( 0.2[Hz], 0.0[s]
trapezoid( 0[], O[%], 80[#], 100[%] )
zerofill( 1)

£££( 1, TRUE, TRUE )

machinephase

ppm

Filename KYNaptolGEC_proton-1-3.3d
Author delta

Experiment. proton. jxp

Sample_td KYNaptolGec

Solvent CHLOROFORM-

9-JUL-2020 21:12:39

nt single_pulse
Data_Format 1D COMPLE:
Dim_Siz 13107
X_Domain Proton
Dim_Title Proton
Dim_Units [ppn]
Dimensions x

site NM-ECAS00
Spectrometer DELTAZ_NMR

Field Strength =
X_Acq_Duration

11.7473579(1]
1.74587904(s]
bt

(500 [MHz])

X_Dor H
X_Freq = 500.15991521 [MHz]
X Offset 5.0(ppm]
X_Points

16384
1

0.57277737[Hz]
9.38438438 [kHz)
7.50750751 [kHz]

X_Sweep
X_Sweep_Clipped
omain

roton
500.15991521 [MHz ]
5.0(ppn]

oton
500.15991521 [Miz]

Total_Scans

Relaxation_Delay
Recvr_Gain

(s
Repetition_Time 3.74587904 (5]

X : parts per Million : Carbon13

I |
3
5] I |
ERCER I |
E [ i J I
oAl I L
Gl
T T T T T T T
. 6.0 5.0 4.0 3.0 2.0 1.0
X : parts per Million : Proton
P B e R e deee o S % o do_balance( 0, FALSE )
FTUaH388888888 gERS @ a a8 sexp( 2.0[Hz], 0.0[s]
ieisliciciaieieiadsiaisininial trapezoid( 0[%], O[%], 80[%], 100[%] )
~ zerofill( 1)
-3 £6£( 1, TRUE, TRUE )
machinephase
ppm
|
!
<] Filename KYNaptol_carbon-1-2.3df
b delta
24 10-J0L-2020 11:15:48
nt = single pulse decoupled ga
Data_Format 1D ComPLEX
Dim_Siz 26214
! X_Domain = carbon
S Dim_Title Carbon13
Dim Units tppm]
Dimensions =x
site ECS 400
- Spectrometer DELTA2_NMR
< Field_Strength 9.389766[T] (400 [MHz])
X_Acq_Duration 1.04333312[s]
X Domain 130
X Freq 100.52530333 [MHz]
< X offset 100,
S X_Points 32768
X_Prescans n
X Resolution 0.95846665 [Hz]
X Sweep 31.40703518 [kHz]
X_Sweep_Clipped 25.12562814 [kHz]
A omain roton
S 399.78219838 [MHz]
5 [ppm]
FALSE
7500
< Total_Scans = 7500
< Relaxation Delay = 2[s]
| Recvr Gain o
| Temp_Get 211ac]
X_90_Width 6[us]
“ X_Acq_Time 1.04333312(s]
=73 X Angle 30[deg]
X Atn 4.7
X pulse = 2.86666667 [us]
Irr_Atn_Dec 22.07[dB]
Trz Atn Noe 22.07[a8]
Pl | Irr_Noise WALTZ
s x| Irz Pwidth 0.115[ms]
] Decoupling TRUE
Initial Wait
0e
~ Noe_ 2(s]
=7 Il I Repstition Time = 3.04333312[s]
3
8
g
g
]
g ‘ ‘
Zo I J L L
Gl
T T T T T T T T T T T T T T T
1500 1400 1300 1200 1100 1000 900 800 700 600 500 400 300 200 100
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X : parts per Million : Carbon13

T8I 23R 2BLIBT 2T = z888% 2 g3 ---- PROCESSING PARAMETERS
oIMAREg2 5208588858858 B a===3 o sen dc_balance( 0, FALSE )
N NN LR R e o aciciada = SS3 et o atuel, oote)
2 trapezoid( 0[%], O[%], 80[%], 100[%] )
<3 zerofill( 1 )
] £££( 1, TRUE, TRUE )
S machinephase
5 ppn
S 2
& o
S
24
4
S
3
&
S 2ja phoph tol_proton-1-3.
] delta
o proton.jxp
<
INE phoph_tol
Q CHLOROFOI
) 14-APR-2020 17:47:09
=3 17-JUL-2020 13:45:05
I
< .
=4 /O Comment single_pulse
S B Data_Format 1D COMBLEX
S Dim_Size 13107
B \ X_Domain Proton
> Dim_Title Proton
o O Dim_Units [ppml
= Dimensions x
k| o site ECS 400
= Spectrometer DELTAZ_NMR
S
<9 Field Strength = 9.389766(T] (400 (MHz])
= X_Acq Duration 2.18365952 (5]
] 2d Kpeap 4
4] X Freq = 399.78219838 [MHz]
) X offset 5(ppm]
| X_Points 16384
= X_Prescans 1
P X Resolution 0.45794685 [Hz]
b X Sweep 7.5030012 [kHz]
) " X Sweep_Clipped = 6.00240096 [kiz]
g 5 TEr Domain Proton
= ’ 399.78219838 [MHz]
=9 [ppm]
= oton
=3 399.78219838 [MHz]
S 50
= FALSE
=3 16
=16
=13 2
o a3 1(s]
o 38
=1 = 20.3[ac]
-8lus]
24 - S ] 2.18365952(s]
° & S IS = 45[de
=3 = 3(a8]
“ 6.4[us]
ofe
4 s ofe
= FALSE
<4 ¥ =1[s]
- | Repetition Time = 3.18365952[s]
<4 |
od ]
g Wl
£ 24 Il I b I
E { I L e
Gl
T T T T T T T
7.0 6.0 5.0 4.0 3.0 2.0 1.0
X : parts per Million : Proton
=3 ¥ E225208: n28% & g =g ---- PROCESSING PARAMETERS
s ER IR g=aaR 8038 7 = =5 dc_balance( 0, FALSE )
o a8 §§ 433’3582 2 SRERES @ 2 38 sexp( 2.0[Hz], 0.0[s] )
-1 - jaiaiaieinbabababeiel trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1)
££6( 1, TRUE, TRUE )
machinephase
NE! ppn
- |
- I
1 2ja phoph tol_carbon-1-3.
delta
carbon. jxp
24 phoph_tol
CHLOROFORM-D
14-APR-2020 17:48:30
17-JUL-2020 13:57:06
| = single pulse decoupled ga
S 1D COMPLEX
26214
carbon
Carbon13
%] {ppm]
S x
site ECs 400
Spactrometer = DELTA2 NMR
~ Field_Strength 9.389766 (T] (400 [MHZ])
=3 X_Acq Duration 1.04333312[s]
X Domain 13c
X Freq 100.52530333 [MHz]
X offset 1000,
X_Points 32768
| X_Prescans 4
S X Resolution 0.95846665 [Hz]
X sweep 31.40703518 [kHz]
X Sweep_Clipped = 25.12562814[kHz]
Ifr_Domain Proton
" Irr_Freq 399.78219838 [MHz]
=7 Irr_offset 5[ppm]
Clipped FALSE
Scans 1024
Total_Scans = 1024
- .
= Relaxation Delay = 2[s]
Recvr_Gain 60
| Temp_Get: 20.8[4c]
X_90_Width 8.6[us]
I I X_Acq_Time 1.04333312[s]
«q X AngTe 30[deg]
< X_Atn -7[dB]
X Pulse 2.86666667 [us]
Irr_atn Dec 22.07(aB)
Irr_Atn Noe 22.07[aB]
o Irr Noise WALTZ
=7 Irr_Pwidth 0.115[ns)
Decoupling R
Initial Wait 1(s]
Noe TRUE
- Noe_Time 2(s]
=3 [ Repetition Time = 3.04333312(s]
o 1!
2
2 ‘ ’
E )
g b N A
2 -
Gl
T T T T T T T T T T T T T T T T T T T
190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 300 200 10.0

