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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC005; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-acetate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MC006; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-acetate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO007; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-acetate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO008; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-acetate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MC009; MCO008; 1,3-
diindolylurea + TBA-acetate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO010; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-acetate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO011; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-acetate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO012; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-acetate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO013; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-acetate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO014; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-acetate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors CZ016; MC002; 2,7-
(COOBu)2-indolocarbazole; 2,9-(COOBu)2-indolocarbazole + TBA-benzoate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MC001; 2,7-(COOBuU)2-
indolocarbazole; 2,9-(COOBu)2-indolocarbazole + TBA-benzoate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MC003; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-benzoate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MC004; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-benzoate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO005; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-benzoate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO006; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-benzoate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO007; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-benzoate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MC008; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-benzoate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MC009; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-benzoate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MC010; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-benzoate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO011; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-benzoate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MC012; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-benzoate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MC013; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-benzoate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO014; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-benzoate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors CZ016; 2,7-(COOBu)2-
indolocarbazole; 2,9-(COOBuU)2-indolocarbazole + TBA-formate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MC001; MC004; 1,3-
diindolylurea + TBA-formate

S104

S105

S106

S107

S108

S109

S110

S111

S112

S113

S114

S115

S116

S117

S118

S119

S120

S121

S122

S123

S124

S125

S126

S127

S128

S129



Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC002; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-formate
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dicarbazolylurea + TBA-formate
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dicarbazolylurea + TBA-lactate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MC004; 1,3-diindolylurea; 1,3-
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dicarbazolylurea + TBA-lactate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO006; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-lactate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO007; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-lactate
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dicarbazolylurea + TBA-lactate
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dicarbazolylurea + TBA-lactate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MC014; 1,3-diindolylurea; 1,3-
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Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors CZ016; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-pivalate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC001; 2,7-(COOBuU)2-
indolocarbazole; 2,9-(COOBu)2-indolocarbazole + TBA-pivalate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MC003; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-pivalate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MC004; 3,4,4-CI3-
diphenylurea; 2,7-(COOBu)2-indolocarbazole; 2,9-(COOBu)2-indolocarbazole + TBA-pivalate
Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO005; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-pivalate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MC006; 2,7-(COOBuU)2-
indolocarbazole; 2,9-(COOBu)2-indolocarbazole + TBA-pivalate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO007; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-pivalate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO008; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-pivalate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO009; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-pivalate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO010; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-pivalate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO011; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-pivalate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO012; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-pivalate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO013; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-pivalate

Stacked *H NMR spectra (700.1 MHz) of a mixture of receptors MCO014; 1,3-diindolylurea; 1,3-
dicarbazolylurea + TBA-pivalate

UV-vis spectra of absolute binding affinity measurement for MC002 with TBA-lactate in
99.5%:0.5% m/m DMSO-H,0O

UV-vis spectra of absolute binding affinity measurement for MC002 with TBA-pivalate
99.5%:0.5% m/m DMSO-H,0O

UV-vis spectra of absolute binding affinity measurement for MC004 with TBA-acetate
90.0%:10.0% m/m DMSO-H.0

UV-vis spectra of absolute binding affinity measurement for MCO005 with TBA-acetate
90.0%:10.0% m/m DMSO-H-0

UV-vis spectra of absolute binding affinity measurement for MC007 with TBA-acetate
90.0%:10.0% m/m DMSO-H.0

UV-vis spectra of absolute binding affinity measurement for MC008 with TBA-acetate
90.0%:10.0% m/m DMSO-H-0

UV-vis spectra of absolute binding affinity measurement for MC009 with TBA-acetate
90.0%:10.0% m/m DMSO-H-0

UV-vis spectra of absolute binding affinity measurement for MC004 with TBA-benzoate
90.0%:10.0% m/m DMSO-H-0

UV-vis spectra of absolute binding affinity measurement for MCO005 with TBA-benzoate
90.0%:10.0% m/m DMSO-H-0

UV-vis spectra of absolute binding affinity measurement for MC007 with TBA-benzoate
90.0%:10.0% m/m DMSO-H-0

UV-vis spectra of absolute binding affinity measurement for MC008 with TBA-benzoate
90.0%:10.0% m/m DMSO-H-0

UV-vis spectra of absolute binding affinity measurement for MC009 with TBA-benzoate
90.0%:10.0% m/m DMSO-H-0

UV-vis spectra of absolute binding affinity measurement for MC004 with TBA-formate
90.0%:10.0% m/m DMSO-H-0
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UV-vis spectra of absolute binding affinity measurement for MCO005 with TBA-formate
90.0%:10.0% m/m DMSO-H0O

UV-vis spectra of absolute binding affinity measurement for MC007 with TBA-formate
90.0%:10.0% m/m DMSO-H0O

UV-vis spectra of absolute binding affinity measurement for MC008 with TBA-formate
90.0%:10.0% m/m DMSO-H0O

UV-vis spectra of absolute binding affinity measurement for MC009 with TBA-formate
90.0%:10.0% m/m DMSO-H0O

UV-vis spectra of absolute binding affinity measurement for MC004 with TBA-lactate
90.0%:10.0% m/m DMSO-H0O

UV-vis spectra of absolute binding affinity measurement for MCO005 with TBA-lactate
90.0%:10.0% m/m DMSO-H0

UV-vis spectra of absolute binding affinity measurement for MCO007 with TBA-lactate
90.0%:10.0% m/m DMSO-H0

UV-vis spectra of absolute binding affinity measurement for MCO008 with TBA-lactate
90.0%:10.0% m/m DMSO-H0O

UV-vis spectra of absolute binding affinity measurement for MCO009 with TBA-lactate
90.0%:10.0% m/m DMSO-H0

UV-vis spectra of absolute binding affinity measurement for MC004 with TBA-pivalate
90.0%:10.0% m/m DMSO-H0

UV-vis spectra of absolute binding affinity measurement for MCO005 with TBA-pivalate
90.0%:10.0% m/m DMSO-H0

UV-vis spectra of absolute binding affinity measurement for MCO007 with TBA-pivalate
90.0%:10.0% m/m DMSO-H0

UV-vis spectra of absolute binding affinity measurement for MC008 with TBA-pivalate
90.0%:10.0% m/m DMSO-H-0

UV-vis spectra of absolute binding affinity measurement for MC009 with TBA-pivalate
90.0%:10.0% m/m DMSO-H-0

Cosmo-RS geometry pictures

Lowest energy conformation of receptor CZ016

Lowest energy conformation of receptor CZ016 with pivalate anion
Lowest energy conformation of receptor CZ016 with acetate anion
Lowest energy conformation of receptor CZ016 with benzoate anion
Lowest energy conformation of receptor CZ016 with lactate anion
Lowest energy conformation of receptor CZ016 with formate anion
Lowest energy conformation of receptor MC001

Lowest energy conformation of receptor MCO001 with pivalate anion
Lowest energy conformation of receptor MCO001 with acetate anion
Lowest energy conformation of receptor MCO001 with benzoate anion
Lowest energy conformation of receptor MC001 with lactate anion
Lowest energy conformation of receptor MCO001 with formate anion
Lowest energy conformation of receptor MC002

Lowest energy conformation of receptor MC002 with pivalate anion
Lowest energy conformation of receptor MC002 with acetate anion
Lowest energy conformation of receptor MC002 with benzoate anion
Lowest energy conformation of receptor MC002 with lactate anion
Lowest energy conformation of receptor MC002 with formate anion
Lowest energy conformation of receptor MC003

Lowest energy conformation of receptor MC003 with pivalate anion
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Lowest energy conformation of receptor MCO003 with acetate anion
Lowest energy conformation of receptor MC003 with benzoate anion
Lowest energy conformation of receptor MC003 with lactate anion
Lowest energy conformation of receptor MCO003 with formate anion
Lowest energy conformation of receptor MC004

Lowest energy conformation of receptor MC004 with pivalate anion
Lowest energy conformation of receptor MC004 with acetate anion
Lowest energy conformation of receptor MC004 with benzoate anion
Lowest energy conformation of receptor MC004 with lactate anion
Lowest energy conformation of receptor MC004 with formate anion
Lowest energy conformation of receptor MC005

Lowest energy conformation of receptor MCO0O05 with pivalate anion
Lowest energy conformation of receptor MCOO05 with acetate anion
Lowest energy conformation of receptor MCO0O05 with benzoate anion
Lowest energy conformation of receptor MCOO5 with lactate anion
Lowest energy conformation of receptor MCO0O05 with formate anion
Lowest energy conformation of receptor MC006

Lowest energy conformation of receptor MC006 with pivalate anion
Lowest energy conformation of receptor MCO006 with acetate anion
Lowest energy conformation of receptor MCO006 with benzoate anion
Lowest energy conformation of receptor MCO006 with lactate anion
Lowest energy conformation of receptor MCO006 with formate anion
Lowest energy conformation of receptor MCO007

Lowest energy conformation of receptor MCO007 with pivalate anion
Lowest energy conformation of receptor MCO0Q7 with acetate anion
Lowest energy conformation of receptor MCO007 with benzoate anion
Lowest energy conformation of receptor MC007 with lactate anion
Lowest energy conformation of receptor MCO007 with formate anion
Lowest energy conformation of receptor MC008

Lowest energy conformation of receptor MC008 with pivalate anion
Lowest energy conformation of receptor MCO008 with acetate anion
Lowest energy conformation of receptor MCO008 with benzoate anion
Lowest energy conformation of receptor MC008 with lactate anion
Lowest energy conformation of receptor MCO008 with formate anion
Lowest energy conformation of receptor MC009

Lowest energy conformation of receptor MC009 with pivalate anion
Lowest energy conformation of receptor MC009 with acetate anion
Lowest energy conformation of receptor MC009 with benzoate anion
Lowest energy conformation of receptor MC009 with lactate anion
Lowest energy conformation of receptor MC009 with formate anion
Lowest energy conformation of receptor MC010

Lowest energy conformation of receptor MCO010 with pivalate anion
Lowest energy conformation of receptor MCO010 with acetate anion
Lowest energy conformation of receptor MCO010 with benzoate anion
Lowest energy conformation of receptor MC010 with lactate anion
Lowest energy conformation of receptor MCO010 with formate anion
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Lowest energy conformation of receptor MC011

Lowest energy conformation of receptor MCO11 with pivalate anion
Lowest energy conformation of receptor MCO011 with acetate anion
Lowest energy conformation of receptor MCO011 with benzoate anion
Lowest energy conformation of receptor MC011 with lactate anion
Lowest energy conformation of receptor MCO011 with formate anion
Lowest energy conformation of receptor MC012

Lowest energy conformation of receptor MC012 with pivalate anion
Lowest energy conformation of receptor MC012 with acetate anion
Lowest energy conformation of receptor MC012 with benzoate anion
Lowest energy conformation of receptor MC012 with lactate anion
Lowest energy conformation of receptor MC012 with formate anion
Lowest energy conformation of receptor MC013

Lowest energy conformation of receptor MCO013 with pivalate anion
Lowest energy conformation of receptor MCO013 with acetate anion
Lowest energy conformation of receptor MCO013 with benzoate anion
Lowest energy conformation of receptor MC013 with lactate anion
Lowest energy conformation of receptor MCO013 with formate anion
Lowest energy conformation of receptor MC014

Lowest energy conformation of receptor MC014 with pivalate anion
Lowest energy conformation of receptor MCO014 with acetate anion
Lowest energy conformation of receptor MC014 with benzoate anion
Lowest energy conformation of receptor MC014 with lactate anion
Lowest energy conformation of receptor MC014 with formate anion

S216
S216
S216
S217
S217
S217
S218
S218
S218
S219
S219
S219
S220
S220
S221
S221
S222
S222
S222
S223
S223
S223
S224
S224



General methods

General purification procedures

Purification of the compounds was performed by column chromatography on silica gel (pore
size 60 A, 230-400 mesh for macrocycles MC001-MC010 and 70-230 mesh for macrocycles
MC011-MCO014). Analytical thin-layer chromatography (TLC) was conducted on TLC plates

(silica gel 60 with fluorescent UV2s4 marker on aluminium backed sheets).
Chemicals and raw materials

All starting materials and solvents used in syntheses were acquired from commercial sources
(Sigma-Aldrich, Acros, Alfa Aesar, Fluka) with at least 97% purity and used as received.
DMSO-des for NMR was obtained from Sigma-Aldrich with at least 99.9% purity. Dry solvents
were prepared at least 72 h before use in round-bottomed flasks supplied with 3 A molecular

sieves under an argon atmosphere.

All inert gases used for syntheses were of at least 5.0 purity. Water used in this work was

obtained from a MilliQ Advantage A10 system or from an ELGA PURELAB® Ultra system.

For sensor development, the following chemicals were of Selectophore™ grade: bis(2-
ethylhexyl) sebacate (DOS, >97%, Fluka), tridodecylmethylammonium chloride (TDMACI,
Fluka), high molecular weight poly(vinyl chloride) (HMW PVC, Fluka), and tetrahydrofuran
(THF, >99.5%, Sigma-Aldrich). Nitric acid (65%, J.T. Baker) was diluted for use in the
electrode cleaning procedure. The remaining chemicals were of analytical or reagent grade
with at least 99% purity, except for 3,4-ethylenedioxythiophene (EDOT, 97%), and acquired

from Acros Organics, Alfa Aesar, Fluka, Merck, Sigma-Aldrich, and VWR Chemicals.
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General procedures for compound characterization

NMR measurements, characterization and assessment of purity of all synthesis products were
carried out on a Bruker Avance-111 700 MHz NMR spectrometer. All spectra were recorded
using TopSpin 3.2 software and the chemical shifts calibrated against the residual solvent

signal.

