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General Information:

Commercial rcagents were obtained from Aldrich Chemical and Oakwood Chemicals and used
without further purification. 'y, ¢ and 3¢ NMR were recorded on a 500 MHz JEOL
spectrometer using CDCl3 as a solvent at room temperature. All chemical shifts for "H and C
NMR were reported downficld using tetramethylsilanc (1MS, at d ¥ 0.00 ppm).

General procedure for the synthesis of (4-mcthylphcnyl)triphcnylphosphonium (dys)
bromide

Method A:

In a 50 m! hcavy wall pressure vessel with an internal thread (Teflon cap) containing a stirbar, 4-
bromotoluene (1.0 cquiv), triphenylphosphine (dys) (1.0 cquiv), NiBrs (5.0 mol%) and cthylene
glycol (15 ml) werc added under nitrogen atmosphere. The rcaction mixture was then stirred at
180 °C for 8 hours. The mixturc was then cooled to room temperature, and aqucous NaBr added
to dissolve the Ni salts and cthylenc glycol. Dichloromethanc was added to cxtract the desired
phosphonium salt from the milicu. Aficr two more cxtractions, the combined organic extracts
were dricd over anhydrous Na;SOq solvents were removed under reduced pressure, and purc (4-
methylphenyl)triphenylphosphonium bromide was isolated as a whitc solid. The same procedure
was utilized for the non-deuterated triphenylphosphine derivatives.

Method B:

In a 50 ml heavy wall pressurc vessels with an internal thread (Teflon cap) containing a stirbar,
4-bromotoluenc (1.0 cquiv), triphenylphosphine (dis) (1.0 cquiv), Pd(OAc): (1.5 mol%) and
xylene (15 ml) were added under nitrogen atmosphere and reaction mixturc stirred at 145 °C for
4 hours. The desired product precipitated as a white solid during the coursc of the reaction. The
reaction mixture was cooled to the room tcmpcraturc, filtcred and washed with xylenc and
dicthyl cther and purc product was isolated as a white solid. The same procedure is cqually

cffective when using non-deutcrated triphcnylphosphine.

General procedure for the synthesis of (4—methylphcnyl)triphcnylphosphonium (dys)
bistriflimide

‘The bistriflimide salt was synthesized by an ion cxchange of potassium bistriflimide (1.0 cquiv)
and phosphonium salt (1.0 cquiv) in water for 15 min at room temperature. The reaction mixture

was then cxtracted three times with dichloromcthane. The combined organic cxtracts werc dried



over anhydrous Na;SOs, solvents were removed under reduced pressure, and pure (4-

mcthylphcnyl)triphcnylphosphonium bistriflimide was isolatcd as a white solid.
General procedure for the synthesis of 4-Bromopheny! diphenylmethane

In an oven-dricd 100 mL flask, a solution of 4-bromobenzophenone (20 mmol, 1.0 cquv) in THF
(50 mL) was preparcd. Phenylmagnesium bromide solution (Aldrich; 3.0 M in Et;0, 17 ml, 2.5
cquiv) was added dropwisc at 0 °C under nitrogen atmosphere and the resulting mixture was then
stirred at 60 °C overnight. The reaction was then quenched with a saturated aqueous solution of
NH4Cl and extracted three times with dichloromethane. The organic cxtracts were combined,
dricd over Na;SOs, and concentrated under reduced pressurc. The residuc was then purified by
flash chromatography on silica gel (hexane) to give 4-Bromophenyl diphcnylmethanol in 80%
yicld as colorless viscous liquid. The 4-bromophenyl diphenylmethanol (12 mmol, 1.0 cquv) was
then transferred into an oven-dried 100 mL flask cquipped with a stirring bar. Ga(OTf)3 (5.0
mol%), and isopropanol (60 mmol, 5.0 cquv) in PhCF; (20 mL) was added. The resulting
mixture was stirred at 110 °C for 1 h. The mixture was then cooled to room temperature, diluted
with E0, filtered and concentrated under reduced pressure. The residuc was purificd by flash
chromatography on silica gel (hexanc) to give the 4-bromopheny! diphenylmethanc as a whitc

pure product in 85% yicld.
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Compound 3 Pre- and Post-heating NMR Spectra

Temperature of Post-heating samples noted in upper left corner of each spectrum
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Current_time a 12-JUN-2018 12:20:41
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X_acqg duration = 0.55574528(s]
X_domain = 197
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Mod_return = 1
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X_90_width = 13.1fus}
X_acq_time = 0.55574528([8])
X_angle = 45([deg]

X_atn = 2.5[4n)

X_pulse = 6.55[us]
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Dante_presat = FALSE
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Recvr_gain = 36
Rolaxation_delay = 4[s]
Repetition_time = 4.55574528(s]
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Irr_atn_noes = 20.7([d4B]
Irr_noise = WALTZ
Decoupling = TRUE
Initial_wait = 1(s]
Noe = TRUE
._ Noe_tims = 2(s)
sl = B e e e - N > o ettt _gain = 58
Rolaxation_delay = 2[s]
................................ S TS it i WA 0L I s e e B I I LI Repetition_time = 2.64487424(s]
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Data_format
Dim size
Dim_title
Dim_units
Dimensions
site
Spectrometer

Field_strength
X_acg_duration

X_prescans
X_resolution
X_sweep
Irr_dcomain
Izz_£freq
Izrz_offset
rri_domain
Tri_freq
Tri_offset
Clipped
Mod_return
Scans
Total_scans

X_90_width
X_acq _time
X_angle
X_atn
X_pulse
Irr_mode
Tri_mode
pDante_presat
Initial_wait
Recvr_gain
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= MSD468-300-20_Days_PR
= Jim Davis

= single_pulse.ex?

= MS0468-300-20_Days

= CHLOROFORM-D

=8

= 27-JUN-2018 17:21:47
a 27-JUN-2018 16:58:52
= 27-JUN-2018 16:58:52

= 1D COMPLEX
= 13107
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= 12.4[us]
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= 45(deg)
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= 6.2[us)

= Off

= Off

= PALSE

= 1{s)

= 38

Relaxation_delay = 4([s])

Repetition_time

Temp_get

= 5.74587904(8)
= 22.5[4cC]
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= Filename = MS0468-300-20_Daya_CA
7 Author = Jim Davis
1 Experiment = aingle_pulse_dec
1 Sample_id = M850468-300-20_Days
1 Bolvent = CHLOROFORM-D
4 Changer_sample =8
4 Creation_time = 27-JUN-2018 17:363:07
] Revision_time = 27-JUN-2018 17:13:13
) Current_time = 27-JUN-2018 17:13:13
1 Data_format = 1D COMPLEX
a4 Dim_size = 26214
i Dim_title = 13C
4 Dim_units = (ppm]
| Dimensions - X
] site = ZCA 500
Spectrometer = JNM-ECA500
Pield_strength = 11.7473579(7] (5000MH
1 X_acqg duration = 0.83361752([s8)
X_domain = 13C
J X_freq = 125.76529768 [MHz)
~ X_offset = 100 [ppm]
e X_points = 327668
X_prescans = 4
X_resolution = 1.19959034 [Hz]
X_sweep = 39.3081761(kHEz)
Irr_domain = 1H
Irxy_freq = 500.15991521 [pz]
uﬂ«.lonn-on a 5.0[ppm)
Clipped = FALSE
Mod_return = 1
Scans = 256
Total_scans = 256
X_90_width = 13.2[us)
X_acq _time = 0.83361792(s)
X_angle = 30{deg]
X_atn = §[aB)
X_pulse » 4.4[us)
Irr_atn_dec = 20.7(4B}
8 Irzr_atn_noe = 20.7[4B)
g Irr_noise = WALTZ
= Decoupling = TRUE
w Initial_wait = 1(s)
-1 Noe = TRUE
] Noe_tine = 2(s]
Recvz_gain = 60
Relaxation_delay = 2([s]
o L i — : T ] Ropetition_time = 2.83361792(s]
nee.e —s.o :o e uaeo ume.e :e.e \u —ue.e -S c wo.e ae.e_ qoo ae e m 40.0 ue.e 20.0 Temp_get = 23.2(aC)
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Sample_id = M30468-300-20_Days
Solvent = CHLOROFORM-D
Changer_sample =0

Creation_time a 27-JUN-2018 17:39:03
Revision_time = 27-JUN~2018 17316:08
Current_time = 27-JUN-2018 17:16:08

Data_format = 1D COMPLEX

Dim_size = 52428
Dim_title = 19F
pim_units = [ppm]
pimensions aX

8ite = ECA 500
Spectrometer = JNM-ECAS00

rield_strength = 11,.7473579([T]1 (500[MH
X_acq duration = 0.55574528(s]

X_dcmain = 197

X_freq = 470.62046084 [Miz]
X_otfset = -70(ppm)
X_points = 65536

X_prescans = 1

X_reasolution = 1,79936855[Hz]
X_swaep = 117.9245283 [xHz)
Irr_domain = 197

Irx_freq = 470.62046084 [(MHZ]
Irr_offset = 5([ppm]
Tri_domain = 197

Tri_freq = 470.62046084 [MHZ)
Tri_offset = 5[ppm]

Clipped = FALSE

Mod_return =1

Scans = 16

Total_scans = 16

X_90_width = 13.1[us]
X_acq_time = 0.55574528(a]
X_angle = 45{deg)

x_atn = 2.5(4B)

X_pulse a §.55[us)
Irr_mode = Off

Tri_mode = Off

Dante_presat a FALSE
Initial_wait = 1[s)

Recvr_gain = 36

Relaxation_delay = 4[s]
Repetition_time = 4.55574528([s)
Temp_get = 22.8l4C)
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Author = Jim Davis
Expariment = gingle_pulse_dec
Sample_ia = MS0468-300-20_Days
Solvent = CHLOROPORM-D

Changer_sample = 8
Creation_time = 27-JUN-2018 17:42:38
Revigion_time a 27-JUN-2018 17:19:43

Current_tima = 27-JUN-2018 17:19:44
Data_format = 1D COMPLEX

Dim_size = 26214

Dim_title = 31p

Dim units = [ppm]