S§15




T EIZESRTEETRE e £U28EELR § F228 §| ---- PROCESSING PARAMETERS
daa§82=20528 s d=28s3s5S o £&5R9 S| de_palance( 0, FALSE )
N e dedddda - S333 o det

sexp( 0.2[Hz], 0.0[s] )
trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1)
££6( 1, TRUE, TRUE )
machinephase
ppn
8

< o

== d

I

Filename kydcltol_proton-1-3.3df
Author delta

Experiment proton. 3xp

Sample_Td kydcltol

S Solve CHLOROFORM-D

== Actual Start Time = 7-UL-2020 01:36:30

A Revision_Time 7-JUL-2020 20:13:35

Comment single_pulse
Data_Format 1D COMPLEX
Dim Size 13107
(@) X_Domain Proton
- Dim Title Proton
Dim_Units [ppn]
Dimensions x
2] | site < es 400
S O Spectrometer DELTAZ_NMR
CI Field Strength = 9.389766[T] (400 [MHz])
X_Acq Duration 2.18365952(s]
1
= 399.78219838 [MHz]
2e 5(ppn]
16384
=1

) 0.45794685 [z]

S 7.5030012 [kiiz]

“@ 6.00240096 [kHz]
roton
399.78219838 [MHz]
5 [ppn]

oton
399.78219838 [MHz]
s[
8 i
frn
2] Total_scans 8
IS
Relaxation Delay = 2[s]
g Recvr_Gain 0
“ = 20.7(dc]
-8[us]
2.18365952(s]
= 45(degq]
g g 3[dB]
a & 6.4[us]

S ofe

=5 ose

- - FALSE

3 | 1[s]
= Repetition Time 4.18365952(s]
o
2
] i
E |
H \ ! A )
Gl
T T T T T T T
7.0 6.0 5.0 4.0 3.0 2.0 1.0

X : parts per Million : Proton

- 25 G2ZEgE £zse g 5 EE Lo e

Z4 2N Guasan F029 9 ® &3 dc_balance( 0, FALSE )

g5 253388 g ERER @ & a8 sexp( 2.0[Hz], 0.0[s] )
ialelaliebalsba trapezoid( 0[%], O[%], 80[%], 100[%] )

5 N |V e )

=3 ££6( 1, TRUE, TRUE )

machinephase
ppn

|

E!

Filename = kydcltol_carbon-1-2.3df
hE Author = delta

- Experiment carbon. jxp

Sample_Td kydcltol
Solvent = CHLOROFORM-D
“3 Actual Start Time = 7-JUL-2020 01:37:34
- Rev: = 7-JUL-2020 19:28:16
Comment single pulse decoupled ga
E Data Format 1p ComprEX
- Dim Size = 26214
X_Domain carbon
Dim_Title Carbon13
=3 Dim_Units tppn]
- Dimensions x
site ECs 400
Spactrometer DELTA2
CE| 2
- Field_Strength 9.389766 (T] (400 [MHZ])
X_Acq Duration 1.04333312[s]
X Domain 13c
24 y X Freq 100.52530333 [MHz]
X offset 1000,
X_Points 32768
- X_prescans n
23 X Resolution 0.95846665 [Hz]
X sweep 31.40703518 [kHz]
X Sweep_Clipped = 25.12562814[kHz]
Ifr_Domain Proton

g, Irr Freq 399.78219838 [MHz]
Irr_offset 5(ppm]
Clipped FALSE
Scans 6000

24 Total_Scans 6000

P .
Relaxation Delay = 2[s]
Recvr_Gain 60

29 Get. 20.6[dC]
8.6[us]
1.04333312[s]
30[deg]

24 -71dB]
2.86666667 [us]
22.07[dB]

| 22.07[dB]
23 I wALTZ
= 0.115[ns)
Decoupling R
Initial Wait 1(s]
P Noe TRUE
< Noe_Time 2[s]
Repetition Time = 3.04333312(s]
3~
g [ [
: |
2 \
E
2
Gl
T T T T T T T T T T T T T T T
1500 140.0 130.0 120.0 110.0  100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0