COSMO-RS calculations were done using COSMOThermX19 parametrization
BP_TZVP_C19 (solvent: DMSO with 0.5% water). UV-vis spectrophotometric

measurements were carried out using a Thermo Nicolet Evolution 300 spectrophotometer.

For electrospray (ESI) HRMS analysis, the samples were first dissolved in DMSO with a

concentration of = 2 mg/ml and then diluted in MeOH containing 0.1% HCOOH (pH/ 2> M in
the range of 3-5) for ESI+ measurements or MeOH containing 0.1% NH3.H2O (pH;szs0 in the
range of 8-9) for ESI— measurements. Concentrations of compounds were chosen in such way
that appropriate signal intensities were achieved and were in the range of 0.5-2 ug/mL. HRMS
spectra were obtained on a hybrid Varian 910-FT-ICR-MS system with electrospray ion source.
lonization parameters were as follows: spray chamber temperature, 40 °C; spray needle
voltage, 5000 V (—4500 V in negative mode); nebulizing gas (N) pressure, 30 psi; API-drying
gas (N2), 15 psi at 300 °C; shield voltage, 600 V; capillary voltage 40 V. The ions, selected by
quadrupole, were guided into the FT-ICR analyser cell. lon guide parameters, FT-ICR ion
guide and excitation parameters were optimized for the mass range (m/z = 100-1000). lon
collection time varied from 300 to 1000 ms. FT-ICR analyser cell parameters were: DAC rate
8000 kHz for m/z range of 100-800 direct (broadband); ADC rate 4 MHz; transient length was
either 1024 K (262.144 ms) or 2048 K (524.288 ms). For the calibration of the mass axis,
samples were spiked with an in-house prepared internal calibration solution, which contained

ions with the following exact m/z values ?1: CisHagN* (m/z = 242.28423); C19H20N4PF3s* (m/z
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= 401.20765); CasHasN7P.CI" (m/z = 552.28947); C26HesaN13P4™ (M/z = 682.43526) in ESI+
mode. For ESI— measurements, a calibration mixture containing anions of perfluorinated
Bransted superacids ! was used. The ions used for calibration were: C12F1oNO4S,™ (m/z =
475.91145); CeF17NO2SH™ (m/z = 497.94620); CsF18NO4S2™ (m/z =579.89868); C12F26N04S2
(m/z = 779.88591). Concentrations of the calibrants in the infused solutions remained within

0.5-1.0 uM.

For nano-ESIMS analysis, the solution was infused using a borosilicate emitter (Thermo Fisher
Scientific) to an LTQ Orbitrap XL (Thermo Fisher Scientific) mass spectrometer using a spray
voltage of 1.8 kV (tube lens 110 V, capillary temperature 200 °C). The instrument was operated
in positive polarity. Ten mass spectra were collected at a resolution setting of 100,000 at 400
m/z, spectra were averaged, and the presence of expected compounds was confirmed by mass

accuracy within +/— 5 ppm and by similarity to theoretical isotopic distribution.

The reference electrode that was used in all electrochemical measurements was a 6.0726.100
double-junction Ag/AgCI reference electrode (Metrohm AG, Switzerland). Glassy carbon
(GC) rods (SIGRADUR® G, HTW Hochtemperatur-Werkstoffe GmbH, Germany) were used
as counter electrodes and to prepare working electrodes in-house by fitting them into PVC rods
(Simona AG, Germany). All electrochemical polymerisations of solid contacts and impedance
measurements were performed with Autolab PGSTAT20 or PGSTAT30 potentiostats
(EcoChemie BV, Netherlands) equipped with a FRA2 modules. An EMF16 multichannel
interface (Lawson Labs, Inc., United States of America) was used for all potentiometric
measurements. A pair of 800 Dosino pumps controlled by a 905 Titrando (Metrohm AG,
Switzerland) were used for automated dilutions. pH measurements were performed with a
Thermo Scientific Orion Star A111 pH-meter and a Thermo Scientific Orion 9157BNMD pH-

electrode. All measurements were performed at room temperature (23 + 2 °C).
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Relative binding affinity measurements

Binding of anions in solution was studied using our previously published relative *H NMR
titration method.[4] For sample preparation, a few milligrams of receptors were weighed into
a NMR tube alongside an anchor molecule, to which binding had previously been quantified
using absolute binding measurements.[4—6] The compounds were dissolved in 700 uL DMSO-
ds with a water content of either 0.5% or 10.0% (m/m) H2O. Solutions of carboxylates were
prepared by weighing the corresponding tetrabutylammonium salt into a vial and dissolving it
in 1 mL DMSO-ds with a water content of either 0.5% or 10.0% (m/m) H20. For each analyte,
two solutions were prepared: a dilute (0.17-0.44 M) and a concentrated (0.65-1.41 M) solution.
During the titration, a blank spectrum of pure receptors was initially obtained. Then, the analyte
was added using an automatic titration syringe. The chemical shifts of the formed host—guest
complexes were recorded for each titration step. The dilute solution was used during the first
part of the titration, where complexation was partial. The concentrated sample was used
towards the end of the titration to ensure full complexation of all host molecules. The recorded
chemical shifts of all titration steps were used to calculate the differences of affinity to the
anchor molecules, as described in reference [4]. Spectra of all titration experiments are

available as supporting information.

Preparation of the membrane cocktails

The solvent polymeric membranes were prepared using PVC, DOS as the plasticiser, and
TDMACI as the anion exchanger. The ion-selective membranes (ISMs) were prepared with the
following composition as the target: 2 wt % ionophore, 50 mol % TDMACI relative to the
ionophore, 65 wt % DOS, and 32 wt % PVC. A control membrane was prepared with no
ionophore, 0.7 wt % TDMACI, 66 wt % DOS, and 33 wt % PVC. The membrane components
were dissolved in THF to produce membrane cocktails containing 83 wt % THF. See Table S1

for the final compositions of the membrane cocktails.
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Table S1: Compositions of the membrane cocktails used in this study

wt.%

component CTRL MCO005 MCO009 MCO012

ionophore  0.00 0.33 0.33 0.33
TDMACI 0.12 0.12 0.11 0.12
PVC 5.77 5.40 5.30 5.45
DOS 11.22 10.75 11.03 10.80
dry (total) 17.11 16.61 1678  16.69

THF 8289 83.39 8322 8331
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Preparation of the sensor prototypes

Glassy carbon rods (3 mm diameter) encased in PVC (8 mm diameter) were used as the
electrode bodies for the sensors. The electrodes were polished using sandpapers, diamond
pastes (1-15 pm), and alumina paste (0.3 pum). The electrodes were cleaned prior to
electrochemical polymerisation of the solid contact by ultrasonication in deionized water and
in ethanol and soaking in 1 M nitric acid. A layer of PEDOT doped with chloride was deposited
as the solid contact onto the exposed GC surface (A = 0.07 cm?) of each electrode. The
polymerisations were performed one sensor at a time with a three-electrode cell using a double-
junction Ag/AgCIl/3 M KCI/1 M KCI reference electrode, a bare GC rod as the counter
electrode, and the sensor as the working electrode. The monomer solution, which contained
0.01 M EDOT and 0.1 M KCI, was deaerated by bubbling N2 through the solution prior to the
polymerisations and then blanketed with N2 during the polymerisations. The polymerisations
were performed galvanostatically by applying a constant current of 14 pA for 714 s (10 mC
polymerisation charge). The sensors were conditioned in 0.1 M sodium acetate at least
overnight and then air-dried prior to drop-casting the membranes. The membranes were drop-
cast onto the sensors in two passes of 50 uLL with approximately 30 minutes between passes for
a total of 100 uL of membrane cocktail applied to each sensor. The THF was allowed to
evaporate overnight and then the sensors were conditioned in 0.1 M sodium acetate for at least
three days prior to characterisation. Three sensors were prepared with each membrane for this

study.
Electrochemical impedance spectroscopy

The sensors were conditioned in 0.1 M sodium acetate prior to the electrochemical impedance
spectroscopic (EIS) measurements. EIS measurements were performed in 0.1 M sodium acetate

with a three-electrode cell using a double-junction Ag/AgCI/3 M KCI/1 M KCI reference
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electrode, a GC rod as the counter electrode, and the sensors as the working electrodes. The
measurements were performed potentiostatically at 0 V versus the open-circuit potential using
a sinusoidal excitation signal with an amplitude of 100 mV (RMS). Sixty-one measurement

points were measured in the frequency range 100 mHz-100 kHz.

Potentiometric measurements

The sensors were conditioned in 0.01 M sodium acetate prior to all of the potentiometric
measurements. Liquid junction potentials were estimated using the Henderson equation.

Activity coefficients were estimated using the extended Debye—Huckel equation.

Calibration

Potentiometric calibrations were performed with 0.1 M sodium acetate solutions that were
diluted with deionized water in half-decade steps. The dilutions were performed at seven-
minute intervals with pre-programmed pumps until reaching concentrations where the sensors’
potentiometric responses levelled out. Mixing of the solutions was left to the pumping action
that occurred during the dilutions. Multiple calibrations were performed with each sensor over

the course of their life spans.

pH Sensitivity

The pH sensitivity of the sensors was assessed by measuring their potentiometric responses in
0.01 M acetic acid that was titrated with a mixture of 0.25 M sodium hydroxide and 0.01 M
sodium acetate. The pH of the samples was monitored during the measurements and the

samples were titrated from pH 3.3 to 10 with constant stirring.
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Selectivity

Potentiometric selectivity coefficients, K °: were determined according to the separate

acetate,j’
solution method (SSM) using solutions with activities of interfering ions equal to that of acetate
in a sodium acetate solution with the concentration 0.01 M. The solutions were deaerated by
bubbling N2 through each solution for at least 15 minutes prior to each measurement and then
letting N2 blanket the solution during each measurement. The deaeration was done as a
precaution to minimise possible interference due to species originating from dissolved
atmospheric carbon dioxide. Constant stirring was used throughout each measurement. The
reference electrode was placed in the sample solution after rinsing the sensors with deionized
water and drying them. The measurement was started, the sensors were immersed in the
solution, and the potentials were measured for at least seven minutes. The measurements were
performed with the interfering anion solutions in the order of increasing lipophilicity. The
selectivity coefficients were calculated using the experimental slopes determined for each
electrode and the potentials that were recorded seven minutes into each selectivity

measurement.
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Synthesis and characterisation of compounds

Compound 2 was prepared as in reference [7]. Compounds 6-8 were prepared based

on reference [8], but with slight modifications (please refer to Scheme 1 in main text).

1,8-Dibromo-3,6-di-tert-butyl-9H-carbazole (4) was prepared according to known

procedure [9].

O3 e O

For preparation of 3,6-di-tert-butyl-9H-carbazole-1,8-diamine (5a), a general procedure from

the work of Jung et al. [10] was modified as follows:

5a
O O DMEDA, 33% NH; (g O Q

Cul, DMSO, Ar, A

A 100-mL pressure tube (withstanding a maximum pressure of 10 bar at 120 °C) was charged
with a stirring bar, 1,8-dibromo-3,6-di-tert-butyl-9H-carbazole (compound 4, 2.00 g,
4.57 mmol) and Cul (261 mg, 1.37 mmol). DMSO (24 mL) was added and argon gas was
bubbled through for 5 minutes while the mixture was magnetically stirred. Under argon
counterflow, N,N’-dimethylethylenediamine (221 pL, 2.06 mmol) was added, and argon was
bubbled through the mixture for an additional minute. After that, the argon flow was stopped
and the flask was closed with a screwcap. The contents were magnetically stirred for 20 minutes
and then cooled in a water bath (10-15 °C). The stirring was stopped and the screwcap

removed, then under an argon counterflow, 12 mL of 33% aqueous NH3 solution were carefully
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added to the mixture by tube sidewalls without disturbing the contents. Argon flow was
removed and the pressure tube was tightly closed with a screwcap. The mixture was vigorously
stirred in an oil bath at 130 °C for 18 h. After that, the tube was cooled to approximately 15 °C
and its contents were diluted with 100 mL of ethyl acetate. The mixture was filtrated and brine
(250 mL) was added to the filtrate. Phases were separated and the aqueous phase was extracted
with ethyl acetate (3 x 50 mL). The combined organic phases were washed with brine, dried
over anhydrous Na,SOsu, filtered and solvents removed by evaporation. The resulting residue
was triturated with 10 mL DCM, then 100 mL of n-hexane was added and the mixture cooled
in an ice bath. The precipitate was filtered and washed three times with cold n-hexane/
DCM 10:1 mixture to yield tan crystals (1.20 g, 3.88 mmol, 85%), the structure of which was

confirmed to be identical with literature data [8].