Dimensiocns = X

site = ECA 500
Spectrometar = JNM-ZCAS00

Pield_strength = 11.7473579[T) (500[MH
X_acqg duration = 0.64487424(s)

X_domain = 31p

X_freg = 202.46831075[MHz)
X_offset = 0[ppm]

X_points = 32769

X_prescans = 4

X_resolution = 1.55068995([Hz]
X_sweep = 50.81300813{kHz]
Irr_domain = 1H

Ixz_freq = 500.15991521 [MHZz])
Irr_offset = 5.0[ppm)

Clipped = PALSE
Mod_return =1

Scans a 25

Total_scans = 25

X_90_width = 14.687(us])

X_acqg _time = 0,6448742418]
X_angle = 30[deg]

X_atn = 5[dB]

X_pulse = 4.89566667 [us])
Irr_atn_dec = 20.7[dB)
Irr_atn_noe = 20.7([4B]
Irr_noise = WALTZ

Dacoupling = TRUE
Initial_wait = 1(s)
Noa = TRUE
Noe_time e 28]
Recvr_gain = 58

Relaxation_delay = 2(s]

-------
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Repetition time = 2.64487424(s)
Temp_get = 23([dc)
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Compound 4 Pre- and Post-heating NMR Spectra

Temperature of Post-heating samples noted in upper left corner of each spectrum
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Filename
Author
Experiment
Sample_id
Solvent
Creation_time
Revision_time
Current_time

Data_format
pim_size
Dim_title
Dim_unita
Dimensicns
Site
Spectromster

Pield_strength
X_acq_duration
X_domain
X_freq
X_offset
X_points
X_prescans
X_resolution
X_aweep
Irr_domain
Irr_fregq
Irr_otfset
Tri_domain
Tri_freq
Tri_offeet
Clipped
Mod_rteturn
Scans
Total_scans

X_90_width
X_acqg_time
X_angla
X_atn
X_pulse
Irr_mode
Tri_mode
pante_presat
Initial_wait
Recvr_gain

= M80567_PROTON-5.jdf
= Jim Davis

= gingle_pulse.ex2

= MS0567

= CHLOROFORM-D

= 3-0CT-2018 19:18:04
= 3-0CT-2018 1B8:53:06
= 3-0CT-2018 18:53:06

e 1D COMPLEX
= 13207

= 11.7473579[T] (500([MH
= 1.74587904 [3]

= 1H

= 500.15991521 [MHz]

= 5.0{ppm]

= 16384

oo

.57277737 [Bz]
.38436438(kHz)

sk

00.15991521 [MHZ)
.0 [ppm]

00.15991531 [MHZz)
-0ippm]

:

&k

o
oo

= 12.4([us]
= 1.74587904[8]

Relaxation_delay = 4[s)

Repetition_tima

Temp_get

= 5.745879041(s)
= 22.4(4c)
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Filename
Author
Experiment
Sample_id
Solvent
Creation_time
Revision_time
Current_time

Data_format
Dim_size
Dim_title
Dim_units
Dimensions
Site
Spectrometer

Field_strength
X_acqg duration
X_domain
X_freq
X_offset
X_pointa
X_prescans
X_resolution
X_swasp
Irr_domain
Irr_freq
Irr_offset
Clipped
Mod_return
Scans
Total_scans

X_90_width
X_acq _time
X_angle
X_atn
X_pulse
Irr_atn_dec
Izy_atn_noe
Irr_noise
Decoupling
Initial_wait
Noe
Noe_tima
Recvr_gain

Relaxation_delay

Repetition time

v Temp_get

MS80567_CARBON-5.jat
Jim Davis
single_pulse_dec
M80567

CHLOROFORM-D
3-0CT~2018 20:08:47
3-0CT-2018 19:43:49
3~0CT-2018 19:43:49

1D COMPLEX
26214

13c¢

[ppm]

b 4

ECA 500
JNM~ECASD0

11.7473579[T) (500(mMH
D.83361792([s)
13¢C

125.76529768 [MHz]
100 [ppm]

32768

¢

1.19959034 [Hz]
39.3081761[kHz]
1H

500.15991521 [MHz]
5.0 [ppm]
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1024
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Filename = M50567_PHOSPHORUS-5.3
R Author = Jim Davis
MI. Experiment = single_pulse_dec
] Sample_id = MS0567
Solvent = CHLOROFORM-D

Creation_time = 4-0OCT-2018 01:35:23
Revision_time = 4-0CT-2018 01:10:23

i Current_time = 4-0CT~2018 01:10:23
o]
8 Data_format = 1D COMPLEX
] Dim_size = 52428
Dim_title = 31p
pim _units = [ppm]
Dimensicns = X
E 8ite = ECA 500
Ml Spectrometer = JNM-ECA500

rield_strength = 11.7473579[T] (500[MH
X_acq duration = 0.85983232(s)

X_domain = 31p
] X_£req = 202.46831075[MHZ]
o X_offset = 0ippm]
- X_points = 65536
X_preascans =4
X_resolution e 1.16301746(Hz]
X_sweep = 76.2195122([kHz]
Irr_domain = 1H
. Irr_freq = 500.15991521 [MHz]
Mu Irr_offset = 5.0[ppml
1 Clipped = FPALSE
Hod_return = 1
] Scana = 128
. Total_scans = 128
=] X_90_width = 14.687(usl
e X_acq_time = 0.85983232(s)
X_angle = 30[deg]
X_atn = 5[as)
X_pulse = 4.89566667[us)
Irr_atn_dec = 20.7(4B)
Irr_atn_noe = 20.7[4B]
. Irr_noise = WALTZ
- 4 Decoupling = TRUEZ
Initial_wait = 1[s]
Noe = TRUE
Noe_time = 2(s8)
Recvr_gain = 56
- I.F Relaxation_delay = 2(s]

Repetition_time = 2.85983232(s)
Temp_get = 23.2(4C)
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Pilenames = MS0567_FLUORINE-5.jaf
Author = Jim Davia
Experiment = single_pulse.ex2
Sample_id = MSDS67
Solvent = CELOROFORM-D

Creation_tims = 4-0CT-2018 01:41:31
Revision_time = 4-0CT-2018 01:16:32

Current_time = 4-0CT-2018 01:16:33
Data_format = 1D COMPLEX

Dim_size = 104857

Dim_title = 19F

Dim_units = [ppm]

Dimensions =X

8ite = ECA 500
Spactrometer = JNM-ECA500

Pield_strength = 11.7473579(T) (500(MH
X_acq _duration = 0.7340032(3]

X_domain = 19F

X_freq = 470.62046004 [MHz]
X_offset = =100 [(ppm)
X_points = 131072
X_prescans = 1

X_resolution = 1,362391688[Hz]
X_sweep = 178.57142857 [kHz]
Irr_domain = 19F

Irr_freq = 470.62046084 (MHZ]
Iry_offaat = 5(ppm)
Tri_domain = 19F

Tri_freq = 470.62046084 [MHZ)
Tri_offset = 5(ppm)

Clipped = PALSE

Mod_return = 1

8cans = 50

Total_scans = 50

X_90_width = 13.1[us)
X_acq_time = 0.7340032([s)
X_angle = 45[deg)

X_atn = 2.5{4B}

X_pulse = 6.55[us)
Irr_mode = Off

Tri_mode = Off

Dante_prasat = FALSE
Initial_wait = 1([s]

Recvr_gain = 54

Relaxation_delay = 4{a)
Repetition_time = 4.7340032[s)
Texp_get = 22.8[dacC)

500 300 10.0 =100  -30.0 lme 0  -700 -%00 -1 -e 0 luue 0 l-me 0 I-.E 0 l—ce 0 INB 0 tNue 0 |~m= e

X : parts per Million : 19F
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Pilename = MS0567-200-96h_PROTON
Author = Jim Davis
Experiment = gingle_pulse.ex2
Sample_id = MS0567-200-96h
E | Solvent = CHLOROFORM-D
a Creation_time = B8-0CT-2018 09:48:43
a7 Revigion_time = B§-0CT-2018 09:23:22
Current_time = @-OCT-2018 09:23:22
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim _units = [ppm])
Dimensions =X
gite = ECA S00
Spectromster = JNM-ECAS500
rield_strength = 11.7473579([T] (500[MH
X_acq_duration = 1.74587904(8)
X_domnain = 1H
X_freq = 500.15991521 [MHz]
X_offset = 5.0[ppm])
X_points = 163684
X_preacans = 1
X_rasolution = 0.57277737[Hz)
X_sweep = 9,384384306[kHz)
= Irr_domain = 1H
= Irr_£freq = 500.15991521 [MHz])
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Compound 6 Pre- and Post-heating NMR Spectra

Temperature of Post-heating samples noted in upper left corner of each spectrum
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= gingle_pulse_dec

= M50480
= CHLOROFORM-D
= 2

= 22-JUN-2018 16:25:52
= 23-JUN-2018 16:03:24
= 22~JUN-2018 16:03:24

= 1D COMPLEX
= 26214

= 31Pp

= [ppm]

= X

= ECA 500

= JNM-ECAS500

= 11.7473579([T] (500[MH

= 0.64487424[a]
= 31P

= 202.46831075 [MHz]

=4

1.55068995 [Hz]
50.81300813 [kHz]

0 [ppm]
ALSE
1
as
25

= 14.6087 [us)
= 0.64487424(5s)

= 4.89566667 [ue]
= 20.7([4aB]
= 20.7(4B)

Relaxation_delay = 2[a]
= 2.64487424(38)
= 22.314C)

Repetition_time

Temp_get

1H
500.15991521 [MHz]
5.
F.
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Filename
Author
Experiment
Sample_id
8olvent
Changer_sample
Creation_time
Revision_time
Current_time

Data_format
Dim_size
Dim_title
Dim_units
Dimensions
Site
Spectrometer

Pleld_strength
X_acq_duration
X_domain
X_£freq
X_offset
X_points
X_prescans
X_resolution
X_sweaep
Irr_domain
Irz_freq
Izz_offset
Tri_domain
Tri_£freq
Tri_offaet
Clipped
Mod_return
Scans
Total_ecans