X : parts per Million : Carbon13

S16




8.0

7.0

6.0

50

4.0

3.0

2.0

RS
ER2n%2828:g
anaanng==98
O

Br

6.00

2.00

3.758
3.732

/O

B

0.98

2.288
2119
2,09
2,092
1220
073
0.685
0.000

12,11

---- PROCESSING PARAMETERS
dc_balance( 0, FALSE )
sexp( 0.2[Hz], 0.0[s]
trapezoid( 0[%], 0[%], 80[%], 100[%] )
zerofill( 1 )

£££( 1, TRUE, TRUE )

2.01

abundance

T
7.0

X : parts per Million : Proton

machinephase

ppm

Filename kydbrtol3rd proton-1-2.3d

Author delta

Experiment proton. jxp

sample_td kydbrtollrd

Solvent CHLOROFORM-

Actual Start Time = 8-JUL-2020 22:22:32

Revision_Time = 9-JUL-2020 11:19:35
nt single_pulse

Data_Format 1D COMPLEX

Dim_Size 13107

X_Domain Proton

Dim_Title Proton

Dim_Units [ppm]

Dimensions X

site = ECS 300

Spectrometer = DELTA2 NMR

Field Strength = 7.0586013[T] (300 (MHz])

 Acq Duration 2.90455552(s]

X Dor 1

X Freq = 300.52965592 [Mz]

X Offset 5ppm]

X_Points 16384

1
0.34428676 [Hz]
5.64079422 [kHz]
4.51263538 [kHz]

X_Sweep
X_Sweep_Clipped
Irr_Domain

Proton
30052965592 [MHz]
5(ppm]

oton
300.52965592 [Miz]
5[ppm]

FALSE

16

Total_Scans =16

Relaxation Delay = 2[s]
Recvr_Gain 38

Temp_ = 21.9[4c]

[us]
2.90455552(s]
45[deg]

ai (s
Repetition_Time = 4.90455552[s]

1.2

144.352
141.425
135.657

| Ul

2

127.76
119.629
82.978

_ 11315

W/

77.000
76.685

=<

52.591
T 29813
T 24.808
20956

—--- PROCESSING PARAMETERS
dc_balance( 0, FALSE )
sexp( 2.0[Hz], 0.0[s]
trapezoid( 0[%], 0[%], 80[%], 100[%] )
zerofill( 1 )

£££( 1, TRUE, TRUE )

abundance

T T T
150.0  140.0  130.0
X : parts per Million : Carbon13

machinephase
ppm

Filename kydbrtol_carbon0708-1-2.3
Author delta

Experiment carbon. jxp

sample_td Kkydbrtol

Solvent CHLOROFORM-D

Actual_Start_Time = 8-JUL-2020 18:39:58
Revision_Time = 8-JUL-2020 20:26:15

= single pulse decoupled ga
1D COMPLEX

Din_Size 26214
X_Domain = carbon
Dim_Title Carbon13
Dim Units tppm]
Dimensions =x

site ECS 400
Spectrometer = DELTA2_NMR

Field_Strength 9.389766 (T] (400 [MHz])
i 1

 Acq Duration 1.04333312(s
X por 13c

X Freq 100.52530333 [MHz]
X offset 100[

X_Points 32768

4
0.95846665 [Hz]

31.40703518 [kHz]
25.12562814 [kHz]

X_Sweep
X_Sweep_Clipped
Irr_Domain Proton
39978219838 [MHz]

Irr Freq
Irr Offset 5 [ppm]
Clipped FALSE
Scans 1837
Total_Scans = 1837
Relaxation Delay = 2[s]
Recvr_Gain = 60
21[4c]

8.6[us]
1.04333312(s]
30[deg]
4.7(aB]

2.86666667 [us]
22.07

. 2[s]
Repetition Time = 3.04333312(s]




X : parts per Million : Carbon13

2IAJESERREAEEL] 538 9888883 g g2zg ---- PROCESSING PARAMETERS
RRRRREEE R P 353 d85aas 3 38 do_balanca( 0, SAISE )
- sexp( 0.2[Hz], 0.0[s] )
23 W \‘/ \\\\// ‘ \‘/ trapezoid( O[#], O[%], 80[%], 100[%] )
& zerofill( 1)
3 f£ft( 1, TRUE, TRUE )
- nachsnepnase
INE
« 2
2
3 &
s d
24
<
<
%3 Filename 2ae xyle_proton-1-3.jdf
o Author delta
3 Experiment proton. jxp
o Sample_Td xyle
<3 Solvent CHLOROFORM-D
Ll Actual_Start Time = 14-FEB-2020 16:15:56
- Revision_Time 20-AUG-2020 19:31:49
)
< Comment. single_pulse
Ll Data_Format 1D COMPLEX
El Dim_Size 13107
o X Domain Proton
~ _ O Dim_Title Proton
~ B Dim Units [ppm]
3 Dimensions x
. \ site = ECs 400
=4 Spectrometer DELTA2_NMR
8 o
3 Field Strength = 9.389766[T] (400[MHz])
- X_Acq Duration 2.18365952(s]
o 1
k] = 399.78219838 [MHz]
E 29 5(ppn]
- 16384
<5 =1
p 0.45794685 [Hz]
3 7.5030012 [kiz]
= 6.00240096 [kHz]
e roton
— 399.78219838 [MHz]
3 5 [ppm
- oton
| 399.78219838 [MHz]
o
—_ 50
3 FALSE
16
S
=E Total_Scans 16
3 Relaxation Delay = 1[s]
I Recvr_Gain 4
=3 S = 20.41dc]
% -3(us]
E 2.18365952(s]
o o = 45[deq]
SE| 2 = 2.4[aB]
S = 6.65[us]
oes
| Off
=3 s FALSE
~ = Ly 1[s]
Repetition_Time 3.18365952[s]
PEE
2d
s 3 |
= I [
E i N
&l
T T T T T T T
7.0 6.0 5.0 4.0 3.0 2.0 1.0
X : parts per Million : Proton
BB Z2Ea3Igeacz2i S 288 2 T =28 ---- PROCESSING PARAMETERS
— Ce=--a=5%s S @S S q =2aF dc_balance( 0, FALSE )
IYACEEEESS g RES £ s 3a2 sexp( 2.0[Hz], 0.0[s] )
T TT T oo trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1)
f£ft( 1, TRUE, TRUE )
~13 machinephase
bl PpPm
<]
2ae xyl_carbon-1-2.3df
= delta
o carbon. jxp
=7 218 xyl
CHLOROFORM-D
18-FEB-2020 13:42:19
20-AUG-2020 19:36:14
% Comment. single pulse decoupled ga
=1 Data_Format 1D COMPLEX
| Dim_Size = 26214
] X_Domain Carbon
Dim_Title Carbonl3
Dim Units tppm]
= Dimensions x
SN Site ECS 400
Spectrometer DELTAZ 1
Field Strength 9.389766[T] (400 (MHz])
X_Acq Duration 1.043333121s]
© X Domain 13c
7 X Freq 100.52530333 [MHz]
X ofset 1000,
X Points 32768
X_Prescans 4
X Resolution 0.95846665 [Hz]
" X Sweep 31.40703518 [kHz]
S X_Sweep_Clipped 25.12562814 [kHz]
TFr_Domain Proton
Irr Freq 399.78219838 [MHz]
Irr Offset 5[ppm]
Clipped FALSE
<3 Scans 2048
S Total_Scans 2048
Relaxation Delay = 2[s]
Recvr_Gain 60
Get 20.7[dc]
e .2[us]
S 1.04333312[s]
30 [deg]
4.5([aB]
i | 3.4[us]
21.137[dB]
o 21.137[dB]
S | WALTZ
= 0.115[ms]
Decoupling R
| | Initial Wait 1(s]
| | Noe TRUE
=3 Noe_Time 2(s]
< \ Repetition Time = 3.04333312(s]
o
g
s
i J
E
2 Ao
2
&l
T T T T T T T T T T T T T T T
1500 140.0 130.0 120.0 110.0  100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0