General procedure for preparation of diacyl chlorides (CICO(CH2),COCI, n = 11-14):

HOOC; ;COOH SOCl, T i
M11_14 DCM, DMF o)Mio

An oven-dried 10-mL round-bottomed flask was charged with a dicarboxylic acid (1 mmol)

and a magnetic stirring bar. Then, 2 mL of dry DCM and 1 drop of dry DMF were added. The
flask was flushed with argon and closed with a septum through which an argon-filled balloon
was connected. The mixture was stirred and thionyl chloride (0.29 ml, 4 mmol) was added
dropwise through the septum via syringe. After 4 h of stirring at room temperature the reaction
was complete by *H NMR analysis. Solvents and residual SOCI, were evaporated, the residue

dried in vacuo and used in further experiments without additional purification.
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Preparation of compound CZ016

cz016
8
; LS
‘ NJ\N O Lauric acid H H
O wi HOOH N Q EDC-HCI, HOBT, DMAP NH HN
Dry DMF, N, 48h
NH HN
NH, HoN o

O
[ ]10 [ ]10

Under N2 atmosphere, compound 8 (0.050 g, 0.08 mmol), lauric acid (0.038 g, 0.08 mmol),

EDC-HCI (0.036 g, 0.19 mmol), HOBt (0.029 g, 0.19 mmol) and DMAP (0.023 g, 0.19 mmol)
were dissolved in dry DMF (4 mL). The reaction mixture was stirred for 48 h at room
temperature. After disappearance of starting material (monitored by TLC), the reaction mixture
was quenched in water (50 mL). The formed precipitate was filtered and washed with water
(50 mL). The crude product was purified by column chromatography eluting with 7-9% ethyl

acetate in hexane to get compound CZ016 (0.050 g, 0.05 mmol, 63.8%) as brown solid.

Data for CZ016. *H NMR (700.1 MHz, DMSO-ds, +25 °C) &: 10.10 (bs, 2H, amide NH), 10.00
(bs, 2H, carb. NH), 8.89 (bs, 2H, urea NH), 7.95 (s, 2H, CH-5), 7.93 (s, 2H, CH-4), 7.68 (s,
2H, CH-7), 7.53 (s, 2H, CH-2), 2.40-2.35 (m, 4H, -CO-CH>), 1.61-1.56 (m, 4H, -CO-CH,-
CH>), 1.42 (s, 18H, t-butyl-CHza or CHap), 1.40 (s, 18H, t-butyl-CHsa or CHap), 1.37-1.20 (m,
32H, (CHa)s), 0.91-0.81 (m, 6H, -CH2-CHs). 3C NMR (176.0 MHz, DMSO-ds, +25 °C) §:
171.5 (amide CO), 153.7 (urea CO), 141.8 (C-3), 141.5 (C-6), 131.2 (C-12), 130.5 (C-9), 124.6
(C-10), 124.5 (C-11), 123.0 (C-1), 122.6 (C-8), 116.5 (C-7), 116.1 (C-2), 112.1 (C-5), 111.9
(C-4), 36.1 (-CO-CHy), 34.5 (t-butyl-Cs or Cp), 34.4 (t-butyl-Ca or Cy), 31.9, 31.8, 31.3, 29.0,
29.0, 28.9, 28.8, 28.7, 28.7, 25.2, 22.1, 13.9 (-CH2-CHj3). ESI-FT-ICR (-): solvent ~ 0.01%

DMSO:methanol, m/z of [M—H]" calculated for CesHasNeO3, 1007.74711 found 1007.74706.
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Preparation of compound MCO001

MC001

CDI O Q
(S e oo o

c O O

Compound 5a (0.075 g, 0.24 mmol) was dissolved in dry THF (4 mL), then CDI (0.10 g,

ZIT ITZ

0.43 mmol) was added. The reaction mixture was stirred at reflux temperature for 2 h. After
disappearance of the starting material (monitored by TLC), the reaction mixture was cooled
and concentrated under reduced pressure. The obtained solid was quenched in H20 (100 mL)
and extracted in ethyl acetate (50 mL). The ethyl acetate layer was concentrated under reduced
pressure. The crude product was purified by column chromatography eluting with 1% MeOH

in DCM to obtain compound MCO001 (0.070 g, 0.10 mmol, 83.3%) as off-white solid.

Data for MC001. *H NMR (700.1 MHz, DMSO-ds, +25 °C) &: 9.87 (bs, 2H, carb. NH), 9.20
(bs, 4H, amide NH), 8.01 (d, J = 1.4 Hz, 4H, CH-4), 7.16 (d, J = 2.1 Hz, 4H, CH-2), 1.44 (s,
36H, t-butyl-CHz). 3C NMR (176.0 MHz, DMSO-ds, +25 °C) &: 153.7 (urea CO), 143.2 (C-
3), 134.4 (C-6), 126.9 (C-5), 123.9 (C-1), 117.2 (C-2), 113.5 (C-4), 34.9 (t-butyl-C), 32.3 (t-
butyl-CHs). ESI-ICR (+): solvent ~ 0.01% DMSO:methanol, m/z of [M+H]" calculated for

Ca2H49N60O2, 669.39225 found 669.39217.
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Preparation of compound MC002

. CcDI
Dry THF NH HN
Q NH HOH N O A 2h o= MC002 =0
NH HN

Compound 8 (0.10 g, 0.15 mmol), was dissolved in dry THF (25 mL), then CDI (0.04 g,
0.24 mmol) was added. The reaction mixture was stirred at reflux temperature for 6 h. After
disappearance of the starting material (monitored by TLC), the reaction mixture was cooled
and concentrated under reduced pressure. The obtained solid was quenched in 50 mL H20 and
extracted with 50 mL ethyl acetate. The ethyl acetate layer was concentrated under reduced
pressure. The obtained solid was treated with chloroform (20 mL), filtered and washed with
chloroform (60 mL). The solid insoluble in chloroform was pure compound MC002 (0.04 g,

0.03 mmol, 38.4%) isolated as off-white solid.

Data for MC002. *H NMR (700.1 MHz, DMSO-ds, +25 °C) §: 9.86 (bs, 4H, carb. NH), 9.21
(bs, 8H, amide NH), 8.01 (d, J = 1.18 Hz, 8H, CH-4), 7.16 (d, J = 1.18 Hz, 8H, CH-2), 1.44 (s,
72H, (t-butyl-CHs). *C NMR (176.0 MHz, DMSO-ds, +25 °C) &: 153.7 (urea CO), 143.3 (C-
3), 134.5 (C-6), 127.0 (C-5), 124.0 (C-1), 117.3 (C-2), 113.6 (C-4), 35.0 (t-butyl-C), 32.3 (t-
butyl-CHs). ESI-ICR (+): solvent ~ 0.01% DMSO:methanol, m/z of [M+H]" calculated for

CesH101N1204, 1341.80687 found 1341.80722.
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Preparation of macrocyclic receptors MC003-MCO010

MCO003 - MC010
8 o
0 Dicarboxylic acids )J\
PR EDC-HCI, HOBT, DMAP or DIPEA O H H O
N7 ON Dry DMF, N,, 48h
L s
NH, HoN N)k[\/]ﬂ\N
H H

n

1,3-Bis(8-amino-3,6-di-tert-butyl-9H-carbazol-1-yl)urea (8) was dissolved in dry DMF
alongside EDC-HCI, HOBT and, for receptors MC003-MC006, DMAP or, for receptors
MCO007-MCO010, DIPEA. The corresponding dicarboxylic acid was added. The flask was
charged with a magnetic stirring bar and closed with a septum, evacuated and backfilled with
N2 after which a N»-filled balloon was connected through the septum. The mixture was stirred
at room temperature. After disappearance of starting material (monitored by TLC) the reaction
was quenched in water (50 mL). The formed precipitate was filtered and washed with water
(50 mL). The crude product was purified by column chromatography eluting with MeOH in
DCM to afford the macrocycles MC003-MC010 as white to off-white crystalline powders in

29-87% vyields. Please refer to Table S2 for exact reaction conditions for MC003-MC014.
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Preparation of macrocyclic receptors MC011-MC014

8 MCo011 - MC014
O
O
LSO R
N~ N Diacyl chlorides, Et;N H H
Q Nt HOOH O N Q Dry THF, Ar NH H
o I
NH, H,N O N N
H H

2%

An oven-dried 100-mL round-bottomed flask was charged with a magnetic stirring bar and 1,3-
bis(8-amino-3,6-di-tert-butyl-9H-carbazol-1-yl)urea (8) hydrochloride salt (100 mg,
0.139 mmol). The flask was closed with a septum, evacuated and backfilled with argon
(3 times) after which an argon-filled balloon was connected through the septum. With a
syringe, 36 mL of dry THF and 78 uL of triethylamine (0.56 mmol) were added and the
contents were stirred. To the resulting suspension, the diacyl chloride solution in dry THF
(0.139 mmol in 4 mL THF) was added dropwise during one hour. The mixture was stirred
overnight at room temperature and then quenched by the addition of 0.1 mL of water. The
solvent was removed by evaporation and the residue dissolved in 40 mL of DCM. The solution
was washed with 20 mL of 10% aqueous K>COs and the phases were separated. The aqueous
phase was extracted with DCM (3 x 10 mL) and the combined organic phases were dried on
anhydrous Na>SOg, filtered, and the solvent evaporated. The residue was purified by column
chromatography eluting with DCM-MeOH to yield the desired macrocycles as white to off-
white crystals in 25-44% vyields. Please refer to Table S2 for exact reaction conditions for

MC011-MCO014.
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Table S2: Reaction conditions for MC003-MC014.

Compound 8 EDCHCl | HOBT | DMAP/DIPEAF! D'Caggi‘:jxy"c
MC003 80 mg; 59 mg; 42 mg; 39 mg; 16 mg;
0.12 mmol | 0.31 mmol | 0.31 mmol 0.31 mmol 0.12 mmol
MC004 60 mg; 53 mg; 37 mg; 23 mg; 14 mg;
0.09 mmol | 0.28 mmol | 0.28 mmol 0.19 mmol 0.09 mmol
MCO005 80 mg; 71 mg; 50 mg; 45 mg; 20 mg;
0.12 mmol | 0.37 mmol | 0.37 mmol 0.37 mmol 0.12 mmol
MC006 85 mg; 76 mg; 53 mg; 48 mg; 23 mg;
0.13mmol | 0.40 mmol | 0.40 mmol 0.40 mmol 0.13 mmol
MC007 91 mg; 81 mg; 57 mg; 55 mg; 26 mg;
0.14 mmol | 0.42 mmol | 0.42 mmol 0.42 mmol 0.14 mmol
MC008 100 mg; 89 mg; 63 mg; 63 mg; 31 mg;
0.16 mmol | 0.47 mmol | 0.47 mmol 0.47 mmol 0.16 mmol
MC009 110 mg; 98 mg; 69 mg; 66 mg; 37 mg;
0.17 mmol | 0.51 mmol | 0.51 mmol 0.51 mmol 0.17 mmol
MCO010 100 mg; 91 mg; 54 mg; 61 mg; 36 mg;
0.16 mmol | 0.48 mmol | 0.40 mmol 0.48 mmol 0.16 mmol
Compound | Solvent™ Rﬁ?ﬁ;;gn Column eluent Yield
MCO003 5 ml DMF 60 h 1-2% MeOH/DCME! | 70 mg; 0.09 mmol; 76%
MC004 5 ml DMF 45 h 1-2% MeOH/DCME! | 50 mg; 0.07 mmol; 71%
MCO005 5 ml DMF 45 h 1-2% MeOH/DCMI! | 80 mg; 0.10 mmol; 87%
MCO006 5 ml DMF 45 h 1-2% MeOH/DCMI! | 50 mg; 0.06 mmol; 48%
MCO007 5 ml DMF 40 h 1-2% MeOH/DCME! | 60 mg; 0.08 mmol; 53%
MC008 5 ml DMF 40 h 1-2% MeOH/DCME! | 75 mg; 0.09 mmol; 64%
MCO009 5 ml DMF 40 h 1-2% MeOH/DCME! | 40 mg; 0.05 mmol; 29%
MCO010 5 ml DMF 40 h 1-2% MeOH/DCMI! | 50 mg; 0.06 mmol; 37%
MCO011[ | 40 mI THF | overnight | 1% MeOH/DCMIT | 52 mg; 0.06 mmol; 44%
MC012[ | 40 mI THF | overnight | 1% MeOH/DCMI | 47 mg; 0.05 mmol; 39%
MCO013[ | 40 mI THF | overnight | 1% MeOH/DCMI | 48 mg; 0,05 mmol; 39%
MC014M | 40 mI THF | overnight | 1% MeOH/DCMI | 31 mg; 0.04 mmol; 25%

2. DMAP for MC001-MC010, DIPEA for MC011-MCO014; ® - all solvents dried before use;
¢ - all reactions at room temperature; 9 — amount of 8 for reaction was 100 mg; 0.14 mmol; © -

gradient elution; ' - isocratic elution.
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Data for MC003. 'H NMR (700.1 MHz, DMSO-ds, +25 °C) &: 10.24 (bs, 2H, carb. NH), 9.96
(bs, 2H, amide NH), 8.95 (bs, 2H, urea NH), 7.99 (d, J = 1.4 Hz, 2H, CH-5), 7.97 (d, J= 1.4
Hz, 2H, CH-4), 7.91 (d, J = 1.4 Hz, 2H, CH-7), 7.15, (d, J = 1.4 Hz, 2H, CH-2), 2.52-2.49 (m,
4H, -CO-CH3), 2.12-2.11 (m, 2H, -CO-CH>-CH?), 1.43 (s, 18H, t-butyl-CHsa or CHap), 1.40 (s,
18H, t-butyl- CHza or CHap). 3C NMR (176.0 MHz, DMSO-ds, +25 °C) &: 172.1 (amide CO),
154.7 (urea CO), 142.1 (C-3 or C-6), 142.8 (C-3 or C-6), 132.1 (C-12), 131.1 (C-9), 125.2 (C-
11), 124.4 (C-10), 123.1 (C-1), 122.9 (C-8), 117.8 (C-7), 117.1 (C-2), 113.0 (C-4 & C-5), 35.3
(CO-CH?>), 34.9 (t-butyl-Ca0r Cp), 34.8 (t-butyl-Caor Cp), 32.3 (t-butyl-CHza 0r CHap), 32.3 (t-
butyl-CHza or CHap), 21.5 (-CO-CH2-CH,). ESI FT-ICR (+): solvent methanol (0.1%

HCOOH), m/z of [M+H]" calculated for CssHs7NsO3, 741.44867 found 741.44826.