X_90_width
X_acqg _time
X_angle
X_atn

Dante_presat
Initial wait
Recvr_gain

= MS0480_FLUORINE-2.jdf
a Jim Davis

= single_pulse.ex2

= MS0480

= CHLOROFORM-D

a 2

= 22-JUN-2018 16:46:59
= 22-JUN-~2018 16:24:31
= 22-JUN-2018 16:24:31

= 1D COMPLEX
= 52428

= 19F

= [ppm]

= X

= ECA 500

= JNM-ECA500

= 11,7473579[T) (500([MH
= 0.55574528(s)

= 19F

= 470.62046004 [MHz)
= =70[ppm]

= 65536

=1

= 1.7993855(Hz]

= 117,92452083 [kHz)
= 19F

= 470.62046084 [Mz)
= 5([ppm])

= 197

= 470.62046004 [MHZ]
= 5{ppm]

= PALSE

=1

= 16

= 16

= 13.1[us)

= 0.55574528(s)
= 45{deyg]

= 2.5(dB)

= §.55[us)

= Off

a Off

= FALSE

= 1[s]

= 38

Relaxation_delay = 4[s]

Repetition_time
Temp_get

= 4.55574528(s]
= 12.2(4C]
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Pilename
Author
Experiment
Sample_id
Solvent
Changer_sample
Creation_time
Revision_time
Current_time

Data_format
Dim_size
Dim_title
Dim _units
Dimensions
8ite
Spectrometer

Pield_strength
X_acq _duration
X_domain
X_freq
X_offget
X_points
X_prescans
X_zesolution
X_sweep
Irr_domain
Irr_freq
Irr_offset

Tri_treq
Tri_offset
Clipped
Mod_xeturn
Scans
Total_scans

X_90_width
X_acyg _time
X_angle
X_atn
X_pulse
Irr_mode
Tri_mode
Dante_presat
Initial wait
Recvr_gain
Relaxation_delay =
Repetition_time =
Teamp_get =

JAGUARS

M80480-200-96h_PROTON
Jim Davis
single_pulse.exl
HNS0480-200~96h

gm OFORM-D
27-JUN-2018 00:42:139
27-JUN-2018 08:19:47
27-JUN-2018 08:19:47

1D COMPLEX
13107

1H

[ppm]

X

ECA 500
JNM-ECA500

11.7473579{T) (500[MA
1,74587904(s8)

B

500.15991521 [MHz)
5.0[ppm]

16384

1

0.57277737 (Hx)
9.38430438[kHz)
1H

500.15991521 {MAz])
5.0({ppm)

1H

500.15991521 [MHZz]
5.0 [ppm]

FALSE

1

16
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12.4[us)
1.74587904[n]

(1€ 3]
5.74587904[=]
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< rilename = MS0480~-200-96h_CARBON
Author = Jim Davis
Experimant = single_pulse_dsc
J Sample_id = MS0480-200-96h
b Solvent = CHLOROFORM-D
3 Changer_sample = 6
e Creation_time = 27-JUN-2018 09:51:14
< Revision time = 27-JUN-2018 0B:28:22
Curzent_time = 27-JUN-2016 08:28:22
Data_format = 1D COMPLEX
] Dim size = 26214
- Dim_title = 13C
Mn. Dim_units = [ppm]
4 Dimensions = X
8Site = ECA 500
Spectromater = JNM-ECAS00
p Field strength = 11.7473579([T) (500[ME
] X_acq_duration = 0.83361792(s)
< X_domain = 13C
1 X_freq = 125.76529768 (MHz]
X_offset = 100 (ppm]
X_points = 32768
X_prascans -4
X_resolution = 1,19959034 [Hz]
[ X_sweep = 39,3081761[kHz)
S A Irr_domain = 1H
] Izrz_£freq a 500.15991521 [MHz])
7 Irxr_offset « 5.0 ([ppm]
L Clipped = FALSE
1 Mod_return =1
3 Scans = 134
Ml Total_scans = 134
X_%0_width = 13.2[us)
X_acq_time = 0.83361792(s)
X_angle = 30[deg)]
X_atn = §[AaB)
X_pulge = 4.4{us)
Irr_atn_dec = 20,.7{4s)
Izrz_atn_noe = 20.7[4B)
Izr_noise = WALTZ
Decoupling = TRUE
Initial wait = 1(s)
Noe = TRUE
FRPTRUHRPFVPIRRING IMPPO | J -
Recvr_gain = 60
Relaxation_delay = 2[s)
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Author = Jim Davis
Experiment = single_pulse.ex2
Sample_id = MS0480-200-96h
Solvent = CHLOROFORM-D

Changer_sample = 6
Creation_time = 27-JUN-2018 08:54:05
Revision_time = 27-JUN-2016 08:31:12

Current_time = 27-JUN-2018 08:31:12
Data_format = 1D COMPLEX

Dim_gize = 52428

Dim_title = 197

pim_units = [ppm]

Dimensions =X

Site = ECA 500

Spectrometer = JNM~-ECAS00

Field_strength = 11,7473579(T] (500[MH
X_acqg _duration = 0.55574528(s)
X_domain = 197

X_£freq = 470.62046084 [MH=]
X_offaet = =70 (ppm]

X_points = 65536

X_prescans =1

X_resolution = 1.7993855(Hz)
X_swesp = 117.92452083[xHez]
Irr_domain = 19?7

Irx_freq = 470.62046004 [MEZ)
Irxr_offset = 5([ppm]

Tri_domain = 19F

Tri_freq = £70.62046084 [MHz2]
Tri_offset = 5[ppm]

clipped = PALSE

Mod_return =1

Scans = 16

Total_scans = 16

X_90_width = 13.1[us]

X_acg time = 0,55574528(s)
X_angle = 45[{deg])

X_atn = 2.5[a8)

X_pulse = §,55[us]}

Irr_mode = Off

Tri_mode = Off

Dante_presat = FALSE

Initial _wait = 1[s)

Racvr_gain = 38

Relaxation_delay = 4[s]
Repetition_times = 4.55574528{s)
Temp_get = 21.9([4cC)
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Experiment
sample_id
Solvent
Changer_sanple
Creation_time
Revision_time
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Pata_format
pim_size
Dim_title
Dim units
Dimensions
Site
Spectrometer

Pield _strength
X_acg_duration
X_domain
X_freq
X_offsat
X_points
X_prescans
X_resolution

Irr_domain
Irzr_freq
Izz_offaet
Clipped
Mod_return
Scans
Total_scans

X_90_width
X_acq_time
X_angle

Initial_wait
Noe

Hoe_time
Recvr_gain

Relaxation delay

Repetition_time
Temp_get
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MS0480~200-96h_PROSPH

Jim Davis

single_pulse_dec

MS0460-200-96h
CHLOROFORM-D
6

27~JUN-2018 08:57:49
27-JUN-2018 068:34:56
27-JUN-20168 08:34:58

1D COMPLEX
26214

31p

[ppm]

x

ECA 500
JNM-ECAS00

11.7473579(T) (500(MH

0.64487424([s8)
e

202.46631075 (MHz)

1.55068995 [Hz)

50.81300813 (kHz]

1iH

500.15991521 [MHz]

5.0([ppm)
FALSE

1

25

a5

14.687[us]
0.64407424 (8]
30 [deq)

5([4n)
4.89566667 [ua)
20.7([an)
20.7([{4B])

2[s]
2.64487424 (8]
22.2[4C)
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Filename
Author
Experiment
Sample_id
Solvant
Changer_sample
Creation_time
Revision_time
Current_time

Data_format
Dim_size
Dim_title
Dim_units
Dimensions
Site
Spectrometer

Pield_strength
X_acq duration
X_domain
X_freq
X_offset
X_points
X_prescans
X_resolution
X_sweep
Irr_domain
Irz_£req
Irr_offset
rri_domain
Tri_freq
Tri_offset
Clipped
Mod_return
Scans
Total_scans

X_90_widch
X_acq_time
X_angle

X_atn

X_pulse
Irr_mode
Tri_mode
Dante_presat
Initial_ wait
Recvr_gain
Relaxation_delay
Repatition_tine
Temp_get

JAGUARS

MS0480-250-96h_PROTON
Jim Davis
single_pulse.ex2
MB50480-250-96h
CHLOROFORM-D

ki

27-JUN-2018 09:05:00
27-JUN-2018 08:43:07
27~JUN-2018 08:42:07

1D COMPLEX
13107

1H

(ppm]

x

ECA 500
JNM-ECAS00

11.7473579(T) (500([MH
1.74587904[3)

1H

500.15991521 [MHz)

5.0 [ppm)

wquo-

0.57277737 [H2]
9.384308438[kHz]
1H

5§00.15991521 (MEx)
5.0{ppm]

1H

500.15991521 [Muz]
5.0 [ppm)

PALSE

1

16

16

12.4[us)
1.74587904 [8)
45{degl

4([as)

6.2[us)

off

48]
5.74567904 (s8]
atr.9lac]
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136.4810
134.1250
134.0487
131.5020
130.4528
130.3383
120.9717
1184154
117.5856
116.8702

77.2575

77.0000

213534

Pilename
Author
Experiment
Sample_id
Solvent
Changer_sample
Creation_time
Revision_time
Current_time

Data_format

Spectzometar

rield_strength
X_acq _duration
X_domain
X_freq
X_offaset
X_points
X_proscans
X_resolution
X_sweep
Irzr_domain
Irr_freq
Irr_offset
Clipped
Mod_return
Scans
Total_scans

X_90_width

X_acq _time
X_angle

Recvr_gain

= MS0480-250-96h_CARBON
= Jim Davis

= gingle_pulse_dec

= MS0480-250-96h

= CHLOROFORM-D

= 7

= 27-JUN-2018 09:21:34
= 27-JUN-2018 08:568:41
= 27-JUN-2018 08:568:41

= 1D COMPLEX
= 26214

= 13C

= [ppm)

- X

= ECA 500

= JNM-ECAS00

= 11.7473579([T]1 (500[MH
= 0.83361792(s)

= 13C

= 125.76529768 {MH=z]
= 100 (ppm]

= 32768

= 4

= 1.19959034 [Hz])