S18




X : parts per Million : Carbon13

S RESgRRIgIR ToEneeEeRI 22828 RICCEINREZ8 82T AT A8 22 EE § ---- PROCESSING PARAMETERS
= dad=-===33 TEIIITITITTITITIAA- 2= =SS AR R REEELEEEEE SS9 dc balance( 0, FALSE )
S FRERR RS F¥FFoddddddddddddddddd=535333333555333d WU crote)

trapezoid( 0[%], O[%], 80[%], 100[%] )
| zerofill( 1 )

) ££t( 1, TRUE, TRUE )

machinephase
< ppm
=5 “

o
- o
=24
2
<7 Filename Kphmes 0722_proton-1-3.3

Author delta
- Experiment proton. jxp
= _ Sample_Td Kphmes
- = Solvent CHLOROFORM-D

E Actual_Start_Time = 22-JUL-2020 20:12:50
2 Revision_Time = 31-AUG-2020 06:22:15
- Comment. single_pulse
- Data_Format 1D COMPLEX
=3 Dim Size 13107
b X_Domain Proton

Dim_Title Proton
< Dim_Units [ppn]
ciqg Dimensions x
= _0O sive —

- B Spactrometer DELTA2_NMR

= \ Field Strength = 11.7473579[T] (500 [MHz])
X_Acq_Duration 1.74587904[s]

- e} e b

== X Freq = 500.15991521 [Miz]

= xoffset 5.0(ppm]

X_Points 16384
S w© X_prescans 1
] = 2h X_Resolution 0.57277737 [Hz]

id X sweep 9.38438438 [kHz]

X Sweep_Clipped = 7.50750751 [kHz]
2] Irr_Domain roton
* 500.15991521 [MHz]
) oton
=7 500.15991521 [MHz]

5.0[ppm]
FALSE
27 16
© =16
= 50s]
= 36
= 60(dc]
13[us]
=] “ 1.74587904 5]
<~ s 9 = 45[deg]
S o 3.6[aB]
- 6.5[us]
2 ofe
ot
= = FALSE
= 2 3 =1[s]
] | Repetition Time = 6.74587904(s]
I |
8=
g7 i | i ‘y m
] u o I \Ju
2 I\ N i
2
T T T T T T T
7.0 6.0 5.0 4.0 3.0 2.0 1.0
X : parts per Million : Proton
2 228gh3:2 eng¥ 2 28588 ---- PROCESSING PARAMETERS
"3 % AagdasaTa S dse & ELE Y dc_balance( 0, FALSE )
- I 252538848 gREREE < 43388 sexp( 2.0[Hz], 0.0[s]
el eialalebolnbe trapezoid( 0[%], O[], 80[%], 100[%] )
zerofill( 1)
£££( 1, TRUE, TRUE )
| machinephase
- ppm
“3
|
I

RE Fitename tghmes 0722 Garbon-1-2.3
[ Author delta

Experiment carbon. 3xp

Sample_1d KYphmes
- Solvent CHLOROFORM-D
-3 Actual_Start_Time = 22-JUL-2020 19

Revision_Time 22-JUL-2020 21:07:11

nt = single pulse decoupled ga
=] Data_Format ip Comprex
- Dim_Siz 26214

X_Domain = carbon

Dim_Title Carbon13
o Dim_Units [ppm]

29 Dimensions =x

site NM-ECAS00

Spectrometer DELTAZ_NMR
% Field_Strength 11.7473579[T] (500 [MHz])
=  Acq_puration 0.83361792[s]

X Domain =13

X Freq 125.76529768 [MHz]

xoffset 100 [ppn]
=3 X points 32768
S X_Prescans 1

X Resolution 1.19959034 [Hz]

X sweep 39.3081761 [kHz]
© X_sweep_Clipped 31.44654088 [kiz]
24 omain roton

500.15991521 [MHz]
5.0[p,
UE
" 1024
= Total_Scans = 1024

Relaxation Delay = 2[s]

Recvr_Gain 0
3 | Temp_Get 601ac]