Data for MC004. *H NMR (700.1 MHz, DMSO-ds, +25 °C) §: 10.17 (bs, 2H, amide NH), 9.35
(bs, 2H, carb NH), 8.90 (bs, 2H, urea NH), 8.01 (d, J = 1.4 Hz, 2H, CH-5), 7.90 (d, J = 1.4 Hz,
2H, CH-4), 7.84 (d, J = 1.4 Hz, 2H, CH-2), 7.40 (d, J = 1.4 Hz, 2H, CH-7), 2.58-2.52 (m, 4H,
-CO-CH), 1.93-1.91 (m, 4H, -CO-CH-CH), 1.45 (s, 18H, t-butyl-CHza or CHap), 1.42 (s,
18H, t-butyl-CHsaor CHap). 3C NMR (176.0 MHz, DMSO-ds, +25 °C) &: 171.6 (amide CO),
153.6 (urea CO), 142.6 (C-3 or C-6), 142.4 (C-3 or C-6), 131.8 (C-9), 130.4 (C-12), 125.0 (C-
11), 124.1 (C-10), 123.3 (C-1), 122.4 (C-8), 117.1 (C-7), 115.4 (C-2), 113.3 (C-5), 111.4 (C-
4), 35.3 (CO-CH>), 34.6 (t-butyl-Ca or Cb), 34.4 (t-butyl-Ca or Cp), 32.0 (t-butyl-CHzaor CHap),
31.8 (t-butyl-CHsa or CHap), 24.4 (-CO-CH2-CHz). ESI FT-ICR (+): solvent methanol (0.1%

HCOOH), m/z of [M+H]" calculated for C47Hs9NeO3, 755.46432 found 755.46429.

Data for MC005. *H NMR (700.1 MHz, DMSO-dg, +25 °C) &: 10.07 (bs, 2H, amide NH), 9.93
(bs, 2H, carb. NH), 8.90 (bs, 2H, urea NH), 7.98 (d, J = 1.4 Hz, 2H, CH-5), 7.90 (d, J = 1.4 Hz,
2H, CH-4), 7.91 (d, J = 1.4 Hz, 2H, CH-2), 7.51 (d, J = 1.4 Hz, 2H, CH-7), 2.56-2.52 (m, 4H,
-CO-CHp-CHy), 1.83-1.79 (m, 4H, (CO-CH,-CHy), 1.60-1.56 (M, 2H, -CO-CH,-CH,-CHy),

1.44 (s, 18H, t-butyl-CHsa0r CHap), 1.40 (s, 18H, t-butyl-CHsa0or CHay). *C NMR (176.0 MHz,
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DMSO-ds, +25 °C) &: 172.1 (amide CO), 154.0 (urea CO), 142.6 (C-3 or C-6), 142.3 (C-3 or
C-6), 131.6 (C-9), 130.9 (C-12), 125.4 (C-11), 124.5 (C-10), 123.9 (C-1), 123.1 (C-8), 117.1
(C-7), 115.6 (C-2), 113.3 (C-5), 111.8 (C-4), 35.6 (-CO-CH>-CH,-CH>), 35.0 (t-butyl-Ca or
Cb), 34.9 (t-butyl-Csor Cp), 32.4 (t-butyl-CHza or CHap), 32.3 (t-butyl-CHsa or CHay), 28.4 (-
CO-CH,-CH2-CH>), 24.8 (-CO-CH2-CH,-CH2). ESI FT-ICR (+): solvent methanol (0.1%

HCOOC), m/z of [M+H]" calculated for C4gHe1NsO3, 769.47997 found 769.48020.

Data for MC006. *H NMR (700.1 MHz, DMSO-ds, +25 °C) §: 10.11 (bs, 2H, amide NH), 9.66
(bs, 2H, carb. NH), 8.96 (bs, 2H, urea NH), 8.34 (d, J = 1.4 Hz, 2H, CH-2), 8.00 (d, J = 1.4 Hz,
2H, CH-5), 7.85 (d, J = 1.4 Hz, 2H, CH-4), 7.37, (d, J = 1.4 Hz, 2H, CH-7), 2.51-2.49 (m, 4H,
-CO-CH,-CHy), 1.91-1.89 (m, 4H, (-CO-CH2-CH2-CHy), 1.55-1.53 (m, 4H, -CO-CHa-CHo-
CH?>), 1.45 (s, 18H, t-butyl-CHaa0r CHay), 1.41 (s, 18H, t-butyl-CHss0r CHsp). 3C NMR (176.0
MHz, DMSO-ds, +25 °C) §: 172.2 (amide CO), 153.2 (urea CO), 142.7 (C-3 or C-6), 142.4
(C-3 or C-6), 131.7 (C-9), 129.1 (C-12), 125.2 (C-8), 124.5 (C-10), 124.5 (C-11), 122.9 (C-1),
117.7 (C-7), 113.7 (C-2), 113.2 (C-5), 110.5 (C-4), 36.6 (-CO-CH,-CH,-CH>), 35.1 (t-butyl-
Caor Cp), 34.8 (t-butyl-Caor Cp), 32.4 (t-butyl-CHsa or CHap), 32.3 (t-butyl-CH3a or CHap), 28.4
(-CO-CHz-CH,-CHy), 24.8 (-CO-CH-CH-CHy). ESI FT-ICR (-): solvent ~ 0.01%

DMSO:isopropanol, m/z of [M+H] calculated for CasHe3sNeO3, 783.4956 found 783.4956.

Data for MC007. *H NMR (700.1 MHz, DMSO-ds, +25 °C) §: 10.00 (bs, 2H, amide NH), 9.99
(bs, 2H, carb. NH), 8.82 (bs, 2H, urea NH), 8.10 (d, J = 1.4 Hz, 2H, CH-2), 7.97 (d, J = 1.4 Hz,
2H, CH-5), 7.89 (d, J = 1.4 Hz, 2H, CH-4), 7.60 (d, J = 1.4 Hz, 2H, CH-7), 2.51-2.49 (m, 4H,
-CO-CH,-CHj), 1.80-1.60 (m, 4H, -CO-CH,-CHy), 1.55-1.46 (m, 6H, CO-CHz-CH2-(CHy),),
1.44 (s, 18H, t-butyl-CHsa0r CHap), 1.41 (s, 18H, t-butyl-CHsa0r CHap). **C NMR (176.0 MHz,
DMSO-de, +25 °C) &: 171.9 (amide CO), 153.7 (urea CO), 142.5 (C-3 or C-6), 142.3 (C-3 or
C-6), 131.4 (C-9), 130.5 (C-12), 125.2 (C-11), 124.5 (C-10), 124.1 (C-1), 123.0 (C-8), 117.1

(C-7), 115.5 (C-2), 113.2 (C-5), 111.5 (C-4), 36.4 (-CO-CH2-CH2-CHy), 35.0 (t-butyl-Ca or
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Cp), 34.9 (t-butyl-C, or Cp), 32.4 (t-butyl-CHsa or CHap), 32.2 (t-butyl-CHza or CHap), 28.2 (-
CO-CH2-CH2-CH2-CH»), 28.1 (-CO-CH2-CH2-CH2-CH2), 25.0 (-CO-CH2-CH2-CH>-CH>).
ESI FT-ICR (-): solvent ~ 0.01% DMSO:isopropanol, m/z of [M+Na] calculated for

CsoHssNsNaO3, 819.4932 found 819.4932.

Data for MC008. *H NMR (700.1 MHz, DMSO-ds, +25 °C) &: 10.10 (bs, 2H, carb. NH), 10.05
(bs, 2H, amide NH), 8.87 (bs, 2H, urea NH), 8.10 (d, J = 1.4 Hz, 2H, CH-2), 7.96 (d, J = 1.4
Hz, 2H, CH-5), 7.89 (d, J = 1.4 Hz, 2H, CH-4), 7.70 (d, J = 1.4 Hz, 2H, CH-7), 2.51-2.49 (m,
4H, -CO-CH-CHy), 1.81-1.70 (m, 4H, -CO-CH,-CH,), 1.45-1.11 (m, 8H, -CO-CH,-CH>-
(CH2)2), 1.44 (s, 18H, t-butyl-CHs, or CHap), 1.41 (s, 18H, t-butyl-CHsa or CHap). *C NMR
(176.0 MHz, DMSO-ds, +25 °C) &: 171.5 (amide CO), 153.5 (urea CO), 142.0 (C-3 or C-6),
141.8 (C-3 or C-6), 130.3 (C-9), 130.2 (C-12), 124.9 (C-11), 124.1 (C-10), 123.5 (C-1), 122.8
(C-8), 116.0 (C-7), 115.8 (C-2), 112.4 (C-5), 111.1 (C-4), 35.7 (-CO-CH2-CH>-CHy), 34.6 (t-
butyl-Ca or Cp), 34.4 (t-butyl-Ca or Cp), 31.9 (t-butyl-CHsa or CHap), 31.8 (t-butyl-CHaza or
CHap), 27.9 (-CO-CH>-CH2-CH2-CHy), 27.4 (-CO-CH>-CH>-CH>-CH), 24.3 (-CO-CH,-CH>-
CH>-CHy). ESI FT-ICR (-): solvent ~ 0.01% DMSO:isopropanol, m/z of [M+Na]~ calculated

for Cs1HesNsNaO3s, 833.5088 found 833.5061.

Data for MCO009. *H NMR (700.1 MHz, DMSO-ds, +25 °C) &: 10.11 (bs, 2H, carb. NH), 9.99
(bs, 2H, amide NH), 8.81 (bs, 2H, urea NH), 7.95 (d, J = 1.4 Hz, 2H, CH-5), 7.92 (d, J = 1.4
Hz, 2H, CH-4), 7.88 (d, J = 1.4 Hz, 2H, CH-2), 7.77 (d, J = 1.4 Hz, 2H, CH-7), 2.51-2.49 (m,
4H, -CO-CH,-CHy), 1.72-1.69 (m, 4H, -CO-CH»-CHy), 1.45-1.11 (m, 10H, -CO-CH,-CH,-
(CH2)3), 1.43 (s, 18H, t-butyl-CHs, or CHap), 1.40 (s, 18H, t-butyl-CHza or CHap). *C NMR
(176.0 MHz, DMSO-ds, +25 °C) &: 171.9 (amide CO), 154.4 (urea CO), 142.4 (C-3 or C-6),
142.2 (C-3 or C-6), 131.4 (C-9), 130.6 (C-12), 125.1 (C-11), 124.6 (C-10), 123.8 (C-1), 123.3
(C-8), 117.1 (C-2), 116.4 (C-7), 112.8 (C-5), 112.0 (C-4), 36.6 (-CO-CH-CH-CHy), 35.0 (t-

butyl-Ca or Cp), 34.9 (t-butyl-Ca or Cy), 32.4 (t-butyl-CHsa or CHap), 32.3 (t-butyl-CHaza or

S19



CHasp), 28.5 (-CO-CH2-CH2-CH2-CH2-CHy), 28.3 (-CO-CH2-CH2-CH2-CH2-CH>), 28.0 (-CO-
CH2-CH2-CH2-CH2-CHy), 25.2 (-CO-CH2-CH,-CH2-CH>-CH>). ESI FT-ICR (-): solvent ~
0.01% DMSO:isopropanol, m/z of [M+H] calculated for CsyHsasNeO3, 825.5425 found

825.5426.

Data for MC010. *H NMR (700.1 MHz, DMSO-ds, +25 °C) &: 10.10 (bs, 2H, carb. NH), 10.0
(bs, 2H, amide NH), 8.82 (bs, 2H, urea NH), 7.95 (d, J = 1.4 Hz, 2H, CH-5), 7.92 (d, J = 1.4
Hz, 2H, CH-4), 7.83 (d, J = 1.4 Hz, 2H, CH-2), 7.78 (d, J = 1.4 Hz, 2H, CH-7), 2.45-2.49 (m,
4H, -CO-CH,-CHy), 1.81-1.70 (m, 4H, -CO-CH-CHy), 1.42 (s, 18H, t-butyl-CHz, or CHay),
1.41 (s, 18H, t-butyl-CHas or CHab), 1.42-1.11 (m, 12H, -CO-CH,-CH2-(CH.)3). 3C NMR
(176.0 MHz, DMSO-ds, +25 °C) &: 171.9 (amide CO), 154.5 (urea CO), 142.3 (C-3 or C-6),
142.2 (C-3 or C-6), 131.5 (C-9), 130.5 (C-12), 125.1 (C-11), 124.6 (C-10), 123.7 (C-1), 123.3
(C-8), 117.4 (C-2), 116.2 (C-7), 112.8 (C-5), 112.1 (C-4), 36.4 (-CO-CH2-CH2-CH>), 35.0 (t-
butyl-Ca or Cp), 34.9 (t-butyl-Ca or Cp), 32.4 (t-butyl-CHsa or CHap), 32.3 (t-butyl-CHaza or
CHap), 28.5 (-CO-CH2-CH2-CH2-CH2-CH3), 28.4 (-CO-CH>-CH,-CH,-CH,-CH), 28.3 (-CO-
CH2-CH2-CH2-CH2-CHy), 25.4 (-CO-CH2-CH2-CH2-CH»-CH2). ESI FT-ICR (-): solvent ~
0.01% DMSO:isopropanol, m/z of [M+Na]™ calculated for CssH7oNsNaO3, 861.54071 found

861.54028.