= 39.30081761 [kHz]
= 1H

= 500,15991521 [MHz]
= S.0(ppm]

= FALSE

=1

= 3100

= 300

= 13.2[us]
= 0.83361792([8)
= 30[deg]
= 6[d4B]

= 4.4[us)
= 20.7[4B8)
= 20.7([4a8}
= WALTZ

= TRUE

= 1(s)

= TRUE

= 2[el]

= 60

Relaxation_delay = 2(s)

— Repetition_time

Temp_get

= 2,83361792([s)
= 22.6[4C)
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Filename = M80480-250-96h_FLUORI

Author = Jim Davis
Exparimsnt = single_pulse.ex2
Sample_id = MS0480-250-96h
Solvent = CHLOROFORM-D
Changer_saxple = 7

Creation_time = 27-JUN-2018 09:24:29
Revision_time = 27-JUN-2018 09:01:37

Current_time = 27-JUN-2018 09:01:38

Pata_format = 1D COMPLEX
Dim_size = 52428

Dim_title = 19F

Dim_units = [ppm]

Dimensions - X

8ite = BECA 500
Spectrometer = JNM-ECA500
Pield_strength = 11.7473579([T) (S500([MH
X_acq duration = 0.55574528(s)
X_domain = 19F

X _freq = 470.62046004 [MHz)
X_offset = -70[ppm]
X_points = 65536

X_prescans =1

X_resoclution = 1.7993855[Hz)
X_sweep = 117.9245283 [kHz)
Irr_domain = 19¢F

Irr_freq = 470.62046004 [MHZ)
Irr_offset = S[ppm]
Tri_domain = 197

Tri_freq = 470.62046084 [MEx)
Tri_offset = 5([ppm)

Clipped = FALSE

Mod_return =1

Scans = 16

Total_scans = 16

X_90_width = 13.1fus]
X_acq_tine = 0.55574528[8]
X_angle = 45(deg)

X_atn = 2.5{as)

X_pulse = 6.55[us)
Irz_mode = Off

Tri_mode = Off

Dante_presat = FALSE

Initial wait = 1([s)

Recvr_gain = 38
Relaxation_delay = 4([s]
Repatition_time = 4.55574528(=)
Temp_get = 22.2[4C)
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Pilename
Author
Experiment
sSample_id
Solvent
Changer_sample
Creation_time
Revision_time
Current_time

Data_format
pim_size
Dim_title
Dim units
Dimensions
8ite
Spectrometer

Field strength
X_acq_duration

X_prescans
X_resolution
X_sweep
Irr_domain
Irr_freq
Irr_offmset
Clipped
Mod_return
Scans
Total_scans

X_90_width
X_acq_time
X_angle
X_atn

Initial_wait
Noe

Noe_time
Recvz_gain

= MS0480-250-96h_PHOSPH
= Jim Davis

= single_pulse_gec

= MS0480-250-96h

= CHLOROFORM-D

=7

= 27-JUN-2018 09:28:13
= 27-JUN-2018 09:05:21
= 27-JUN-2018 09:05:321

= 1D COMPLEX
= 26214

= 31p

= [ppm]

= X

= ECA 500

= JHM-ECA500

= 11,7473579([T] (500{MH
= 0.64407424[8)

= 31p

= 202.466831075[MHz)
= 0[ppm])

= 32768

a4

= 1.550608995 [Hz])

= 50.81300813[kHz]
= 1H

= 500.15991521 (MHz]
= 5.0[ppm)

= PALSE

=1

a 2§

= 25

= 14.687 [us]

= 0,.64487424(s])
= 30(deg)

= 5[as)

= 4.89566667 [ual
= 20.7[4B]

= 20.7[4B]

= WALTZ

= TRUE

= 1(s)
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Compound 7 Pre- and Post-heating NMR Spectra

Temperature of Post-heating samples noted in upper left corner of each spectrum
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Compound 18 Pre- and Post-heating NMR Spectra

Temperature of Post-heating samples noted in upper left corner of each spectrum
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4 X_offaet = 100 [ppm]
b X_points = 32768
Ml. X_preacans = 4
] X_resolution = 1.19959034 [Hz)
. X_sweap = 39.3081762[kHz)
1 Irr_domain = 1H
Irr_freq = 500.15991521 [(MHz)
Irr_offset = 5.0(ppm)
Clipped = FALSE
Mod_return = 1
Scansg = 256
Total_scans = 256
X_90_width = 13,.2[us)
X_acqg_time = 0.83361792(s])
X_angle = 30[deg)
X_atn = 6[4B]
X_pulse = 4.4{us)
Irr_atn_dec = 20.7([4an)
Irxr_atn_noe = 20.7{an)
Irxr_noise = WALTZ
Decoupling = TRUE
Initial_wait = 1[8]
Noe = TRUE
Noe_time = 2([8)
Recvr_gain = 60
Relaxation_delay = 2(s)
Repetition_time = 2.83361792(s)
e e e T e e e T T T T T e T T T e T e ]| Temp_gat = 23[4ac)
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Filename = M80571-200-96h_FLUORI
Author = Jim Davis
Experiment = single_pulse.ax2
Sample_id = MS0571-200-96h

Solvent = CHLOROFORM-D
Creation_time = 9-0CT-2018 17:20:21
Revision_time = 9-0CT-2018 16:54:52

Current_tims = 9-0CT-2018 16:54:52
Data_format = 1D COMPLEX

Dim_size = 104857

Dim_title = 19F

Dim_units = [ppm)

Dimensions = X

Site = ECA 500
Spectrometer = JNM-ECAS500

rield_strength = 11.7473579[T] (500({MH
X_acqg_duration = 0.7340032(s)

X_domain = 19F

X_freq = 470.62046084 [MHz)
X_offset = ~100{ppm)
X_points = 131072
X_prescans -1

X_resolution = 1.36239188([Hz)
X_sweep = 178.57142857 [kHz])
Irr_domain = 19¢

Irr_freq = 470.62046084 [MHZ)
Irr_offset = 5([ppm]
Tri_domain = 19F

Tri_freq = 470.62046084 [MH2)
Tri_offset = §[ppm)

Clipped = FALSE

Mod_return =1

Scans = 32

Total_scans = 32

X_9%0_width = 13.1(us)
X_acq_time = 0,7340032(8])
X_angle = 45[deg]

X_atn = 2.5[dB]

X_pulse = §.55[us]
Irr_mode = Off

Tri_mode = Off

Dante_presat = PALSE

Initial_ wait = 1[s)

Recvr_gain = 40

Relaxation_delay = §(s)
Repetition_time = 4.7340033(s)
Tamp _get = 22.7[4cC)
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Filename
Author
Experiment
Sample_id
Solvent
Creation_time
Revision_time
Current_time

Data_format
Dim _size
Dim_title
Dim units
Dimensions
Site
Spectromater

¥ield_strength
X_acq _duration
X_domain
X_freq
X_offsat
X_points
X_prescans
X_resolution
X_sweep
Irr_domain
Irr_freq
Irr_offset
Clipped
Mod_return
Scans
Total_scans

X_90_width
X_acqg_time
X_angle
X_atn
X_pulse
Irr_atn_dec
Irr_atn_noe
Iryr_noise
Decoupling
Initial_wait
Noe
Noe_time
Recvr_gain

Repetition time

Tamp_get

= MS0571-200-36h_PHOSPH

JAGUARS

= Jim Davis

= single_pulse_dec
= MS0571-200-96h
= CHLOROFORM-D

= 9-0CT-2018 17:24:42
= 9-0CT-2018 16:59:12
= 9-0CT-2018 16:59:12

= 1D COMPLEX
= 52428

= 31P

= [ppm]

= X

= ECA 500

= JNM-ECAS00

= 11.7473579(T] (500[MH

= 0.685983232(a)

= 31P

= 202.46831075[MHz)
= 0(ppm]

= 65536

= 4

= 1,16301746(Hz]

= 76.2195122[kHz])

= 1H

= 500.15991521 [MHz]
= 5.0[ppm]

= PALSE

-1

= 35

= 35

= 14.6087[us)

= 0,85983232([s]
= 30{deg)

= 5[4B]

= 4.89566667 [us]
e 20.7[daB]

= 20.7(d4B]

= WALTZ

= TRUE

= 1(s)

= TRUE

= 2[s8]
= 56
Relaxation_delay = 2[s]}

= 2.85983232([8)

= 23.1(ac]
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Filename = MS0571-250-96h_PROTON
Author = Jim Davis
Experiment = gingle_pulse.ex2
Sample_id = MS80571-250-96h

Solvent = CHLOROFORM-D

Creation_time =  9~0CT-2010 17:312:57
Revision_time = 9-0CT-2018 17:06:20
Current_time = 9-0CT-2018 17:06:28

Data_format = 1D COMPLEX
Dim_size = 13107

Dim_title = 1H

Dim units = [ppm]

Dimensions = X

8ite = ECA 500
Spectrometexr = JNM-ECA500
Pield_strength = 11.7473579(T] (500([MH
X_acg _duration = 1.74587904(s]
X_domain = 1H

X_treq = 500.15991521 [MHz])
X_offast = 5,0{ppm}
X_points = 16384

X_prescans = 1

X_resolution = 0.57277737[Hz]
X_saweep = 9,36843843868([kHz)
Irr_domain = 1H

Irzr_freq a 500.15991521 [MHz)
Irz_offset = 5.0([ppm]
Tri_domain = 1H

Tri_freq = 500.15991521 [MHz)
Tri_offset = 5.0({ppm]

Clipped = FALSE

Mod_return =1

Scans = 16

Total_scans = 16

X_90_width = 12.4[us]

X_acq time = 1,74587904 [n]
X_angle = 45[deg)

X_atn = 4[aB)

X_pulse = §.2[us)

Irr _mode = Off

Tri_mode = Off

Dante_presat = FALSE

Initial wait = 1(s]

Recvr_gain = 24

Relaxation_delay = 4[s]
Repetition_time = 5.74587904(s)
Temp_get = 22.8[4C)
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Filename = MS0571-250-96h_CARBON
Author = Jim Davis
Experiment = single_pulse_dec
Sample_iad = MS80571-250-96h
Solvent = CHLOROFORM-D