] X_90_Width 9.8[us]
| XAcq_Time 0.83361792(s]

X angle 30[deg]

X atn 4.1[a8]

3 X_Pulse = 3.26666667 [us]
i Irr_atn Dec 21.078(dB}

Irr_Atn Noe 21.078(dB]

Irr Noise WALT:
~ i Irr_pwidth 92[us]
=1 Decoupling UE

| | Initial Wait

Noe

Noe_Time 21s]
-4 o Repetition Time 2.83361792(s]

9 < ‘
S |
g
g
E )
g . I . n " Y A
2
Cl
T T T T T T T T T T T T T T T
1500 1400 1300 1200 1100 1000 900 800 700 600 500 400 300 200  10.0
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X : parts per Million : Carbon13

CIESYE228UaS888E agr 4585TRad 228238 8 §| ---- PROCESSING PARAMETERS
—343dd989=22228¢8 08 % R beheieiab=ta ks butalapatsl S| dc_valance( 0, FALSE )
NN e dadddddddadd-—--333 S Semn( 0 stz or0te1)
=4 trapezoid( 0[%], O[], 80[%], 100[%] )
a zerofill( 1)
S3 £££( 1, TRUE, TRUE )
X
2 machinephase
S3 pem
K s
S S
53 bl
a
S
|
S
<
=4
a Filename 0923 1_proton-1-2.3df
23 uthor delta
S Experiment proton. 3xp
< Sample_Id 923 1
<3 Solvent CHLOROFORM-
S Actual Start Time = 23-SEP-2020 16:01:28
NE Revision_Time 23-SEP-2020 17
S
=4 Comment. single_pulse
a Data_Format 1D CoMPLEX
=E! Dim Size 13107
S X_Domain Proton
S _0O Dim_Title Proton
! B Dim Units [ppm]
= Dinmensions x
b site ECS 30
z 0 EECN-- - .
= Field Strength = 7.0586013([T] (300[MHz])
S  Acq Duration 2.90717696[2]
| X Dom: 1w
3 XFreq = 30052965592 [MHz]
| X offset sp
= X_Points 16384
o 2 X_prescans 1
2 X Resolution 0.34397631 [z]
< X_Sweep 5.63570784 [kHz]
=] X Sweep_Clipped = 4.50856628 [kiz]
S Irr_Domain roton
i 300.52965592 [MHz]
23 oton
= 300.52965592 [MHz]
3 5 [ppm]
EE o
8
&4 Total_Scans 8
=3 Relaxation Delay = 5[s]
b cvr_Gain 36
=3 = 21.4[dc)
= 11(us)
P 2.90717696[s]
<9 45[deg]
1(a8]
=3 o 5.5[us]
g 2 3 - ofs
=] z = = ofe
~ FALSE
P w X = 1(s]
3 & Repetition Time = 7.90717696(s]
<=4
ga |
53 i
g it i | I
5
2
Gl
T T T T T T T
7.0 6.0 5.0 4.0 3.0 2.0 1.0
X : parts per Million : Proton
eER §3E2E 2289 & 398 8 ---- PROCESSING PARAMETERS
aae SSwine zase a Sa% a dc_balance( 0, FALSE )
$93 HERRG gEES a &3 2 sexp( 2.0[Hz], 0.0[s] )
- el oo trapezoid( 0[%], O[], 80[t], 100[%] )
5] N Y Wl T e
££t( 1, TRUE, TRUE )
machinephase
PP
<] |
S |
Filename 0923 1_Carbon-1-2.3df
Author delta
Experiment carbon. 3xp
Sample_ld 923 1
Solvent CHLOROFORM-D
Actual _Start Time = 23-SEP-2020 16:02:
Revision_Time 23-SEP-2020 17:11:54
"
27 co = single pulse decoupled ga
Da 1D COMPLEX
D 26214
X_Domain = carbon
Dim_Title Carbon13
Dim_Units [ppn]
Dimensions =x
site NM-ECAS00
Spectrometer DELTAZ_NMR
<
S Field_Strength 11.7473579[T] (500 [MHz])
X_Acq Duration 0.83361792[s]
X Domain =13
X Freq 125.76529768 [MHz]
xoffset 100 [ppn]
X_Points 32768
X_Prescans 1
X Resolution 1.19959034[Hz]
XSweep 39.3081761 [kHz]
] X Sweep_Clipped = 31.44654088 [kiiz]
i ITr_Domain roton
| 500.15991521 [MHz]
[ = 5.0ippml
TRUE
987
Total_Scans = 987
Relaxation Delay = 2[s]
. cvr_Gai. 50
=1 19.5[dc]
us]
0.83361792(s]
30[deg]
4.1(an]
3.26666667 [us]
[ 21.078(aB]
21.078[aB]
:
=] 92[us]
S UE
1(s]
TRUE
[l 1 2[s]
Repetition Time = 2.83361792(s]
o
g
g
g
E J
5 " , )
2
Gl
T T T T T T T T T T T T T T T
1500 1400 1300 1200 1100 1000 900 800 700 600 500 400 300 200  10.0

S§20




1.0 2.0 3.0 40 5.0 6.0 7.0 8.0 9.010.011.012.013.014.015.016.017.018.019.020.021.022.023.024.025.026.027.028.029.0

MgoX-SCgmmen T
ee2EF2E8ReR[I2
§83q7q522 ooz
A

4.03

2.00

7.069
7.043

tBu

3.763
3.737

3788
~

1.00

|
,‘I’Il

2
2.099
2072
— 1.265
0.730
0.703

1210
07
=

12.02

---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 0.2[Hz], 0.0[s] )

trapezoid( 0[], O[%], 80[#], 100[%] )
zerofill( 1

££€( 1, TRUE, TRUE )

9.