Data for MC011. *H NMR (700.1 MHz, DMSO-ds, +25 °C) &: 10.11 (s, 2H, carb. NH), 9.98
(s, 2H, amide NH), 8.82 (s, 2H, urea NH), 7.95 (s, 2H, CH-5), 7.93 (s, 2H, CH-4), 7.86 (s, 2H,
CH-7), 7.73 (s, 2H, CH-2), 2.46 (t, J = 6.6 Hz, 4H, NHCOCHy), 1.67 (quint, J = 6.6 Hz, 4H,
NHCOCH,CHy), 1.42 (s, 18H, t-Bu CHa), 1.41 (s, 18H, t-Bu CHg), 1.37 — 1.22 (m, 14H,
aliphatic CHy). *C NMR (176.0 MHz, DMSO-ds, +25 °C) 8: 171.35 (amide CO), 154.16 (urea
CO), 141.80 (C3/C6), 141.65 (C3/C6), 131.33 (C-12), 129.90 (C-9), 124.54 (C-10), 124.15 (C-
11), 123.12 (C-1), 122.88 (C-8), 117.21 (C-2), 115.65 (C-7), 112.19 (C-5), 111.78 (C-4), 35.88

(NHCOCHS,), 34.49 (t-Bu CCHs), 34.45 (t-Bu CCHs), 31.88 (t-Bu CCHs), 31.84 (t-Bu CCHs),
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28.2 — 28.1 (4x aliphatic CH,), 24.74 (NHCOCH,CHy). ESI-ICR (+): solvent ~ 0.01%

DMSO:methanol, m/z of [M+H]" calculated for Cs4H73NsO3, 853.56995 found 853.57361.

Data for MC012. *H NMR (700.1 MHz, DMSO-ds, +25 °C) &: 10.11 (s, 2H, carb. NH), 9.98
(s, 2H, amide NH), 8.82 (s, 2H, urea NH), 7.95 (s, 2H, CH-5), 7.92 (s, 2H, CH-4), 7.81 (s, 2H,
CH-7), 7.73 (s, 2H, CH-2), 2.45 (t, J = 7.3 Hz, 4H, NHCOCHy), 1.67 (quint, J = 7.3 Hz, 4H,
NHCOCH;CH,), 1.41 (s, 18H, t-Bu CHs), 1.40 (s, 18H, t-Bu CH3), 1.36 — 1.21 (m, 16H,
aliphatic CH.). 13C NMR (176.0 MHz, DMSO-ds, +25 °C) §: 171.40 (amide CO), 154.06 (urea
CO), 141.80 (C3/C6), 141.64 (C3/C6), 131.19 (C-12), 129.96 (C-9), 124.56 (C-10), 124.11 (C-
11), 123.10 (C-1), 122.81 (C-8), 116.98 (C-2), 115.70 (C-7), 112.27 (C-5), 111.73 (C-4), 36.03
(NHCOCH?>), 34.48 (t-Bu CCHs), 34.44 (t-Bu CCHs3), 31.87 (t-Bu CCHs3), 31.83 (t-Bu CCHs),
28.2 — 28.0 (4x aliphatic CH,), 25.02 (NHCOCH2CH,). ESI-ICR (+): solvent ~ 0.01%

DMSO:methanol, m/z of [M+H]" calculated for CssH7sNsO3, 867.58560 found 867.58949.

Data for MC013. *H NMR (700.1 MHz, DMSO-ds, +25 °C) §: 10.08 (s, 2H, carb. NH), 9.97
(s, 2H, amide NH), 8.82 (s, 2H, urea NH), 7.95 (s, 2H, CH-5), 7.93 (s, 2H, CH-4), 7.82 (s, 2H,
CH-7), 7.68 (s, 2H, CH-2), 2.47 — 2.40 (m, 4H, NHCOCH,), 1.70 — 1.60 (m, 4H,
NHCOCH,CH?), 1.40 (s, 36H, t-Bu CH3), 1.34 — 1.17 (m, 18H, aliphatic CH,). **C NMR
(176.0 MHz, DMSO-ds, +25 °C) &: 171.36 (amide CO), 153.97 (urea CO), 141.79 (C3/C6),
141.63 (C3/C6), 131.26 (C-12), 129.99 (C-9), 124.53 (C-10), 124.12 (C-11), 123.06 (C-1),
122.81 (C-8), 116.96 (C-2), 115.68 (C-7), 112.28 (C-5), 111.76 (C-4), 35.94 (NHCOCH,),
34.48 (t-Bu CCHs), 34.46 (t-Bu CCHs), 31.88 (t-Bu CCHs), 31.84 (t-Bu CCHs), 28.3 — 28.1
(5x aliphatic CH>), 24.81 (NHCOCH2CH?>). ESI-ICR (+): solvent ~ 0.01% DMSO:methanol,

m/z of [M+H]" calculated for CssH77NsOs, 881.60125 found 881.60474.

Data for MCO014. *H NMR (700.1 MHz, DMSO-ds, +25 °C) &: 10.08 (s, 2H, carb. NH), 9.96

(s, 2H, amide NH), 8.83 (s, 2H, urea NH), 7.95 (s, 2H, CH-5), 7.92 (s, 2H, CH-4), 7.79 (s, 2H,
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CH-7), 7.68 (s, 2H, CH-2), 2.47 — 2.40 (m, 4H, NHCOCH,), 1.70 — 1.60 (m, 4H,
NHCOCH,CH,), 1.41 (s, 36H, t-Bu CHs), 1.34 — 1.15 (m, 20H, aliphatic CH,). 1*C NMR
(176.0 MHz, DMSO-ds, +25 °C) 8: 171.35 (amide CO), 153.89 (urea CO), 141.78 (C3/C6),
141.60 (C3/C6), 131.18 (C-12), 130.09 (C-9), 124.53 (C-10), 124.13 (C-11), 123.03 (C-1),
122.75 (C-8), 116.84 (C-2), 115.78 (C-7), 112.26 (C-5), 111.67 (C-4), 36.00 (NHCOCH,),
34.45 (t-Bu CCHs3), 34.41 (t-Bu CCHs3), 31.84 (t-Bu CCHs3), 31.81 (t-Bu CCHs), 28.3 — 28.0
(5x aliphatic CHy), 24.95 (NHCOCH2CHj>). ESI-ICR (+): solvent ~ 0.01% DMSO:methanol,

m/z of [M+H]" calculated for Cs7H79NsO3, 895.61690 found 895.62076.
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T T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm
Ne) o e N HO W A0 N0
r~ i) O M W WS O 0Oy NSO AN AT~ 00T OTNN OO
<t e} W AW SO WO S O A~ O NO0ORNNMWEWOA~Mm
. . L S (T\O:)r"kO\.ﬂf.r‘(\]n—(C)‘J‘\!‘OOOO(\](D@O‘\[\F\
— —H Ao S TN WOWON A PR P P P T T
~ S NN NN N A A A A T O o O o) WO H@d:oooom
— i B B M B M A B M M B L ™ ™ oM oo o ") ) O N O NN

— 153

N\\\//%///

Lol

T T T | T T T T
220 210 200 190 180 170 160 150

T
140

T
130

T
120

T
110

T
100

T T
90

80

ppm

S25



1H-13C HSQC spectrum (700.1 MHz) of compound CZ016

ppm

HN

—105

~130

8.2 8.1 8.0 7.9 7.8

7.

1

7.0

6.9

6.8

ppm

Current Data Parameters
NAME

UR-75A
EXPNO 7
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160420
7.47
INSTRUM spect.
PROBHD 5 mm CPPTCI 1H
PULPROG hsgeedetgpsisp?. 3
D 1536
SOLVENT DMSO
NS 16
DS 32
SWH 7692.308 Hz
FIDRES 5.008013 Hz
AQ 0.0998400 sec
RG 90.5
o 65.000 usec
DE 25.00 usec
TE 298.1 K
CNST2 145.0000000
CNST17 -0.5000000
Do 0.00000300 sec
Dl 1.50000000 sec
D4 0.00172414 sec
D1l 0.03000000 sec
Dlé 0.00020000 sec
D21 0.00360000 sec
D24 0.00089000 sec
INO 0.00001670 sec
CHANNEL f1 = =
700.0838154 MHz
1H
7.10 usee
14.20 usee

SFO2

0 nsec
22.00000000 W

CHANNEL £2 =
176.0519793 MHz

NUC2 13¢
CPDPRG[2 bi_pSmdsp_4sp.2
P3 1

+40 usec

P14 500.00 usec
P24 2000.00 usec
P31 1600.00 usec
P63 1500.00 usec
PLWO 0w
PLW2 19€.00000000 W
PLW1Z 10.06400013 W
SPNAM[3] Crpé0,0.5,20.1
SPOAL3 0.500
SPOFFS3 0 Hz
SPW3 46.51599884 W
SPRAM[7] Crp&0comp. 4
SPOALT 0.
SPOFFST 0 Hz
SEWT 46.51599884 W
SPNAM[14 Crp42,1.5,20.2
SPOALL4 0.500
SPOFFS14 0 Hz
SPW14 2604899979 W
SPNAM[18 Crp60_xfilt.2
SPORL1E 0.500
SPOFFS18 O Hz
SPW18 15.71700001 W
SPNAM[31 Crp42,1.5,20.2
SPOAL3L 0.500
SPOFFS31 0 Hz
SPW31 6.51219988 W

GRADIENT CHANNEL
GPRAM[1] SMSQ10.100
GPRAM([2] SMSQ10.100
GPRAM([3] SMSQ10.100
GPNAM[4] SMSQ10.100
GPZ1 80.00 &
GPZ2 20.10 &
GPZ3 11.00 &
GPZ4 -5.00 %
P16 1000.00 usec
P19 500.00 usec

F1 - Acquisition parameters
™ 160

SFO1 176.052 MHz
FIDRES 187.125748 Hz
= 170.064 ppm
FnMODE Echo-Antieche

F2 - Processing parameters
51

SF 700.0799971 MHz
WDH QSINE

sSB 2

LB 0 Hz

GB 0

PC 1.40

Fl - Processing parameters
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'H-3C HMBC spectrum (700.1 MHz) of compound CZ016

ppm

I | . N
_ 3 Q nHoH
NH
i O
= Dl
3
= ' .
— i
—$ . TN

=100

=110

120

=130

=140

150

E160

E170

10 9 8 7 6

ppm

Current Data Parameters
HAME

EXPNO
PROCNO

UR-T5A
6
1

F2 - Acquisition Parameters

Date_

INSTROM
PROBED
PULPROG
D

SOLWENT

20160420
4.11

spect

S5 mm CPPTCI 1H
hmbcgplpadgf
3072

DMSO
3z

16
7692.308
2.504006
0.1996800
812

298.2
155.0000000
&.0000000
00000300
29999995
00322581
06250000
00020000
00001650

cosore

CHANNEL f1
700.0838154

14.2
22.00000000

CHANNEL f£2 =
176.0518033
13c

12.40
198. 00000000

GRADIENT CHANNEL

Hz
Hz
sec

usec
usec

£

sec
sec
sec
sec

sec

GENRM[1] 5M5010.100
GPNAM([2] 5ME010.100
GPNAM[3] 5MS010.100
GPZE1 50.00 &
GPZ2 30.00 &
GPZ3 40.10 %
P16 1000.00 usec
F1 - Acquisition parameters
vl 25

SFO1 176.0518 MHz
FIDRES 115.569527 Hz
SW 168.052 ppm
FrnMODE oF

F2 - Processing parameters
4096

700.0800054 MHz
SINE

1.40

F1 - Processing parameters

51
MC2
sF
WDW
S8B
LB
GR

512

oF
176.0353398 MHz



HRMS spectrum of compound CZ016
100 —
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289.95150
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400

579.89840
779.88574
497 94612
561.90817
2-
719.95572
|

600 800

Mass/Charge

C65HIBNBO3CI-1[-0.10ppm]
1043.72368

C65 H95 N6 O3 -1[-0.05ppm
1007.7470& ppm]

1089.72871 -
1103.74523 1224.83333

1320.92842 1378.92619

|
1000 1200 1400
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'H NMR spectrum (700.1 MHz) of compound MC001

[0} ™ O )y o L mn M o W @
el (e} — O NeliNe) ™~ OO OO ™
[ss] ™~ oo — o 0w W) = = =