Creation_time = $-0CT-2018 17:45:20
Revision_time = 9-0CT-2018 17:19:50

Current_time = 9-0CT-2018 17:19:51
Data_format = 1b COMPLEX

Dim_size = 26214

pim_title = 13C

Dim_units = [ppm)

Dimensions =X

8ite = ECA 500
Spectromater = JNM-ECAS00

Field_strength = 11,7473579([T] (500([MH
X_acq_duration = 0.83361792(s]
X_domain = 13C

X_£treq = 125.76529768 [MHz]
X_offaset = 100 [ppm)

X_pointa = 32768

X_prescans =4

X_resolution = 1,19959034 [Hz]
X_swaep = 39,3081761 [xHz]
Irr_domain = 18

Irr_freq = 500.15991521 [MHz]
Irr_offset = 5.0([ppm]

Clipped = FALSE

Mod_reaturn -1

Scans = 256

Total_scans = 256

X_9%0_width = 13.2(us]

X_acq_ time = 0.83361792(s)
X_angle = 30[deg)

Xx_atn = §[aB]

X_pulse = 4.4[us)
Irr_atn_dec = 20.7[4B)

Irz_atn_noe = 20.7([d4Bs]
Irr_noise = WALTZ
Decoupling = TRUE
Initial_wait = 1[s)

Noe = TRUE
Noe_time = 2(8)
Recvr_gain = 80
Relaxation_delay = 2(s]
Repetition_time = 2.83361792[s])
Temp_get = 23[4c)




abundance

0 0.1 0.2 03 04 0.5 0.6 0.7 0.8 0.9 Lo I.1 1.2 1.3 14 1.5 L.G -

R AP BN PR IR RPRP APEPIS ST RPN ST (AT A ST ARy il EPSrEraris EPErSrSrUN i i A S S DUUE Sr i W i S e

-
=

~3

5q 167.2898
B
&
k]
5
g
o i
; :
‘F‘,_
[}
lgs;g ~
135 =
s ] =
134, — —
134.0773 Q
130.7103 o
130.6149 1
130.5481 >“" =
130.4528 'O-
1233849 |
120.8191 - ]
B
[
118.2628 - |
117.6046
116.8893 1
116.1548 —— |
1157065

PP P-NOTIVD 196-05T-1LS0SI .




abundance

|

MS0571-250-96h_FLUORINE-2.jdf

Y T Y T TR TR IR TP I T FRw R P PR PR FEUTE TEERY RN PRV PENEE RS S AN S NI AWEWl SRR N T

1.0 20 30 40 50 60 7.0 8.0 9.0 100 11.0 120 13.0 140 150 160 17.0 18.0 19.0 20.0 21.0 22.0 23.0 24.6 25,0

s

talacy

=20-10 0

1.,

1RAASA RAAAN RAAAN AN AN AR REARE EEREN RAKAN REERYE EAXR] | RASRS RARAS IRARAN AR AR R A LA LN AR AR RN LA RN SRR | RAAEE RAERN RERES RRERE RARE]
500 300 10.0 -100 =300 ..mee l.Ee -9%0.0 ..:_; !—uee l—mee .._qea I_wee |N-== leeeleee

X : parts per Million : 19F

¥,
Q \ "

—_ JAGUARS

Filename = MS80571-250-96h_FLUORI

Author = Jim Davis

Experimsnt = single_pulse.eax2

Sample_ia = MS0571-250-96h

Solvent a CHLOROFORM-D

Creation_time a 9-0CT-2018 17:49:41

Revision_time = 9-0CT-2018 17:24:12

Current_time = 9-OCT-2018 17:24:12

Data_format = 1D COMPLEX

Dim_size = 104857

Dim_title = 19F

Dim_units = [ppm]

Dimensions =X

Site = ECA 500

Spectrometer = JNM-ECAS500

Pield_strength = 11.7473579{T) (S500([MR
X_acq _duration = 0.7340032(s)

X_domain = 19F

X_freq = 470.62046004 [MHz)
X_offset = -100 [ppm])
X_points = 131072
X_prescans e 1

X_resolution = 1,362391886([Hz]
X_sweep = 178.57142857 [kHz]
Irr_domain = 19F7

Irx_freq = 470,.62046004 {MHZ)
Irr_offset = 5[ppm]

Tri_domain = 197

ﬂn»lnﬂz = 470.62046004 [MHZ])
Tri_offgat = 5(ppm)

Clipped = FALSE

Mod_return -1

Scans = 32

Total_scans = 32

X_90_width = 13.1[us]
X_acq_time = 0.7340032(s)
X_angle = 45(deg])

X_atn = 3.5([aB])

X_pulse = 6.55[us]
Irr_mode = Off

Tri_mode = Off

Dante_presat = FALSE
Initial_wait = 1[s]

Recvr_gain = 38

Relaxation_delay = 4(s)
Repetition_time = £.7340032(g)
Temp_get = 22.714cC)
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1 Pilename = MS80571-250-96h_PHOSPH
24 Author = Jim Davis
3 Experiment = single_pulse_dec
00 Sample_id a MS80571-250-96h
- 2 Solvent = CHLOROFORM-D
=] Creation_ time = 9-0CT~2018 17:53:48
- Revision_time = 9-0CT-2018 17:28:19
3 Current_time = 9-0CT-2018 17:28:19
N3
-3 pata_format = 10 COMPLEX
w ] Dim_size = 52428
- Dim_title = 31p
p Dim_units = [ppm]
<] Dimensions - X
.l“ site = EZCA 500
3|m Spectromster = JNM-ECAS00
—
m Field_strength = 11.7473579[T] (500([Mu
at X_acq Aduration = 0.85983232(s]
P X_domain = 31p
- X_£freq = 202.46831075 (MHz)
33 X_oftset = 0[ppm]
=3 X_points = 65536
- X_prescans =4
E X_resolution = 1.16301746(Hz]
= X_sweep = 76.2195122[xHz)
= Irr_domain = 1H
0 3 Irx_freq = 500.15991521[MHz])
= Irr_offset = 5,.0[ppm)
3 Clipped = PALSE
=~ Mod_return =1
<] Scans = 35
] Total_scans = 35
<
m X_90_width = 14.687 [us]
3 X acq_time = 0.85983232(s)
b X_angle = 30([deg]
-] X_atn = 5[ds)
< 5 X_pulse = 4,89566667 [ua)
3 Irr_atn_dec = 20.7([4RB])
M.“ Irr_atn_noe a 20.7(an]
E Irr_noise = WALTZ
] Decoupling = TRUE
< Initial_wait = 1([8)
- ] Noe = TRUE
PRl Noe_tima = 2(s)
- Recvr_gain = 56
- A T ey = Wainppeiesirpianised Rolaxation_delay = 2[e]
3 Repetition_time = 2.85983232{s]
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3 rilename = MS0571-300-96h_PROTON
E Author = Jim Davis
] Experiment = single_pulse.ex2
E Sample_id = M80571-300-96h
4 Solvent = CHLOROFORM-D
1 Creation_tims = 9-0CT-2018 168:01:12
3 Revision_time = 9-0OCT-2018 17:35:42
E Current_time = 9-0CT-2018 17:35:43
3 Data_format = 1D COMPLEX
] Dim_size = 13107
3 Dim title = 1H
3 Dim_units = (ppm]
4 Dimensions =X
3 site = ECA 500
1 Spectromatar = JNM-ECAS500
4 Prield_strength = 11.7473579(T] (S00{MH
3 X_acqg_duration = 1.74587904 (8]
3 X_domain = 1H
] X_£req = 500.15991521 [MHz)
3 X_offset = 5.0([ppm]
E X_points = 16384
] X_prescans = 1
E X_resolution = 0.57277737[Hz)
E X_sweep = 9,.39438438([kHZ)
- Iryr_domain = 1H
3 Irzr_£req = 500.15991521[MHzZ)
3 Irr_offset = 5.0 [ppm)
E Tri_domain = 1H
3 Tri_freq = 500.15991521 [MHz]
E Tri_offset a 5.0([ppm]
E Clipped = PALSE
1 Mod_return L
1 Scans = 16
3 Total scans = 16
3 X_90_width = 12.4[us)
3 X_acqg_time = 1,74587%04[0]
- d X_angle = 45([deg)
1 A X_atn = 4[48)
1 o X_pulse = §.2{us)
3 Irr_mode = Off
3 .w.. $ Tri_mode = Off
3 P =) Dante_presat = FALSE
E Initial_wait = 1(s])
E - Recvr_gain = 26
3 s Relaxation_delay = 4([a)
3 @ Repetition_time = 5.74587904[s]
......... T e T T T T e e e T e T e T | Temp_get = 22,7[4C)
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Creation_time
Revision_time
Current_time

Data_format
Dim_size
pim_title
pim_units
Dimensions
Site
Spectrometer

rield_strangth
X_acq_duration
X_domain
X_freq

X_prescans
X_resolution
X_sweap
Irr_domain
Izzr_freq
Izr_offset
Clipped
Mod_return
Scans
Total_scans

X_90_width
X_acq_time
X_angle
X_atn
X_pulse
Irr_atn_dec
Iry_atn_noe
Irr_noise
Pecoupling
Initial_wait
Nos
Noe_time
Recvr_gain

JAGUARS

= M80571-300-96h_CARBON
= Jim Davis

= gingle_pulase_dec

= MS0571-300-96h

= CHLOROFORM-D

= 9-0CT-2018 18:50:53
= 9-0CT-2018 16:25:22
= 9-0CT-2018 18:35:22

= 1D COMPLEX
= 26214

= 13C

= [ppm)

=X

= ECA 500
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= 13C

= 125.76529768 (MHz])
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Relaxation_delay = 2([s]

Repetition_time

Temp_get
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= 23.4[aC)
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Filaname = MS80571-300-96h_FLUORI
Author = Jim Davis

Experiment = single_pulse.ex2
Sample_id = MS0571-300-96h
Salvent = CHLOROFORM-D
Creation_time = 9-0CT-2018 18:55:50