298

2.00
1.98

abundance

machinephase
Filename kygpelsttbutol_proton-1-2
Author delta

Experiment proton. xp

Sample_Td kygpelsttbutol

Solvent CHLOROFORM-D

7-JUL-2020 17:57:02
7-JUL-2020 19:36:22

Comment single_pulse
Data_Format 1D COMPLEX

Dim Siz 13107

X_Domain Proton

Dim_Title Proton

Dim_Units [ppm]

Dimensions x

site = ECs 300

Spectrometer DELTA2_NMR

Field Strength = 7.0586013[T] (300 [MHz])
X_Acq_Duration 2.90455552(s]

X_Domain 1

X_Freq = 300.52965592 [MHz]
xoffset 5[ppm]

1
0.34428676Hz]

5.64079422 [kHz]
4.51263538 [kHz]

X_Sweep
X_Sweep_Clipped
Irr_Domain

roton
300.52965592 [MHz]

oton
300.52965592 [Miz]

Total_scans

Relaxation_Delay
Recvr_Gain

3 1(s]
Repetition Time 4.90455552(s]

X : parts per Million : Carbon13

7.0 5.0 4.0
X : parts per Million : Proton
v 92 2 5538 5 %89 2 FEE & 2 ---- PROCESSING PARAMETERS ----
@ a8 8§ 5xSg 2 age = d44g 8 g dc_balance( 0, FALSE )
¥ 99 =2 8584 g RES @ Fa® 38 sexp( 2.0[Hz], 0.0[s] )
Il elal el elabalel trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1
£ft( 1, TRUE, TRUE )
machinephase
<
s kydtbutolGpelst_Carbon-1-
delta
Time 0:00
7-JUL-2020 19:41:38
= single pulse decoupled ga
1D CoMpLEX
26214
< 2 Carven
Carbonl3
tppm]
s x
site NM-ECAS00
Spectroneter DELTAZ_NMR
Field_Strength 11.7473579[T] (500[MHz])
X_Acq_Duration 0.83361792(s]
X Domain = 13c
X Freq 12576529768 [MHz]
o Xof£set 100 {ppn]
- X_Points 32768
X_Prescans 4
XTResolution 1.19959034 5z]
X sweep 393081761 [kiiz)
X Sweep_Clipped = 31.44654088 [kiiz]
IEr_Domain roton
500.15991521 [MHz]
= 5.0(ppm]
TRUE
1202
- | = 1202
o " 2(s]
60
20.9[dC]
us]
I 0.83361792[s]
30[deg]
4.1[dB]
3.26666667 [us]
21.078[dB]
21.078[dB]
o WALTZ
- 92[us]
TRUE
1[s]
TRUE
X 2[s]
Repetition_Time 2.83361792(s]
o
8
g
5
1
E
2 L
2o .
T T T T T
150.0 140.0  130.0 100.0 80.0 70.0




X : parts per Million : Carbon13

T T T T
150.0 1400 130.0 120.0

BMRL28820EdC88583 8 23EIELERIT RS2 2 2 & grg §| ---- PROCESSING PARAMETERS
o]RR RS I¥ISSIII AN rAddddda T T =2 S50% Il = 9 Bog S| dc_balance( 0, FALSE )
R N O N - ey o o ~ Ss3 =
= sexp( 0.2[Hz], 0.0[s] )
F trapezoid( 0[%], O[], 80[%], 100[%] )
B “ [N Py
££t( 1, TRUE, TRUE )
machinephase
Ppm
2
Filename 0923 2_Proton-1-2.3df
Author delta
Experiment proton. jxp
) sample_Id 923 2
== Lver CHLOROFORM-D
@ 23-SEP-2020 20:39:28
23-SEP-2020 20:37:18
single_pulse
1D COMPLEX
13107
Proton
Proton
_0O (ppm]
x
B Ses a0
CI) Spectzometer DELTA2_NMR
@ Field Strength = 9.389766[T] (400 [MHz])
3 X_Acq Duration 2.18365952(s]
X in 1w
< | 399.78219838 [MHz]
8 5(p)
16384
1
2k F—
7.5030012 [kHz]
6.00240096 [kiiz]
zoton
39978219838 [MAz]
5[ppm]
oton
39978219838 [MHz]
o 5[ppm]
“ FALSE
8
Total_Scans 8
P Relaxation Delay
= Recvr_Gain
s Temp_Get
X_90_Width
¥Acq_Time
3 5 X AngTe
& 2 X Atn
X pulse
Irr_Mode
- Tri Mode
= 2 Dante_Presat
= Initial Wait =1[s]
Repetition_Time 7.18365952(s]
o
g
g
g
< |
El I
2 I
Gl
T T T
7.0 6.0 4.0
X : parts per Million : Proton
J8I2Zz338z28 §28% 8 gz ---- PROCESSING PARAMETERS
a—GmEeInecans oS “ a & dc_balance( 0, FALSE )
IITEIEEERESS g EEREE @ a a sexp( 2.0[Hz], 0.0[s] )
ichainisiialninisisisia trapezoid( 0[%], O[], 80[t], 100[%] )
zerofill( 1)
££t( 1, TRUE, TRUE )
. machinephase
P PP
Filename PhBiPhBpin_Carbon-1-2.3df
Author delta
Experiment carbon. 3xp
Sample_ld PhBiPhBpin
= Solvent CHLOROFORM-D
S Actual _Start Time = 17-SEP-2020 08:51:
Revision_Time 23-SEP-2020 20:52:22
| co = single pulse decoupled ga
Dat 1D COMPLEX
[ D 26214
X_Domain = carbon
] Dim_Title Carbon13
Dim_Units [ppn]
Dimensions =x
site ECS 400
Spectrometer DELTA2_NMR
=
< Field Strength 9.389766[T] (400 [MHz])
X_Acq Duration 1.04333312[s]
X Domain 13c
X Freq 100.52530333 [MHz]
xoffset 100 [ppn]
X_Points 32768
X_Prescans 4
X Resolution 0.95846665 [Hz]
I XSweep 31.40703518 [kiz]
X Sweep_Clipped = 25.12562814[kiiz]
| ITr_Domain roton
399.78219838 [MHz]
o = 5ps
< FALSE
2048
Total_Scans = 2048
Relaxation Delay = 2[s]
cvr_Gai. = 50
.7[aB]
2.86666667 [us]
—= 22.07[dB]
S 22.07([dB]
z
0.115[ns]
| w!
| 1[s]
| TRUE
! 2[s]
o
g
g
g
E
o v
Gl
T T T