Current Data Parameters N N N * o vt N

NAME UR-T0A pure (o)} o0 00 ~ - O NN —l

EXPNO 1

Froco i | | v v | \l/ |

F2 - Acquisition Parameters N

Date_ 20151001

Time 19.03 HN H NH

TNSTRUM spect

PROBHD 5 mm CEPTCI 1H o) O

PULPROG 2930

Eo) 65536

SOLVENT DMS0 HN H NH

ns 100 N

D8 4

SWH 12626.263 Hz

FIDRES 0.192661 Hz

AQ 2.5952256 sec

RG 90.5

DU 39.600 usec

DE 30.66 usec

TE 298.1 K

D1 1.00000000 sec

™0 1

==—===== CHANNEL fl ========

SFO1 700.0847255 z

nuCL 1H

Fl 7.10 usec

PLWL 22.00000000 W

F2 - Processing parameters

ST 262

SF 700.0800054 MHz

WowW EM

11.0 105 100 95 9.0 8.5 8.0 7.5 0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 ppm

2.00
4.05
4.38

| " L I8 Jt J
7|
c
L~

36.00

15 14 13 12 1 10 9

2.00
4.05
4.38
4.05
36.00
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13C NMR spectrum (700.1 MHz) of compound MC001

N (@) [~ N [e0) o ()]
[en] [aN] o =t = o —- Current Data Parameters DN = NN
(il [§N = [e)] o [aN] =l NAME UR-70B pure 0N O WWTNOWOoON
. . . . . . . gégg:o 2 T M OO WmoOY XN

o™ (s8] = e o™ - ™M e e e e e e e e .
L0 < ™ ™ N — — F2 - Acquisition Parameters OO OOOHOOO N
— — — B — — Date_ 20151002 T N O I S I S e o)

Time 5.23

INSTRUM spect

PROBHD 5 mm CPRTCI 1H

PULPROG 2gpg30 N

o) 131072

SOLVENT DMSO HN H NH

HS 5000

DS 4 O >:O

st 41666.668 Hz H

FIDRES 0.317891 Hz

A 1.5728641 sec HN NH

RG 2050 N

Bl

on 12.000 usec
DE 19.12 usec
TE 298.2
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

CHANNEL f1

SFO1 176.0537397 MHz
HUCL 13

Pl 12.40 usec
PLWL 198.00000000 W

CHANNEL £2

SFO2 700.0828003 MHz
HuC2 1H
CPDPRG[2 waltzle
PCPD2 65.00 usec
PLW2 22.00000000 W
PLW12 0.26249000 W
PLWL3 0.11050000 W

F2 - Processing parameters
SI 131072

SF 176.0352652 MHz
WDW EM

SSE 0

LB 1.00 Hz

GB 0

pc 1.40 L
" L 1 N " I L |

| I I I [
155 150 145 140 135 130 125 120 105 100 95 9 8 80 75 70 65 60 55 50 45 40 35 ppm

—
- —

5 110

< o ~ am oo
=} ™~ ™ T O~ AHH NSO T
~ ™~ <t ooy N MO mMWOUTONOCW0ON

. . . . . . . TN OO0 ™o
o o <t O M ~— o™ . . . . . . . . . .
n <t ™ ISR o eReR=R=kakaRa ko s
— — — — — — SO SIS U e p I p e a e B e s I en}
1 | 1 L L1 J

T T T T | | | | | | 1 T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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!H-13C HSQC spectrum (700.1 MHz) of compound MC001

Current Data Parameters
NAME UR-

~70B pure
EXPNO &
PROCNO 1
F2 - Acquisition Parameters
ppm Date_ 20160628
Time 12.50
INSTRUM spect.
PROBHD 5 mm PABBO BB-
PULPROG hsqcedetgpsisp2.3
TD 2048
SOLVENT DMSO
NS 4
Ds 32
SWH 6578.947 Hz
FIDRES 3.212377 Hz
| aQ 0.1556480 sec
100 RG 2050
D 76.000 usec
N DE 6.50 usec
HN NH TE 298.2 K
H CNST2 145.0000000
CNST17 -0.5000000
O O DO 0.00000300 sec
D1 2.00000000 sec
H D4 0.00172414 sec
HN NH D11 0.03000000 sec
N D16 0.00020000 sec
— 105 D21 0.00360000 sac
D24 0.00089000 sec
ND 0.00002120 sec
CHANNEL f1
SFO1 700. 0839905 Miz
NUC1 1H
P1 16.40 usec
P2 32.80 usec
P28 1000.00 usec
PLW1 26.00000000 W
1 10 CHANNEL f2
SFO2 176.0514512 MHz
Nucz 13¢
CPDPRG (2 garp
. P3 10.00 usec
P14 500.00 usec
P24 2000.00 usec
P31 1600.00 usec
PCPD2 55.00 usac
' PLWO oW
PLW2 60.00000000 W
—1 15 PIW12 1.98350000 W
SPNAM([3] Crp60,0.5,20.1
SPOAL3 0.500
SPOFFS3 0 Hz
W3 5.16730022 W
3 SPNAM(7] Crp60comp. 4
SPOALT 0.500
SPOFFST 0 Hz
SPW7 9.16730022 W
SPNAM[18 Crp60_xfilt.z
SPOALLE 0.500
— 120 SPOFFS18 0 Hz
SPW18 3.09759998 W
GRADIENT CHANNEL
GPNAM[1] SMSQ10.100
GPNAM[2] SMSQ10.100
GPNAM([3] §MSQ10.100
GPNAM[4] SMSQ10.100
GPZ1 80.00 %
- GPz2 20.10 %
GPz3 11.00 %
| - 125 GPZ4 -5.00 %
P16 1000.00 usec
P19 600.00 usec
F1 - Acquisition parameters
—_— ™ 256
SFOL 176.0515 Mz
FIDRES 92.128540 Hz
4 SW 133.966 ppm
FnMODE  Echo-Antiecho
F2 - Processing parameters
— 130 ST 1024
SF 700. 0800000 MHz
WDW QSINE
sSB 2
LB 0 Hz
GB 0
pC 1.40
F1 - Processing parameters
sI 1024
— MC2 echo-antiecha
- 135 SF 176.0352560 MHz
WDH OSINE
2

SSB
LB 0 Hz

| | | T T T T T T T T T | | | | T T T T
82 81 80 79 78 77 76 75 74 73 72 714 70 69 68 67 66 65 64 6.3 ppm =
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'H-13C HMBC spectrum (700.1 MHz) of compound MC001

Current Data Parameters

NAME UR-70B pure
EXPNO 9
PROCNO 1
ppm F2 - Acquisition Parameters
Date_ 20160628
Time 13.29
INSTRUM spect
- 105 PROBHD 5 mm PABBEO BB-
PULPROG hmbeetgpl3nd
D 4096
SOLVENT DMSO
NS 4
Ds 16
SWH 7352.941 Hz
: N NH FIDRES 1.795152 Hz
aAQ 0.2785280 sec
1 HN H — 1 10 RG 2050
>: oW 68.000 usec
3 o:< o DE 6.50 usec
H TE 298.1 K
HN NH CNST6 120.0000000
ﬁ N CNST7 170.0000000
CNST13 8.0000000
CNST30 0.5981181
— 1 15 DO 0.00000300 sec
D1 2.03276801 sec
D6 0.06250000 sec
D16 0.00020000 sec
— i o 0.00002120 sec
== CHANNEL fl ==
SFO1 700.0837080 MHz
- 120 nucl 1H
Pl 16.40 usec
P2z 32.80 usec
PLW1 26.00000000 W
CHANNEL f2 ==
176.0514512 MHz
- ' ] 13C
10.00 usec
4 —125 2000.00 usec
PLW2 60.00000000 W
SPNAM[7] Crpé0comp. 4
_— E. ] SPOAL7 0.500
SPOFFS7 0 Hz
3 SPW7 9.16730022 W
~ GRADIENT CHANNEL
- 130 GPNAM([1] SMSQ10.100
GPNAM[3] SMSQ10.100
GPNAM (4] SMSQ10.100
GPNAM[5] SMS5Q10.100
GPNAM[6] SMSQ10.100
PZ1 80.00 &
GPZ3 14.00 %
GPZ4 -8.00 %
— [} [} @ GPZ5 -4.00 %
— 135 GPZ6 -2.00 %
P16 1000.00 usec
F1 - Acquisition parameters
™ 256
SFO1 176.0515 MHz
FIDRES 92.128540 Hz
SW 133.966 ppm
— 140 FnMODE Echo-Antiecho
F2 - Processing parameters
s1 2048
. SE 700.0800557 MHz
WDW SINE
SSB 4
LB 0 Hz
-145 = ’
PC 1.40
F1 - Processing parameters
SI
MC2 echo-antiecho
SE 176.0352560 MHz
WDW QSINE
T T T T T T T sse o He z

9.5 9.0 8.5 8.0 75 7.0 6.5 ppm = °
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HRMS spectrum of compound MCO001
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'H NMR spectrum (700.1 MHz) of compound MC002

™~ o <+ N mn ™ o o™ — Vo]
el — — O w = (&N e e (28]
o] ™~ o O — o ™ ) uy <¢ =
Current Data Parameters ’ : N o ' v .
NAME Macrocyclic carbazc ()] (2] @ 0o -« O )k O o [SVIEaN QN —
EXPNO 2 N~ ON
PROCNG 1
‘ | \/ \/ Q Ne T O | V
F2 - Acquisition Parameters
Date_ 20141029
Time 17.06 NH HN
INSTRUM spect
PROBHD 5 mm CPPTCI 1H O:< /L—O
PULPROG 230
i) 65536 NH HN

SOLVENT DMSO

NS 100

o 4 O nH H H H O
SWH 12626.263 Hz No _N

FIDRES 0.192661 Hz \’(

AQ 2.5952256 sec

RG 90.5 O (o) O

DW

39.600 usec

DE 25.00 usec
TE 293.1 K
Dl 1.00000000 sec
DO 1
======== CHANNEL fl ========
SFOL 700.0847255 MHZ
NUC1 18

Pl 7.10 usec
PLWL 22.00000000 W

F2 - Processing parameters
SI 2621

SF 700.0800054 MHz
WO EM

cen a

1.0 105 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 ppm

4.07
8.13
8.00
8.08
73.01

15 14 13 12 11 10 9 8 7 6 5 4 3 2 1 0 -1 ppm

4.07
8.13
8.00
8.08
73.01
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13C NMR spectrum (700.1 MHz) of compound MC002

Current Data Parameters

Macrocyclic carbaz
3

EXPNO
PROCNO 1

F2 - Acquisition Parameters
Date_ 20141029
Time 23.27
TNSTRUM spect.
PROBED 5 mm CPPICI 1H
PULEROG zgpg30

D £5536
SOLVENT DMSO

us 8000

Ds 4

SWH 41666.668 Hz
FIDRES 0.635783 Hz
AQ 0.7864320 sec
RG 2050

DW 12.000 use
DE 18.00 use
TE 293.2 K
Dl 2.00000000 sec
D11 0.03000000 sec
DO 1

=== CHANNEL f1l ==

—
—
o
o™
L
—

o
™

[e0]
™~
=t
—

—134.043

o
LN
LN

o
™N
—
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v ™

oy o
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— O OO
L <t AN o
Y OY OY Oy st A
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~y
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!H-13C HSQC spectrum (700.1 MHz) of compound MC002
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T - F —
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ez
crpERs (2
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2
PoPDE
PLz
PiwLz (06400013 W
m—mmee GRADIENT CHAMNEL ==mm=
GrnaN[1] 5g10.100

rax 2] Sxspla 100

pzL an.vo %
Grzz 20,19
Pl 1000.00 uses

FL - hequisition parameters
™ €1

sroL 176,015 Ma
FIORES 168.514160 B2
3 968 pom

133
FrMops Gcha-anmischa

F2 - Frocessing parameters
s 4055

FL - Frocessing parameters
s 12
nez seho-antische

a1 6.0353304 sz
Wow GSTNE

ssE 2

B 0¥z

ax o

S36



'H-13C HMBC spectrum (700.1 MHz) of compound MC002

Current Data Paramsters
ME  Mace

¥2 - Acquisition Parsmeters
2

30

-
-
AAARAL] bl

nHHOOH e

016 0.00020000 sec
Ho 0100002120 asc

conmiEL £1
700. 0833305
1

"
710 naec

14.20 usac
22.00000000 ®

NH HN
H 60 L
o
e

13c
12.40 us
einz 125.00000000 &

ZT
4

130

140

Seiawi]
Srni2]
Sriwis]
i
ez
e
e 1000.00 uses
F1 - Aoquisition parawters
- ™ 160
srot 176,015 poez
Floges 107, 009855 B
o 133.988 pem
Frwons o
¥2 - 2roczasing pazamesers
i 5
F 700. 0900053 saiz
it Eth
o
i 0 us
= o
v a0
r
a1
ez o
5 1716, 0353359 sz
wvs ne
S
i [
& o
—_— [] ] E
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HRMS spectrum of compound MC002

i,
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552.28948
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682.43536

2+
670.92198

693.38852

700

800

916.57653

888.54466

900

1000
Mass/Charge

1100
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C84H101N1204+1[0.67ppm]
1341.80722

C84 H100 N12 O4 Na +1[0.27ppm]

1300.81562

1300
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'H NMR spectrum (700.1 MHz) of compound MC003

Current Data Parameters Q0 )] Oy 00
NAME UR-T8A repurification < [V
EXPNO 1 —
PROCNO 1 .