Revision_time
Current_time

= 9-0CT-2018 18:30:20
= 9-0CT-2018 18:30:20

Data_format = 1P COMPLEX

Dim size = 104857

Dim_title = 19F

Dim units = [ppm]

Dimensions - X

8ite = ECA 500
Spectrometer = JNM-ECAS00
Field_strength = 11.7473579[T) (S500([MH
X_acq duration = 0.7340032(s)
X_domain = 19F

X_freq = 470.62046084 [MHZ)
X_offset = =100 [ppm)
X_points = 131072
X_prescans = 1

X_resolution = 1.36239188[Hz)
X_swaop = 178.57142057 [kHz)
Irr_domain = 19F

Irr_freq = 470.62046084 [MHzZ)
Irr_offset = S (ppm]
Tri_domain = 19PF

Tri_freq = 470.62046004 [MHZ]
Tri_offaset = 5[ppm]

Clipped = PALSE

Mod_return =1

Scans = 40

Total_scans = 40

X_90 _width = 13.1[us]

X_acq time = 0.7340032(s)
X_angle = 45([deq]

X_atn = 2.5[4B]

X _pulse = §.55([us]
Irr_mode = Off

Tri_mode = Off

Dante_presat = PALSE
Initial_wait = 1[s])

Recvr_gain = 40
Relaxation_dslay = 4([s)
Repetition_time = 4.7340032(s]
Temp_get = 23(ac)
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3
3 rilename a M50571-300-96h_PHOSPH
3 Author = Jim Davis
3 Experiment = gingle_pulse_dec
¥ Sample_id = MS0571-300-96h
3 Solvent = CHLOROFORM-D
r Creation_time = 9-0CT-2018 19:00:54
3 Revision_time = 9-0CT-2018 18:35:25
I~ Current_time = 9-0CT-2018 168:35:25
3
3 Data_format = 1D COMPLEX
3 pPim_size = 52428
h Dim_title = 31p
3 Dim_units = (ppm]
1 Dimsnsions = X
3 Site = BECA 500
v Bpectromster = JNM-ECAS00
J Pield_strength = 11.7473579[T] (500([MH
b X_acq_duration = 0.85983232{s8])
p X_domain = 31P
. X_freq = 202.46831075 [MHZ]
] X_offaet = 0[ppm)
3 X_points = 65536
; X_prescans = 4
3 X_resolution = 1,16301746(Hz)
v X_swaep = 76.2195122{kHz)
3 Irr_demain = 1H
- Irr_freq » 500.15991521 [MHZ]
) Irr_offset = 5.0(ppm]
] Clipped = FALSE
33 Mod_return =1
3 Scans = 50
- Total_scans = 50
3 X_90_width = 14.687[us])
e X_acq_time = 0.85983232(s)
p X_angle = 30(deg)
- X_atn = 5(das]
b X_pulse = 4.89566667 [ua]
3 Irr_atn_dec = 20.7[a8)
=3 Irr_atn_noe = 20.7[aB]
3 Irr_nolise = WALTZ
-4 Decoupling = TRUZ
] Inicial_wait = 1(s}
3 Noe = TRUE
- Noe_time = 2[8]
3 Recvr_gain = 58
A Relaxation_delay = 2(s)
3 Repetition_time = 2.85983232(s])
R ——— A ARALAAA ASAM M bt Mkt AAAE R MR MRS AL R WARLAIAL M Temp_get = 23.3(dc)
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Compound 17 Pre- and Post-heating NMR Spectra

Temperature of Post-heating samples noted in upper left corner of each spectrum
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Compound 16 Pre- and Post-heating NMR Spectra

Temperature of Post-heating samples noted in upper left corner of each spectrum
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Tri_offset = 5[ppm]
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- X_angle = 45([deg]
X_atn = 2.51aB)
X_pulse = 6§.55[us)
Irr_mode = Off
Tri_mode = Off
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Recvr_gain = 40
Relaxation_delay = 4[a]
Repetition_time = 4.7340032(s]
Texp_get = 22.9([4C]
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Data_format = 1D COMPLEX
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Dim_title = 31p
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Dimensions = X
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Spectrometer = JNM-ECAS00

rield_streangth a 11.7473579[T] (500([MB
X_acq _duration = 0.85983232([a)
X_domain = 31P
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Noe = TRUE
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Tenp_get = 23.2[4C]



JIE : nopmy 12d sred : X

23.8384

23.5110
23.4593

23.1204

06T

PR Y

O"Il

v

06l
R I

wI-c-SNYOHASOHI 4TL-007—7090SN |




abundance

1MS0602-250-48h_PROTON-2jdf

13 14 1.5
PP T 1 T L SR |

12

11
PEPITUN EPEPE

1.0
|

0.9
1

et o

0.8

0.7
PP )

05 0.6
e laaal

03 04
aderls

0.2

st s al

0.1
PRSI 1Y

27517

0.61

0

Filenams
Author
Expariment
Sample_ia
Solvent
Creation_time
Revision_time
Current_tims

Data_format
Dim_size
Dim_title
Dim _units
Dimensions
8ite
Spectrometer

Field_strangth
X_acq_duration
X_domain
X_£req
X_offset
X_points
X_prescans
X_zresolution
X_sweop
Irr_domain
Izrz_freq
Irz_offset
Tri_domain
Tri_treq
Tri_offset
Clipped
Mod_return
Scans
Total_scans

X_90_width
X_acq_time
X_angle
X_atn
X_pulse
Irz_mode
Tri_pode
Dante_presat
Initial_wait
Recvr_gain

X : parts per Miltion : 1H

0.0000

Temp_get

Relaxation_delay
Repetition_time

¥,
\ "

SourALABAMA

JAGUARS

- — -

MS0602-250-48h_PROTON
Jim Davis
aingle_pulse.ex2
M80602-250-48h
CHLOROFORM-D
8-NOV-2018 19:41:57
8-NOV-2018 15:17:14
B=-NOV-2018 19:17:14

1D COMPLEX
13107

bt

[ppm]

x

ECA 500
JNM-ECAS00

11.74735791{T]1 (500([¥H
1.74587904 (s8]

i

500.15991521 [MHz)
5.0(ppm]

16384

1

0.57277737 [H2)
9.38438438[kuz)

1H

500.15991521 [MHZ]
5.0(ppm]

1H

500.15991521 [ME=x]
5.0([ppm]

PALSE

1

16

16

12.4[us] {
1.74587904 [e] |

48}
5.74587904 8] {
22.8(4c) |



abundance

MS0602-250—18h_PROTON-3.JdI

02 03 04 05 06 O 08 09 10 L1 12 13 14 15 16 L7 18 19 20
aataaaalaa s baal wbaaaadaa s daaaal P PN PR Te | 1 ala slasaadaoaada il

Pl |

0.1

P

L ABASZASERESSAREERARLS AAREE RALES LA AAARY B

102 10.1 10.0 99 98 97 96 95 w.a e.u e.N e.- e.e u.u Pu Pq u.m u.u 84 a.u 82 w.— u.e E&\

X : parts per Million : 1H

------------------------------ S ASEEEEERALSSRALAL ARAREEEARSRARES AALESE RARAS RARAS RARES LA LA ] IRAARIEARES RASRE RAANY I RARES RERES i

69 68 a..... 66 65 a.a

/N




1.0

sadla e a4y

abundance

MS0602-250-48h_CARBON-2.jdf

7,
“ N
4
27
: SourufLreamA
: JAGUARS
3 ™
ol
< 4 ——
1 Filename = MS50602-250-48h_CARBON
4 Author = Jim Davis
n Experimant = pingle_pulse_dec
3 Sample_id = MS0602-250-48h
.l.u Solvent = CHLOROFORM-D
@9 Creation_time =  B-NOV-2018 20:31:36
4 Revision_time = 8-NOV-2018 20:06:52
L Current_time a 8-NOV-2018 20:06:53
3
m Data_format = 1D COMPLEX
@ Dim_size = 26214
< 4 Dim_title = 13C
] Dim units = (ppm)
3 Dimensions = X
E gite = ECA 500
3 Spectrometer = JHM-ECA500
Ml. Field_strength = 11.7473579(T) (500{MH
9 X_acq_duration = 0.83361792{s)
4 X_domain = 13C
3 x_treq = 125.76529768 [MHz)
3 X_offset = 100 [ppm]
] X_pointa = 32768
M.u X_prescans = 4
] X_resolution = 1.19959034 [Hz)
- X_sweeap = 39,3081761[kHz]
] Irr _domain = 1H
- Irr_freq = 500.15991521 [MHz)
] Irr_offset = 5.0[ppm]
MA Clipped = PALSE
4 Mod_return = 1
3 Scans = 1024
] Total_scans = 1024
] X_90_width = 13.2[us]
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9 Creation_time = B-NOV-2018 20:43:06
L Revision_time = B§-NOV-2018 20:18:23
3 Current_time a 8-NOV-2018 20:18:23
] Data_format = 1D COMPLEX
3 Dim_size = 52428
- Dim_title = 31p
“ pim_units = [ppm]
4 Dimensions =X
3 site = ZCA 500
p Spectrometer = JNM-ECA500
] Field_strength = 11.7473579(T] (S00[MH
3 X_acg duration = 0.85983232(s)
1 X_domain a 31p
1 X_freq = 202.46831075 [MHz)
3 x_offset = 0[ppm]
3 X_pointe = 65536
J X_prescans =4
3 X_resolution = 1.16301746[Hz)
3 X_sweep = 76.2195122[kHz)
- Irr_domain e 1H
3 Irr_freq = 500.15991521 [MH=z]
.m Irr_offaet = 5.0([ppm)
3 Clipped = FALSE
3 Mod_return =1
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3 X_%0_width = 14.687(us)
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3 X_angle = 30[deg]
9 X_atn = 5[as)
= X_pulee = 4.89566667 [us)
3 Irr_atn_dec = 20.7[d4B)
- Irr_atn_noe e 20.7([4B)
m Irr_noise = WALTZ
3 Decoupling = TRUE
E Initial_wait = 1[8)
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B Noe_time = 2(8]
3 Recvr_gain = 58
A Relaxation_delay = 2(s)
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2 :...::_::.::_::....._::.::_.:..::.::.::.::..::.:......_::.::_::_.:....:.::_:....:._:.._:.._:..1:._:.;.:._ Temp_get = 23[4C)
150.0 130.0 110.0 90.0 700 50.0 300 10.0 -10.0 =300 -50.0 =70.0 -90.0 -1100 -130.0-150.0
A
22
2]
84
X : paris per Million : 31P