1.0 2.0 3.0 40 50 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0 20.0 21.0 22.0 23.0 24.0 25.0 26.0

---- PROCESSING PARAMETERS
dc_balance( 0, FALSE )

7.260
7253
7.245
7.163
6.929
2147
2127
2,106
2,086
1774
1765
1758
0.741
0.722

2 ag 2
= =& 32 <
iy < oo < sexp( 0.2[Hz], 0.0[s] )
trapezoid( 0[%], O[%], 80[%], 100[%] )
zerofill( 1)
££6( 1, TRUE, TRUE )
machinephase
ppm
o
o
Filename 2ag tetrahydronap2_proton
Author delta
Experiment proton. x;
Sample_T 420 tetrahydronap2
Solvent CHLOROFORM-D
Actual _Start Time = 20-APR-2020 18:57:41
Revision_Time = 17-JUL-2020 14:55:52
Comment single_pulse
Data_Format 1D COMPLEX
Dim Size 13107
X_Domain Proton
Dim_Title Proton
— Dim_Units [ppml
B pimontee, ;
site ECS 400
\ Spectrometer DELTA2_NMR
O Field Strength = 9.389766[T] (400[MHz])
X_Acq_Duration 2.18365952(s]
X Domain 1
21 Xrreq 2 39978219838 [z
xoffset 5ppm]
X_Points 16384
X_prescans 1
X Resolution 0.45794685 [Hz]
X sweep 7.5030012 [kHz]
X Sweep_Clipped 6.00240096 [Kkkz]
@ Ifr_Domain

Proton
399.78219838 [MHz]
(ppm]

oton
399.78219838 [MHz]

96

3.96

2[s]
36

= 20.2[dc]

-8[us]
2.18365952(s]
5

1.06
0.94
1.00

=1[s
Repetition_Time 4.18365952(s]

UL/ J\ \‘ A ‘H‘ I}

[
U

abundance

T T T
7.0 6.0 5.0 40 3.0 20 1.0
X : parts per Million : Proton

13

1.2

1.0

0.9

0.8

0.7

0.6

0.5

0.4

0.3

0.2

0.1

R Y o Tcozo
5% 2553%88% 2 2 = ] -~ PROCESSING PARAMETERS
4T 2883588 E48E 2 SEE=8d dc_balance( 0, FALSE )
29 S3888888 SRERES @ FA¥ILQ sexp( 2.0[Hz], 0.0[s] )
I3 ocdadaadd trapezoid( 0[%], O[%], 80[5], 100[%] )
zerofill (1)
£6t( 1, TRUE, TRUE )

machinephase
ppm

2ag tetrahydronap2_carbon
delta

carbon. jx
420 tetrahydronap2
CHLOROFORM-D

20-APR-2020 19:30:15
17-JUL-2020 15:09:24

= single pulse decoupled ga
1D COMPLEX
26214

Carbon

Carbon13

{ppm]

X

cs 40

ECS 400
DELTA2_NMR

site
Spectrometer =

Field Strength

9.389766(T] (400 [Miz])
X_Acq Duration 1

1.04333312]s

X_Dor 13c
X _Freq 100.52530333 [MHz]
X Offset 100,

X_Points 32768

4
0.95846665 [Hz]

X Sweep 31.40703518 [kHz]
X Sweep_Clipped = 25.12562814 [kHz]
TFr_Domain Proton
Irr_Freq 399.78219838 [MHz]
Irr Offset 5[ppm]
Clipped FALSE
Scans 1024
Total_Scans = 1024
| Relaxation Delay = 2[s]
Recvr_Gain 60
| Temp_Get 20.71dc]
X_90_Width 8.6[us]
X Acq_Time 1.04333312[s]
X AngTe 30[deg]
X atn -7(aB]
X pulse 2.86666667 [us]
IFx_Atn_Dec 22.07(aB)
| TrrAtn_Noe 22.07[a8]
| | IrsNoise WALTZ
I I Irr_Pwidth 0.115[ms]
Decoupling

Initial Wait
Noe
N Noe_Time 2[s]
‘ 1 ‘ Repetition Time = 3.04333312(s]

\, " J \ A

abundance

T T T T T T T T T T T T T T T T T T T
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X : parts per Million : Carbon13
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X : parts per Million : Carbon