F2 - Requisition Parameters

Date_ 20160201
Time 13.58
INSTRUM spect
PROBED 5 mm CPPTCI 1H NH H

V

—10.236
—9.963

—8.952
7.991
7.970
7.911
7

Iz
o
Iz

—3.328

—2.49

—2.125
1.4
1.3

PULPROG zg30
D 65536 (0] O
SOLVENT DMSO
Ns 32
os 4 N
SWH 12626.263 Hz
FIDRES 0.192661 Hz N 3 H
AQ 2.5952256 sec
RG 90.5 H
oW 39.600 usec
DE 30.66 usec
TE 29B.2 K
D1 1.00000000 sec
TDO 1

- CHANNEL £l sesmmma=

T00.0847255 MHz

1H
sec

7.10 u
22.00000000 W
F2 - Processing parameters

51 262144
SF 700.0800054 MHz

WDW no
SSB 0
LE 0 Hz
P s
J_J ~ A \“\M
I

13 12 1 10

w0 -
@
~
[=}]
o
IS
w

1 ppm

2.00
2.06
2.06
4.05
2.15/
211
4.03
2.27
16.67
19.23

T
15 14 13 12 11 10 9 8 7 6 5 4 3 2 1 0 -1 ppm

ol © o[ - ) [~] [s|o
=1 =} ol - o la| |elN
ol o | oi <| || |G|

|
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13C NMR spectrum (700.1 MHz) of compound MC003

Current Data Parameters

0 r~ o o DO AL M O e
o o 0 O oM o o NAME UR-78A repurified T O 0S WA )
o ~ o OHd Ao ~Oo O EXPNO 2 AWM OO o o
. . . . . e e e a4 e e . PROCNO L N HO WL NS NN <t
o~ < o NH WS N S~ ™ .
~ [ =r =p MM NN = H A F2 - Acquisition Parameters OO0 WS TN —
— — — — L B B B B T Date_ 20160202 T OOOMOM OO M [N
Time 10.15
INSTRUM spect
PROBHD 5 mm CPPTCI 1H
PULPROG zgpg30
10 131072
SOLVENT DMSO
ns 8000 |
DS 4
o SWH 41666.668 Hz
FIDRES 0.317891 Hz
AQ 1.5728641 sec
RG 2050
N N oW 12.000 usec
DE 19.12 usec
H H TE 298.1 K
D1 2.00000000 sec
D11 0.03000000 sec
NH H 00 1
0 e} == CHANNEL f1 ========
SFOL 176.0537397 MHz
nucl 13¢
Pl 12.40 usec
N 3 N BLWL 198.00000000 W
CHANNEL £2
H H SFO2 700.0828003 MHz
nucz 1E
CEDPRG [2 waltzlé
PCPD2 65.00 usec
PLWZ 22.00000000 W
PLW12 0.26249000 W
PLW13 0.11090000 W
F2 - Processing parameters
SI 131
SF 176.0352652 MHz
WOW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
" TN | . l _J .JL n .L. T
e ” ¥
M L B L B B B L L L L L L B B B L B L L L L L L B S B
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 ppm
) o @ WO HWN =M
[ O T oMo~ T oI el i u el w T I o AR I T 0
[=} [=]es] HAA A~ O A=W OO0 W~ O
. .. N O WL NSNS
o~ o~ —H s N
~ s NN NN A A OO S NN
— — B I R e FFELFOMO OO OO N

—154.707

[e5}
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[=}
™
[se}
—

-
o
~
~
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Ll
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-
~

I I
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I
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'H-13C HSQC spectrum (700.1 MHz) of compound MC003

Current Data Parameters

NAME UR-T78A
EXPNO 4
PROCNO 1

ppm F2 - Acquisition Parameters
— Date_ 20160602
Time 15.10
INSTRUM spect
5 PROBHD 5 mm PABBO BB-

0]
)J\ PULPROG hsqcedetgp
TD 1024
N N | SOLVENT DMSO
H H 108 NS 2

Ds 16
SWH 7246.377 Hz
NH H i FIDRES 7.076540 Hz
O O AQ 0.0706560 sec
RG 2050
- 110 DW 69.000 usec
DE 6.50 usec
N 3 N TE 298.2 K
L CNST2 145.0000000
H H Do 0.00000300 sec
D1 1.50389099 sec
D4 0.00172414 sec
3 -112 D11 0.03000000 sec
} D13 0.00000400 sec
3 Dlé 0.00020000 sec
—% @ B D21 0.00345000 sec
INO 0.00001830 sec
ZGOPTNS
114 ======== CHANNEL fl ========
SFO1 700.0840045 MHz
| nNucl 1H
Pl 16.40 usec
pz 32.80 usec
p28 1000.00 usec
B 116 PLW1 26.00000000 W
l ======== CHANNEL {2 =s=ss=s====
B SFO2 176.0541798 MHz
NUC2 13c
CPDPRG[2 garp
- 118 P3 10.00 usec
P4 20.00 usec
PCPD2 55.00 usec
| PLW2 60.00000000 W
PLW12 1.98350000 W
1 ====== GRADIENT CHANNEL =====
—120 GENAM[1] 3M8Q10.100
GPNAM[2] SMSQ10,100
GPZ1 80.00 %
I GPZ2 20.10 %
Ple 1000.00 usec
- 122 Fl1 - Acquisition parameters
TD
SFO1 176.0542 MHz
| FIDRES 106.728142 Hz
sSW 155.193 ppm
FnMODE Echo-Ant iecho
— 124 F2 - Processing parameters
sI 1024
SF 700.0800000 MHz
I WDW QSINE
SSB 2
LB 0 Hz

126 = ’ 140

Fl - Processing parameters

sI

MC2 echo-antiecho

SF 176.0352560 MHz
- 128 WDW QSINE

SSB 2

LB 0 Hz

T T | | | T T T | T | T T T | | | T T T |
85 84 83 82 81 80 79 78 77 76 75 74 73 72 71 70 69 68 67 66 65 ppm 0
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'H-13C HMBC spectrum (700.1 MHz) of compound MC003

Current Data Parameters
NAME UR-T78L

[ I J o S

F2 - Acquisition Parameters

11 10 9 8 7 6 5 4 3 2 1 Time” e
|

ppm INSTRUM spect
| I | I | I | I | I | I | I | P I PROBHD 5 mm PABBO BB-
PULPROG hmbegpndgf
TD 4096
SOLVENT DMSO
— - NS 8
4 20 20 8
. SWH 7692.308 Hz
£ FIDRES 1.878005 Hz
1 ofbia aQ 0.2662400 sec
" \ RG 2050
DW 65.000 usec
40 . ... % | 40 DE 6.50 usec
. TE 298.1 K
CNST13 8.0000000
Do 0.00000300 sec
D1 1.52621400 sec
7] D6 0.06250000 sec
D16 0.00020000 sec
0.00001670 sec

O
NO
60 O N)J\N O 60
sFO1 700.08368895 MHZ
i H H NUC1 1H

Pl 16.40 usec
P2 32.80 usec
NH H PLW1 26.00000000 W
80 ] 0] 80 ======== CHANNEL f2 ========
)Wj\ SF02 176.0519793 MHz
NUC2 13¢
T N 3 N B3 10.00 usec
H H PLW2 60.00000000 W
100 100 ====== GRADIENT CHANNEL =====
GPNAM[1] SMsQ10.100
GPNAM[2] SMSQ10.100
GPNAM[ 3] SM3010.100
Gez1 50.00 %
— 5 W ] GPZ2 30.00 %
GPZ3 40.10 %
= 120 ' LI L 120 P16 1000.00 usec
— 1 . ' Fl - Acgquisition parameters
™
sro1 176.052 MHz
— ' [} " ’ FIDRES 233.907181 Hz
sW 170.064 ppm
FrMODE oF

F2 - Processing parameters
SI 1024

—| 140+ ‘ -140

SF 700.0800000 MHZ
WDW SINE
S55B o]
] LB 0 Hz
160 - -160 &
PC 1.40
F1l - Processing parameters
sI 1024
—3 ' ' MC2 OF
SF 176.0352560 MHz
WDW SINE
180 e e [ e e e e P e e 180 ¢ o

11 10 9 8 7 6 5 4 3 2 1 ppm = °
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HRMS spectrum of compound MCO003

682.43378
100 — o
Ao
H H
NH 4
O O O
g NMN
80 H H
552.28884
60 —
40
20 — 401.20765 C46 H57 N6 O3 +11-0.55ppm]
741.4482
574.34291
C46H56NB03Na+1[-0.21ppm]
763.43045 916.57604
24228431
290.18214 550 34207
363.71878 773.47353 923.50732
0 | L S . , = . S . R I . ==
200 300 400 500 600 700 800 900 1000
Mass/Charge
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'H NMR spectrum (700.1 MHz) of compound MC004

—10.173
— 9.350
——8.899

—8.010
—7.900

Current Dat

ata Paramsters
HME 2016-012
EXENO 1
PROCNO

F2 - Acquisition Parameters
Date_ 20160122

15.44
spect
D 5 nm CPPTCI 13
oc 2930
65536

DMs0
2z

2
e 14097.744 Hz
0.215115 Hz

7.10 use
22.00000000 W

P2 - Processing parameters

SF 700.0800000 Mz
WoR K
ss58 ]

1B 0.30 Kz
B [

2 1.00

T—17.835

—7.396
L334
8

_—1.445
T——1.415

11.0

214~ @
2.6 = ©
2.07,—

[

2.05

I
-3 ppm
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13C NMR spectrum (700.1 MHz) of compound MC004

Current Data Parameters

[Tp} — ~ o [40) N WO InNmMmMmo 2016-01A
o pte [Ty W~ AN OO LW EXPNO 2 DO O ANNM OO oW
<r — — O N ooOoMs OO M PROCNO 1 SN O WO SO
. . .o .o M~ CW TN AW S oY@
— %) o~ HO W MN S0 M A B g cquisition Paxametors B
~ [Te] < =t MM NNNN Ao A A Time DAY YOy OY OV OV O PSP
— — — A A~ INSTRUM spact YT MMM MM
PROBHD 5 mm CPPTCI 1H
PULPROG zgpg30
D 131072
SOLVENT DMsQ
NS 9000
Ds 4
SWH 41666.668 Hz
FIDRES 0.317891 Hz
O a0 1.5728641 sec
RG 2050
oW 12.000 usec
DE 19.12 usec
IE 298.1 K
N N D1 2.00000000 sec
D11 0.03000000 sec
H H TDO 1
CHANNEL f1 ===
176.0537397
13C
NH H 12.40 usec
O O 198.00000000 W
CHANNEL f2 ==s==s===
700.0828003 MHz
1H
CPDPRG (2 waltzlé
N 4 N PCEDZ §5.00 usec
PLW2 22.00000000 W
H H PLW1Z 0.26245000 W
PLW13 0.11090000 W
F2 - Processing parameters
81 131072
SF 176.0353388 MHz
WoW EM
SSE o
L8 1.00 Hz
GB o
||’ ’ | l ' ) B
| i
I ! I I I I I I | I I I | I I
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 ppm
['s} — ~o MO N O MmMO
(ae] e} W) W =M N WON O W OO ANNM T O WOnN
<t — HO MO OMT OO NM ~ NN OO0W O WO
. . e s e e e e s s a4 M- OWsOl MW < o)
— o) N O MON> WM A [ T S S S S S T S
~ [Te} S MO ANN NN A A A A 2 le 2 e e e I a W o) WTORES IS AP I )
— — B B B B B B B B R | NN MNMMMMMA
| | ] [ . I l
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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'H-13C HSQC spectrum (700.1 MHz) of compound MC004

Current Data Parameters

2016-01A
EXPNO 5
PROCNO 1
F2 - Acquisition Parameters
ppm Date_ 20160719
Time 13.03
INSTRUM spect
1 PROBHD 5 mm PABEO BB-
PULPROG hsgedietgpsisp.2
3 O TD 204
2 SOLVENT DMSO
E: /U\ NS 4
DS 32
r SWH 6893.382 Hz
3 — 108 FIDRES 3.365509 Hz
N N agQ 0.1485483 sec
REG 2050
£ H H DH 72.533 usec
DE 6.50 usec
TE 298.3 K
i CRST2 145, 0000000
3 N H H CNST17 -0.5000000
3 DO 0.00000300 sec
3 D1 2.00000000 sec
3 O O — 1 10 D4 0.00172414 sec
& D9 0.06000000 sec
D1l 0.03000000 sec
D16 0.00020000 sec
D24 0.00089000 sec
N 4 N O 0.00001800 sec
L1 20
H H CHANNEL £1
= SFOL 700.0841235 Miz
1 12 NUC1 10
P1 16.40 usec
P2 32.80 usec
P6 26.00 usec
P28 1000. 00 usec
PLW1 26.00000000 W
PLW10 10.34500027 W
CHANNEL £2
—-114 sFo2 176.0524705 Mz
NUC2 13c
CPDPRG[2 bi_pSmisp_dsp.2
P3 10.00 usec
P14 500.00 usec
P24 2000.00 usec
P63 1500. 00 usec
PLWO oW
PLWZ 60.00000000 W
PLW12 1.98350000 W
— 1 16 SPNAM[3] Crp60,0.5,20.1
SPOAL3 0.500
SPOFFS3 0 Hz
SPW3 9.16730022 W
SPNAM(7] crp60comp. 4
SPOALT 5
Y SPOFFST 0 Hz
SPWT 9.16730022 W
2 SPNAM[14 Crp42,1.5,20.2
E SPOAL14 0.500
= SPOFFS14 0 Hz
1 118 SPW14 5.13369985 W
SPNAM[31 Crp42,1.5,20.2
SPOAL31 0.500
SPOFFS31 0 Hz
SPW31 1.28340006 W
GRADIENT CHANNEL =
E GPNAM[1] §MSQ10.100
3 GPNAM[2] SMSQ10.100
—120 GPz1 20.00 %
6Pz2 20.10 %
E. P16 1000.00 usec
4 F1 - Acquisition parameters
TD
3 SFO1 176.0525 Miz
i FIDRES 108.506943 Hz
E 157.781 ppm
3 FnMODE  Echo-Antiecho
—122
3 F2 - Processing parameters
SI 2048
SF 700.0800000 Mz
WO QSINE
SSB 2
3 LB 0 Hz
3 GB 0
3 PC 1.40
2
— 124 Fl - Processing parameters
S1 512
¥ Mc2 echo-antiecho
3 SF 176.0353350 Mz
wWow OSINE
I I I ! I ! I I I SSB 2