-

1.2 1.3 14 1.5

1.0

0.2 03 04 0.5 0.6 0.7 08 0.9

abundance
0.1

MS0602-250-48h_PROTON-5Jdf [

0

] 3
E ]
7 —
” N
]
: JAGUARS
1 Filename = MS0602-250-46h_PROTON
] Author = Jim Davis
=] Pxpariment = single_pulse.exl
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b Creation_time = B-NOV-2018 20:50:13
] Revision_time = B-NOV-2018 20:25:29
] Current_time a 8-NOV-2018 20:25:29
4 Data_format = 1D COMPLEX
B pim_size = 13107
] Dim_title = 18
Dim units = [ppm]
4 Dimensions =X
— 8ite = ECA 500
1 Spectrcmeter = JNM-ECAS500
w Pield_strength = 11.7473579(T) (500(MH
- X_acq duration = 1.745879041s]
E X_domain = 1H
E X _freq = 500,15991521[MHz)
7 X _offset = 5.0 [ppm]
] X_points = 16384
3 X_prescans =1
4 X_resolution = 0.57277737[Hz)
1 X_sweep = 9,.38438438([kHz)
1 Irr_domain = 1H
=l Irxr_freq = §00.15991521 [MHz] {
) Irr_offset = 5.0 [ppm]
g Tri_domain = 1H
1 Tri_freq = 500.15991521[MHz)
Tri_offset = 5,.0[ppm]
] Clipped = PALSE
] Mod_return -1
4 Scans = 16
B Total_scans = 16
X_90_width = 12.4[us])
] X_acq_time = 1.74587904(s)
- X_angle = 45([Qag]
- X_atn = 4[4B)
1 X_pulse = 6.2{us)
1 Iry_mode = Off
A R | rri_mode = Off
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4 Initial_wait = 1([s)
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3 Irr_offset = 5.0([ppm)
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Revision_time = §-NOV-2018 21:21:08

Current_time a 8-NOV-2018 21:21:08
Data_format = 1D COMPLEX

Dim_size = 104857

Dim_title = 19P

Dim _units = [ppm]

Dimensions - X
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X_domain = 19F

1.0

X_£freq = 470.620460984 [MH=2]
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X_sweaep = 176.571420857 [kHz)
Irr_domain = 199
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Tri_domain = 197
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Tri_otfeet = 5(ppm)
Clipped = PALSE
Mod_return = 1
Scans = 40
Total_scans = 40
X_90_width = 13.1[us)
X_acq_time = 0.7340032(s)
X_angle = 45([deg)
X_atn = 2.5[a4B]
X_pulse = §.55([us]
Ixrz_mode = Off
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- Relaxation_delay = &[s]

1 Repetition_time = 4.7340032(s)
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Initial wait = 1(s)

Noe = TRUE

Noe_time = 2{a]

Recvr_gain = 568

Relaxation_delay = 2[s)
Repeatition_time = 2.85983232(s)
Temp_get = 23.1(4C)
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Field_strength = 11.7473579(T) (500(MH
X_acq_duration = D.85983232([s]

X_domain = 31p
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X_points = 65536
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Noe_time = 2(s)
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Relaxation_delay = 2(s]
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Irr_domain = 197

Irr_freq = 470.62046084 (MHZ]
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Clipped = FALSE
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Total_scans = 32

X_90_width = 13.1[us]
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X_angle = 45(deg]
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X_pulse = 6.55[us)

Irxr_mode = Off

Tri_mode = Off
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Author = Jim Davise
Experiment = single_pulse_dec
Sample_ia = M80602-250-7_Days
Solvent = CHLOROFORM-D

Creation_time = 20-NOV-2018 01:16:33
Revision_time = 20-NOV-2018 00:52:22
Current_time = 20-NOV-2018 00:52:22

Data_format a 1D COMPLEX

pim_size = 262314
pim_title = 13C
Dim_units = [ppm]
Dimensions = X

site = ECA 500
Spectromster = JNM-ECASO0

Field_strength = 11.7473579(T]1 (S00(MH
X_acqg_duration = 0,83361792(s)

X_domain = 13C
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X _offgset = 100 ([ppm]
X_points = 32768
X_prescans = 4

X_resolution = 1.19959034 [H2]
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Irr_domain = 1H

Irr_freq = 500.15991521 [MHz)
Irr_offset = 5,0[ppm]
Clipped = FALSE
Mod_return = 1
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Total_scans = 1024
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X_acq _time = 0.83361792(s]
X_angle = 30[deg]
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X_pulse = 4.4[us)
Irr_atn_dec = 20.7[4B]
Irr_atn_noe = 20.7[d4B]
Irr_noise = WALTZ
Decoupling = TRUE

Initial wait = 1(s])

Noe = TRUE

Noe_tima = 2([s]
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Relaxation_delay = 2(s)
Repetition_time = 2.83361792(s]
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S

h Data_format = 1D COMPLEX
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] Dimensions =X
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@ Spactrometer = JNM-ECASOO

FPield_strength = 11.74735791T) (S00{MH
X_acq duration = 0.859683232([8])

] X_dcmain = 31p
- X_freq = 202.46831075(MHz])
Py X_offset = 0(ppm]

B X_points = 65536

h X_prescans = 4

] X_rasolution = 1.16301746([H2z)

3 X_swaep = 76.2195122(kHz]

R Irr_domain = 1H
. Irr_freq = 500.15991521[MHZ)
S - Irr_offset = 5,0([ppm)

] Clipped = TRUE

1 Mod_return =1

] Scans = 40

1 Total_scans = 40
Ml X_90_width = 14.687[us]

] X_acq_time = 0.859683232(e)

L X_angle = 30{deg)

] X_atn = 5[daB]

g X_pulse = 4.89566667 [us]

b Irzr_atn_dec = 20.7([4B]

-] Irr_atn_noe = 20.7(4B]
= Irzr_noise = WALTZ

B Decoupling = TRUE

] Initial_wait = 1([s}
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p Noe_time = 1[s)

Recvr_gain = 50

Relaxation_delay = 1(s]

Repetition _time = 2.85983232(s]
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¥ilenama = M50602-300~7_pays_CAR
Author = Jim Davis
Experiment = gingle_pulse_dec
Sanple_id = MS80602-300-7_bays
Solvent a CHLOROFORM-D
Creation_time = 20-NOV-2018 02:11:07
Revision_time = 20-NOV-2018 01:46:55
Current_time = 20-NOV-2018 D1:46:55
Data_format = 1D COMPLEX
Dim_size = 26214
Dim_title = 13C
Dim_units = [ppm]
Dimensions =X
8ite = ECA 500
Spectrometar = JNM-ECAS00
Field_strength = 11.7473579([T) (500([(MH
X_acqg_duration = 0.83361792(s)
X_domain = 13C
xX_freq = 125,.76529768MHz)
X_offsget = 100 (ppm]
X_points = 32768
X_prescans =4
X_resolution = 1.19959034 (Hz)
X_sweep = 39.3081761{kHz])
Irr_domain = 1H
Irr_freq = 500.15991521 [MHZz]
Irr_offset = 5.0([ppm]
Clipped = PALSE
Mod_return = 1
Scans = 1024
Total_scans = 1024
X_90_width = 13.2[us])
X_acq_time = 0,83361792(s8)
X_angle = 30{deg]
X_atn = §las)
X_pulse = 4.4[us)
Irr_atn_dec = 20.7{a8)
Irz_atn_nos = 20.7(4B)
Irr_noise = WALTZ
Decoupling = TRUE
Initial_wait = 1(s)
Noe = TRUE
Noe_tims a 2[s]
Recvr_gain = 60
Relaxation_delay = 2[a]
Repetition_time = 2.833617921s]

| Tamp_get = 22.6([aC]
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3.0

abundance

MS0602-300-7_Days_PHOSPHORUS-2.jdf

\ 8 J{t
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SournfLRamA
JAGUARS

NPHLBE = gomounuarl«lgalvﬂo
Author a Jim Davis
Exporiment = single_pulse_dec
Sample_id = M80602-300-7_Days
Solvent = CHLOROFORM-D

Creation_time = 19-NOV-2018 17:03:08
Revision_time = 19-NOV-2018 16:38:59

Current_time = 19-NOV-2018 16:38:59
Data_format = 1D COMPLEX

Dim_size = 52420

Dim_title = 31P

Dim _units = [ppm]

bDimensions = X

Site = ECA 500
Spectrometer = JNM~-ECA500

X_acq_duration = 0.85983232(s]

X_domain = 31p

X_freq = 202.46831075[MHZ)
X_offset = 0[ppm)
X_points = 65536
X_presacans = 4

X_resolutiom = 1.16301746(Hz])
X_sweep = 76.2195122[kHz)
Irr_domain = 18

Irr_freq = §00.15991521 [MHZz]
Ixr_offset = 5.0[ppm]
Clipped = FALSE
Mod_return = 1

Scans = 40

Total _scans = 40

X_90_width = 14.6687[ual
X_acq_time = 0.85963232[8)
X_angle = 30([deg]

X_atn = 5[4B]

X_pulse = 4.09566667 [us]
Izr_atn_dec = 20.7(4aB)
Izrxr_atn_nce = 20.7[dAB]
Irr_nolise = WALTZ
becoupling = TRUE
Initial_wait = 1(s)