13

SRZIILENEEEERIRR 2EE =358 J5982ERY §| ---- PROCESSING PARAMETERS
RRRRRRR R =83 ten rmaddaas S| dc_balance( 0, FALSE )
R S FIF e dddddaa= I e oot
trapezoid( O[#], O[%], 80[%], 100[%] )
zerofill( 1)
f£ft( 1, TRUE, TRUE )
=il machinephase
@ ppm
@
S Filename 3ab kyph-tol-oh_proton-1-
- Author delta
proton. jx
o kyph-tol-oh
= CHLOROFORM-D.
g ¥ 3-JUL-2020 17:36:16
Revision_Time = 31-AUG-2020 13:50:02
Comment. single_pulse
Data_Format 1D COMPLEX
Dim _Size 13107
X_Domain Proton
Dim_Title Proton
Dim Units tppm]
Dimensions x
site ECS 400
- o H Spectrometer DELTA2_NMR
a Field Strength = 9.389766[T] (400[MHz])
X_Acq Duration 2.18365952(s]
X Domain 1
X Freq = 399.78219838 [Mz]
X Offset 5[ppm]
X Points 16384
X_Prescans 1
4 Krreseans 5. as7oasss ey
X Sweep 7.5030012 [kiiz]
o X Sweep_Clipped = 6.00240096 [kiiz]
S IFr Domain proton
o Irr_Freq 399.78219838 [MHz]
=3 Irr_Offset 5[ppm]
<7 Tri“Domain oton
Tri“Freq 399.78219838 [MHz]
Offset 51
Clipped FALSE
Scans 16
Total_Scans =16
Relaxation Delay = 5[s]
Recvr_Gain 38
= 20.7[dC]
-8[us]
2.18365952[s]
= S = 45[de
S & 3(aB]
- 6.4[us]
os
ofs
3 FALSE
2 Y = 11s)
I Repetition Time = 7.18365952[s]
o | !
S |
g I [ |
= | | [
£ I 1 1 !
2 A
T T T T T T T
7.0 6.0 5.0 4.0 3.0 2.0 1.0
X : parts per Million : Proton
28 L2ggs83ac a8 o) a > z ---- PROCESSING PARAMETERS
€3 e-TEes @3s¥ ) & = ) dc_balance( 0, FALSE )
I3 238888 ERE 8 2 E B sexp( 2.0[Hz], 0.0[s] )
<] = ST trapezoid( O[#], O[], 80[%], 100[3] )
< zerofill( 1)
f££ft( 1, TRUE, TRUE )
machinephase
<
g Filename phtoloh_carbon-1-2.jdf
Author delta
Experiment carbon. jxp
Sample_Id phtoloh
Solvent CHLOROFORM-1
Actual_Start Time = 31-AUG-2020 15:41:3
Revision Time = 31-AUG-2020 15:53:43
nt = single pulse decoupled ga
Data_Format 1D COMPLEX
< Dim_Size 26214
<7 X_Domain = carbon
Dim_Title Carbon13
Dim Units tppm]
Dimensions =x
Site ECS 400
Spectrometer = DELTAZ_NMR
Field Strength 9.389766[T] (400 [Mz])
(_Acq_Duration 1.04333312(s]
X Domain 13c
- X Freq 100.52530333 [MHz]
24 X offset 100 [ppa]
X Points 32768
X_Prescans 4
X_Resolution 0.95846665 [Hz]
X Sweep 31.40703518 [kHz]
X Sweep_Clipped = 25.12562814 [kHz]
in Proton
39978219838 [MHz]
| Offset 5[ppm]
FALSE
! 885
) Total_Scans = 885
< ¢
Relaxation Delay = 2[s]
Recvr_Gain 60
Temp_Get 21.414c)
X_90_Width 8.6[us]
X Acq_Time 1.043333121s]
X_Angle 30 [deg]
Atn -7(dB]
X Pulse 2.86666667 [us]
| Ifx_Atn_Dec 22.07[aB]
- I Irr_Atn Noe 22.07(dB]
24 rr Noise WALTZ
Trr_Pwidth 0.115[ms]
Decoupling TRUE
Initial Wait 1(s]
L Noe RUE
Noe_Time [s1
Repetition Time = 3.04333312[s]
o
g
s
k]
RS . i s | I
&
T T T T T T T T T T T T T T T
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CEXxAaoC®mowa oSN
2RBSILRELAZER
§a88§zrs=Exaz=g
A

19.92

7.041
7.026
6.984
6.968
4.002

—3513
2477
2464

2450
2118
2.110
2.096
2,082

_ 4032
£
A
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---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 0.2[Hz], 0.0[s] )

trapezoid( 0[], O[%], 80[#], 100[%] )
zerofill( 1

£££( 1, TRUE, TRUE )

5.07

2.00
1.99

abundance

T
7.0
X : parts per Million : Proton

machinephase
Filename 0824 phtol amine_proton-1
Author delta

Experiment proton. xp

Sample_Id 0824 phtol amine

Solvent BENZENE-D6

24-AUG-2020 11:28:32
24-AUG-2020 20:21:31

Comment. single_pulse
Data_Format 1D COMPLEX

Dim_Siz 13107

X_Domain Proton

Dim_Title Proton

Dim_Units [ppml

Dimensions

site = MM-ECAS00

Spectrometer DELTAZ_NMR

Field Strength = 11.7473579[T] (500[MHz])
X_Acq_Duration 1.74587904 [s]

X Domain 1

X_Freq = 500.15991521 [MHz]

X Offset 5.0[ppm]

16384
1

0.57277737[Hz]

X_Sweep. 9.38438438 [kHz]
X_Sweep_Clipped 7.50750751 [kHz]
Irr_Domain

roton
500.15991521 [MHz]
5.0[ppm:

Proton
500.15991521 [MHz]

Total_scans

Relaxation Delay
Gain

8
= 45[degq]

ils
Repetition Time = 3.74587904[s]

4.0

3.0

2.0

1.0

abundance

a2 oo
$82 23883
TEE L9ed
Gieio wolw o
95 43&8&

128.527
127.049
126.315
47.817
21.015

— 48.69%4
T 36375

54.138

---- PROCESSING PARAMETERS ----
dc_balance( 0, FALSE )

sexp( 2.0[Hz], 0.0[s] )

trapezoid( 0[], O[%], 80[#], 100[%] )
zerofill( 1

£££( 1, TRUE, TRUE )

machinephase

T T T
1500 1400 1300
X : parts per Million : Carbon13

0824 kytol amin_carbon-1-
delta

carbon. xp
kytol amin
BENZENE-D6
24-AUG-2020 12:53:52
24-AUG-2020 20:31:05

Time

= single pulse decoupled ga
1D COMPLEX

26214

= carbon

Carbon13

[ppm]

x
ECS 400
DELTA2_NMR

site
Spectrometer

Field Strength
X_Acq_Duration
main

9.389766(T] (400 [MHz])
1.04333312(s]

X por 13
X Freq 100.52530333 [MHz]
xoffset 100 [ppn]

X_Points 32768

X_Prescans 4

X_Resolution 0.95846665[Hz]
X_sweep 31.40703518 [kHz]
X Sweep_Clipped = 25.12562814[kiiz]
ITr_Domain

roton
399.78219838 [MHz]
5 [ppm]

FALSE

877

= 877

2(s]
=58
21.4[4c]

8.6[us]
= 1.04333312(s]
30[deg]

.7[aB]
2.86666667 [us]
22.07[dB]
22.07[dB]

WALTZ
0.115[ms]
TRUE

Initial Wait
N

0e
Noe_Time
Repatition Time = 3.04333312[s]