Hoe = TRUE

4 Noe_time = 2(s)
Recvr_gain = 58
el e Lo R RN Relaxation_delay = 2(s]

Repetition_time = 2.85983232(s8)
Temp_get = 22.2(4c)
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X : parts per Million : 31P
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468_200¥137 RT 105 AV | NL 900EB
T ITWMS + p ESIE Fullms [100 00-800.00)
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468 250 £167-168 RT 131132 AV 2 SB 96 004-073 ML 5 97E5 B
T (TLIS + p ESIE Full ms [100 06-800 00)
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g v Possibly conversion of methyl to
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T ITMS » p ESIE Fullms (100 00-800 00)
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Evidence of polymerization
At 250 degrees C incubation,
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480_300®129 RT 0988 AV 1 NL 1t 957
T ITMS » p ESIE Fullms [100 00-800 00)

100 Possibly Monomer +

90 carboxylated monomer
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R2'atve Abundance

351 20
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Complete loss of starting material mass
after 300 degrees C incubation.
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480_300%105 RT 080 AV 1 SB 109 006-083 NL 5 19E6
T ITMS » p ESI E Fullms {100 00-8C0 00)
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after 300 degrees C incubation.
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503_200#173 RT 131 AV 1 NMNL 476E7
T ITMS » p ESI E Fultms [100 00-800 00)
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80 isopropyl + monomer minus Possibly loss of one methyl and
- methyl plus hydroxide K gain of hydroxide
38508

GO
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40 of hydroxide / i
il Possibly gain of hydroxide (with (m/z 399) and
Possibly loss of isopropyl ~ without (m/z 397) additional gain of 2H/breaking of

o 330 16 397 ¢ one additional double bond or ring opening )
291 16 1 e Il 358 08
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Mass to alcohol after 300
Degrees C incubation.
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Relative Abundance
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NL: 5.29E6

619-300#127-138 RT:
0.58-0.63 AV: 12 SB: 8
0.27-0.30F: ITMS +p
ESI Full ms
[150.00-900.00]

NL: 9.77E7

619-250#115-124 RT:
0.52-0.56 AV: 10 SB: 8
0.27-0.30 F: ITMS +p
ESI Full ms
[150.00-900.00]

NL: 1.06ES8

619-200#128-139 RT:
0.58-0.63 AV: 12 SB: 8
0.27-0.30 F: ITMS +p
ESI Full ms
[150.00-900.00)



Felatve sbundance
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MSo0494 (collab notebook pg 113) nwwﬁ Mwww\ ol
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3 \/{\ Mso494#182-204 PT
o 37 0150327 TS +
¥ First dissolved in acetone, pESIFUlms
3 . . {300 00-7 50 00}
o then diluted with MeOH &
0] diluted with MeOH again.
0 Injected out of MeOH
: ¥
= 2 Range: 300 - 700
= T
o] / 363 08
o]
3 339 F 391 421
E K ' NL. 3 92E5
. WMSQ494%133 PT D.mm

First dissolved in acetone, ol

then diluted by a factor of

100 with acetone

391 24 Injected out of acetone
Also at lower concentration
" Range: 150 - 500
36517
315 33234
15625 yg747 ... 201 25 r gy a1 26
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“aldehyde” (collab notebook pg 111 & 113)

Pelatve Abundance

33925 ML 3 38E6
_oom aldetyde# 1 35-145 RT
E 061-065 AV 11 5B 38
903 015032 T ITMS +p
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“ketone” (collab notebook pg 111 & 113)

C weaabun, \davsi20 18_nov_20%etone 11720/2018 1244 22 Piv
e 339 25 ® NL 1 03E6
) m ﬁ . _nm.ﬁ.o:mn'm wwyw_\uw-_ﬂam
903 & Scratched a few crystals into 3 015092 T 1T +
30 . . p EStFul ms
E NL microcentrifuge tube, 1300 00-750 00}
703 . . .
3 3 4 %e% dissolved in MeOH, dilute by
L] u—.»m O . .
3 50 & \ 100 with MeOH (sonicated
QL 3 o .
2 a0 A ,,W, (heat)), centrifuged.
303 /me 17 Range: 300 - 700
03 367 25
:u_m r:
_uu = :.ar v Aea o
100 Added MeOH to the vial in L
203 which sample was provided, e LA
. . . ESI Ful ms
e dilute _U< 1000 with MeOH, “u_m.w_oo,mm_.__w 00]
70 . .
E & then diluted by 100 with
o MeOH. NO sonication, no
103 o heat, no centrifugation.
303 Range: 150 - 500
203 367 17
3 2733 09 27917 31400
9315308 19508 | 20805 900 =5
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Pelatrve Abundance

“acid” (collab notebook pg 111 & 113)
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8 Nw& V4

7 339.25
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3

A

10 36350

.——k—f.rru»

%,,A
:K Scratched a few crystals into
@,m, microcentrifuge tube,
/mc dissolved in MeOH, dilute by
% 100 with MeOH (sonicated
mgam (heat)), centrifuged.
Range: 300 - 700

336 09

452 09 610 03
ﬁ SR rr |

585 09
A

383

33917

376.34

A |

Added MeOH to the vial in
which sample was provided,
dilute by 1000 with MeOH,
then diluted by 100 with
MeOH. NO sonication, no

heat, no centrifugation.
Range: 150 - 500
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421 34
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ALId#140-158 PT
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p ESIFUIms
[15000-500 00j
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Relative Abundance
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NL: 3.38E6

Aldehyde#133-154 RT:
0.60-0.68 AV: 22 SB: 23
0.15-025T: ITMS +p
ESI Full ms
[300.00-750.00]
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Ny L
|
NL: 1.21E6

acid#140-156 RT:
0.63-0.70 AV: 17 SB: 22
0.15-0.25 T: ITMS +p
ESI Full ms
[300.00-750.00]

NL: 9.77E5

Ketone#122-146 RT:
0.566-0.66 AV: 25 SB: 23
0.15-0.25 T: ITMS +p
ESI Full ms
[300.00-750.00]



Absorbance
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Key to structures for TGA scans
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Sample: 441
Size: 12.7630 mg
Method: test

File: C:..\MS\1 min ramp rate\36 h\441.002
TGA ! ' P

Run Date: 22-Apr-2019 08:28
Instrument: TGA Q500 VV20.2 Build 27
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Sample: 441

Size: 12.7630 mg

Method: test

Weight (%)
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Sample: 441

File: C:..\MS\1 min ramp rate\36 h\441.002

Size: 12.7630 mg TGA
Method: test Run Date: 22-Apr-2019 08:28
Instrument: TGA Q500 V20.2 Build 27
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Sample: 468 TGA File: C:..\MS\1 min ramp rate\36 h\468.002
Size: 12.3470 mg
Method: test Run Date: 19-Apr-2019 09:07

Instrument: TGA Q500 V20.2 Build 27
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Sample: 468
Size: 12.3470 mg
Method: test

Weight (%)

TGA

File: C:..\MS\1 min ramp rate\36 h\468.002

Run Date: 19-Apr-2019 09:07
Instrument: TGA Q500 VV20.2 Build 27

Temperature (°C)
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Sample: 468 TGA File: C:..\MS\1 min ramp rate\36 h\468.002
Size: 12.3470 mg

Method: test Run Date: 19-Apr-2019 09:07
Instrument: TGA Q500 V20.2 Build 27
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Sample: 477
Size: 16.9800 mg
Method: test

TGA

File: C:..\MS\1 min ramp rate\36 h\477.001

Run Date: 05-Apr-2019 09:34
Instrument: TGA Q500 VV20.2 Build 27
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Sample: 477 TGA File: C:..\MS\1 min ramp rate\36 h\477.001
Size: 16.9800 mg
Method: test Run Date: 05-Apr-2019 09:34

Instrument: TGA Q500 V20.2 Build 27
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Sample: 477 TGA File: C:..\MS\1 min ramp rate\36 h\477.001
Size: 16.9800 mg

Method: test Run Date: 05-Apr-2019 09:34
Instrument: TGA Q500 V20.2 Build 27
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Sample: 477

Weight (%)

File: C:..\MS\1 min ramp rate\36 h\477.001

Size: 16.9800 mg TGA
Method: test Run Date: 05-Apr-2019 09:34
Instrument: TGA Q500 V20.2 Build 27
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Sample: 500
Size: 13.5770 mg
Method: test

TGA

File: C:..\MS\1 min ramp rate\36 h\500.003

Run Date: 15-Apr-2019 10:36
Instrument: TGA Q500 VV20.2 Build 27
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Sample: 500

Size: 13.5770 mg

Method: test

File: C:..\MS\1 min ramp rate\36 h\500.003
TGA ! ' P

Run Date: 15-Apr-2019 10:36
Instrument: TGA Q500 VV20.2 Build 27
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Sample: 500

File: C:..\MS\1 min ramp rate\36 h\500.003

Size: 13.5770 mg TGA
Method: test Run Date: 15-Apr-2019 10:36
Instrument: TGA Q500 V20.2 Build 27
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Sample: 503

File: C:...\MS\1 min ramp rate\36 h\503.001

Size: 10.3000 mg TGA
Method: test Run Date: 10-Apr-2019 09:17
Instrument: TGA Q500 V20.2 Build 27
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Sample: 503
Size: 10.3000 mg
Method: test

File: C:...\MS\1 min ramp rate\36 h\503.001
TGA ! ' P

Run Date: 10-Apr-2019 09:17
Instrument: TGA Q500 VV20.2 Build 27
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Sample: 503
Size: 10.3000 mg
Method: test

File: C:...\MS\1 min ramp rate\36 h\503.001
TGA ! ' P

Run Date: 10-Apr-2019 09:17
Instrument: TGA Q500 VV20.2 Build 27
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Sample: 630

File: C:..\MS\1 min ramp rate\36 h\630.001

Size: 12.9130 mg TGA
Method: test Run Date: 17-Apr-2019 09:01
Instrument: TGA Q500 V20.2 Build 27
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Sample: 630
Size: 12.9130 mg
Method: test

Weight (%)

File: C:...\MS\1 min ramp rate\36 h\630.001
TGA ! ' P

Run Date: 17-Apr-2019 09:01
Instrument: TGA Q500 VV20.2 Build 27

Temperature (°C)
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Sample: 630
Size: 12.9130 mg
Method: test

File: C:...\MS\1 min ramp rate\36 h\630.001
TGA ! ' P

Run Date: 17-Apr-2019 09:01
Instrument: TGA Q500 VV20.2 Build 27
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