LB 0 Hz

8.1 8.0 7.9 7.8 7.7 7.6 7.5 7.4 7.3 ppm = ¢
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'H-3C HMBC spectrum (700.1 MHz) of compound MCO004

L

ppm

- 100

- 105

-110

—-115

-120

-125

- 130

- 135

—- 140

- 145

- 150

- 155

- 160

- 165

—-170

I !
10.5 10.0 9.5 9.0

8.5

8.0

7.5

7.0

6.5

ppm

Current Data Parameters

NAME
EXPNO
PROCNO

2016-01A
9
1

F2 - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE
CNST2
CNST13
Do

D1

====== GRADIENT CHANNEL

GPNAM[1]
GPNAM[Z]
GPNAM[3]
GPZ1
GPZ2
GPZ3
Pl6

20160721

spect
5 mm PABEO BB-
hmbegplpndgf
2048
DMSO
16
16
7692.308 Hz
3.756010 Hz
0.1331200 sec
287
65.000 usec
6.50 usec
98.2 K
145.0000000
7.0000000
.00000300 sec
.50000000 sec
.00344828 sec
.07142857 sec
.00020000 sec
.00001780 sec

coocoro

CHANNEL f1 ==s======
700.0838854 MHz
1H
16.40 usec
32.80 usec
26.00000000 W

CHANNEL f2 ========
176.0525075 MHz
13cC
10.00 usec
60.00000000 W

SMSQ10.100
SMSQ10.100
SMSQ10.100
50.00 %
30.00 %
40.10 %
1000.00 usec

Fl1 - Acquisition parameters

TD
SFO1
FIDRES
SW
FnMODE

160
176.0525 MHz
175.561798 Hz
159.554 ppm
QF

F2 - Processing parameters

s1
SF
WDW
SSB
LB
GB
BC

700.0800045 MHz
SINE

0 Hz
0
1.40

Fl - Processing parameters

SI
MC2
SF
WDW
SSB
LB
GB

QF
176.0353388 MHz
SINE
0
0 Hz

0
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HRMS spectrum of compound MCO004
100 —

80

60

40

401.20787

20 —

242.28420
311.45194 354 71802

200 300 400

471.79723

500

552.28949

574.34306

589.34528

600
Mass/Charge

682.43506

NH H
‘ O O

N)Ltv]%lj\N
H H

C47H59N603+1[-0.03ppm]

755.46429
C47H58N603Na+1[0.68ppm]
77744679
C47 H58 N6 03 K +1]0.72ppm
B ppm] 916.57610
| | |
700 800 900

1000
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'H NMR spectrum (700.1 MHz) of compound MC005

~ — w (oAl o)) oy
o ™~ N ~ =0 (=}
. - @0 o O o wy
) . N
- o © r~ -
Current Data Parameters
NAME 2016013 methanol weah
Exeno 1
BROSIO 1
F2 - Aequisiticn Parameters
O Date 20160118
Time 15.47
INSTRUM spect
FROBHD 5 mm CPETCI 1B
FULFROG zg30
N N ™ siae
soLvexr suso
H H NS 3z
08 1
SWH 12626.263 Hz
FIDRES 0.192661 Hz

NH H 2 28552052 aee

oW 39.600 usee
O O oE 30,66 usec
TE 288.1 K
D1 1.00000000 sec
0o 1
N 5N —————— CHMNNEL £1 —

700.0847255 MEz
1B

2.557
2.548
2.538

.500

2

—3.327

Pl 22.00000000 W

F2 - Processing par:
51 26:
sp 00.0800054 1
w0
558 0
m 0.10 K
B 0
e 100

T T | T T T T T T T T

10.5 10.0 9.5 9.0 8.5

o
N
[3,]
~
o

6.5 6.0 5.5

0
.40
.38
.90

3.88
2
7

4.
8

|
ppm

8.
) Y A | |
T T T T T T T T T T

1.63
2.00

2.03

2.18\
217 =
1.86/
1.91

3.88° ™ ]

2.40°C
17.38°=
18.90/

S49



13C NMR spectrum (700.1 MHz) of compound MC005

— — N O O oM O N
~ Ly @~ O 0 = N W o= =T WO DO NN 0T O W
o o oM LN 0 Mmoo — O M AT NO 00O WO WON A
N o . N + . * N—HOOEWWOoWmoMN Mo
™~ (] o™ — O n <™ m M~ e current Data Parameters i a e e e aaaaaeaaa
[ L = = ™M o NN NN = §:;§éntuzs‘i;§igm;;§g:ml‘ OO0 LW T NN O
— I o — — o EXPNO 3 LT M) NN
PROCNO 1
F2 - Aequisition Parameters
Date_ 20160120
Time 0.50
INSTRUM
PROBHD & mm CPPTCI 1H
(@) PULPROG zgpg30
TD 131072
//Jl\\ SOLVENT DMSO
Ns 8000
N N DS 4
SWH 41666.668 Hz
H H FIDRES 0.317891 Hz
AQ 1.5728641 sec
RG 2050

NH H oW 12.000 use

oE 15,12 use
(] O TE 208.1 K
D1 2.00000000 sec
D11 0.03000000 sec
5 Pq TDO 1

m===s=== CHANNEL fl ==m==m==

SFO1 176.0537397 MHz
NUC1 13C

Pl 12.40 use
FLW1 198.00000000 W
======== CHANNEL f2 =======
SFO2 700.0828003 MHz
NUC2 1H
CPDPRG [2 waltzl6

T T T T T T T T T T T T T T T
170 165 160 155 150 145 140 135 130 125 120 115 110 105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 ppm

[os] — — o~ O HWVWWMWL N

™~ [f] QO W W T NN O A T 0 @ DO ANNT 0T WO

o o M W oM oS WO M~ D~ NO WO 0006 A
. L S O L A NHO @MW OomMNM®

o ™ oo HOW S MM =W e e e e e e e e e e e

[ [fo] - = MO NN NN A CoOOoO MO N T NN ® S

— — — I En Rl e I I s OO MM NN

T T T T T T T T T T T T T T T T T T T T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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'H-13C HSQC spectrum (700.1 MHz) of compound MC005

ppm

- 100
110
i F 120

=130

] E 140
E 150
—

160

E170

10 9 8 7 6 5 4 3 2 1 0 ppm

Current Data Parameters

NAME 2016-01B repeat
EXPNO 18
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160421
e 2.20
TNSTRUM spect
PROBHD 5 mm CPPTCI 1H
PULPROG hsqeedetgpsisp2. 3
1536
SOLVENT DMSO
NS 18
DS 32
SHH 7692.308 Hz
FIDRES 5.008013 Hz
a0 0.0998400 sec
RG 287
DH 65.000 usec
DE 25.00 usec
TE 298.1 K
CHST2 140. 0000000
CHSTL7 -0. 5000000
0 0.00000300 sec
o1 1.50000000 sec
D4 0.00178571 sec
D11 0.03000000 sec
D16 0.00020000 sec
p21 0.00360000 sec
D24 0.00089000 sec
INO 0.00001780 sec

= CHANNEL f1
700.0837804

0 usec
22.00000000 W

= CHANNEL f2

5FO2 176.0528595

NUC2 13c
CPDPRG[2 bi_pSmdsp_dsp.2

P3 12.40 usec
P14 500.00 usec
P24 2000.00 usec
P31 1600.00 usec
P63 1500.00 usec
PLWO ow

PLWZ 198.00000000 W
PLU12 10.06400013 W
SPRAM[2] Crpé0,0.5,20.1
SPOAL3 0.500
SPOFFS3 0 Hz

SPW3 46.51599884 W
SPRAM([T] Crpélcomp. 4
SPOALT 0.500

SPOFFST 0 Hz
W 46.51599880 W
SPNAM[14 Crpd2,1.5,20.2

SPOALL4 0.500
SPOFFS14 0 Hz

SPW14 26.04899979 W
SPHAM([18 Crpé0 xfilt.2
SPORL1E 0.500
SPOFFS18 0 Hz

SPW18 15.71700001 W
SPNAM[31 Crpd2,1.5,20.2
SPOAL3L 0.500
SPOFFS31 0 Hz

SPU31 6.51219988 W

= = GRADIENT CHANNEL

GENAM[1] SMS010.100
GENAM (2] SMS010.100
GPNAM[3] SMS010.100
GPNAM[4] SMSQ10.100

GPZ1 80.00 %
GP22 20.10 %
GPZ3 11.00 %
GPZ4 -5.00 %
P16 1000.00 usec
P19 500.00 usec

Fl - Acquisition parameters
D a6

SFO1 176.0529 MHz
FIDRES 292.602997 Hz
s 159.554 ppm
FnMODE Echo-Antiecho

F2 - Processing parameters
S1 4096

SF T00.0799981 MHZ
Won QSINE
SSE 2

LB 0 Hz

GB o

PC 1.40

F1 - Processing parameters
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'H-3C HMBC spectrum (700.1 MHz) of compound MCO005

Current Data Parameters

NAME 2016-01B repeat
EXPNO 17
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160420
Time 19.08

INSTRUM spect
PRORBHD S5 mm CPPTCI 1H
PULPROG  hmbcgplpndgf

3072

SOLVENT DMSO
NS 64
S 16
L St 7692.308 Hz
FIDRES 2.504006 Hz
L pPpm AQ 0.1996800 sec
o RG 812
or 65.000 usec
oE 25.00 usec
— . . TE 298.2 K
cnsT2 145.0000000
— ’ ] CNST13 5.0000000

. 00000300 sec
429999995 sec
.00344828 sec

.
:
.
.
I
8
.
EEEE
cepors

F |06250000 sec
» D16 100020000 sec
— e = 40 no 100001770 sec

= CHANNEL f1 = =
SFO1 700.0837804 MHz
1H

(0] NUCL
- 50 Pl 7.10 usec
)J\ P2 14.20 usec
PLW1 22.00000000 W

= CHANNEL £2 ===
= 60 sFO2 176.0526835
NUC2 13c
P3 12.40 usec
NH H PLH2 198. 00000000 W

= GRADIENT CHANNEL

GPNAM[1] 5M5Q10.100
GPNAM[2] 5M5Q10.100
GPNAM[3] 5M5Q10.100
5 N GPzZl 50.00

%

N - 80 cPz2 30.00 &

H GPZ3 40.10 &
P16 1000.00 usec

F1 - Acquisitien parameters

— 90 ™
SFOL 176.0527 MHz
FIDRES 110.346046 Hz
st 160.455 ppm

FnMODE OF

- 100

F2 - Processing parameters
4096

5T
SF 700.0800053 MHz
WDW SINE
. F110 & 0,
f— :
* GB 0
— . .0 PC 1.40
120 F1l - Processing parameters
51 512
— N ucz oF
— . SF 176.0352560 MHz
WDW SINE
— S55B [
— . o® . 130 1B 0 Hz
GB 0

- 140

l

- 150

160

=170

10 9 8 7 6 5 4 3 2 1 0 ppm
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HRMS spectrum of compound MC005
100 682.43526 o

80
552.29507
60 —
40 —
C48H61N60O3+1[0.30ppm]
769.48020
20 —
C48 H60 NG%% _L\‘Igﬁ%[-o.%ppm]
916.57473
401.21870 575.34756 o+
796.94903 924.62505
o \ | \ |
200 300 400 500 600 700 800 900 1000
Mass/Charge
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'H NMR spectrum (700.1 MHz) of compound MC006

-
(=] o W o=
— w0 o
. o o
o ..
— ~

6
—8.960
8.338
8.336

5!

Current Data Parameters

HAME 2016-02h —{CHZ) 6 celumn pusific
EXENO 1

PROCNO

P2 - Aequisition Daram
Date 201

o CHMNNEL £1 —=m-—e
SToL 700.0847255 Miiz
[ 18

P1 .10 uses
Piml 22.00000000 W
w2 - B sing

s1 262144

o 706.0800054 Milz
WOH M
S58 0

1E 0.10 Hz
CE 0

B 1.00

.850
.848
.373
.37
2.503
2.500
2.498

7
7
P

I

—1.909
— 1.446

_—1.548
T~1.407

T
11.0 105 10.0 9.5 9.0 8.5 8.0

1.87

4.61 = ¢

3.99

3.09—= ™M ]
18.97/

I
ppm
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13C NMR spectrum (700.1 MHz) of compound MC006

Current Data Parameters

[} (o)} oM NM~0WOoOOoOO = OM-~-M NAME 2016-02A - (CH2)6 column purified
™~ 1] @ - nH-ow=sr st < OO EXPNC 2 OO OO A ANANITANWLW =T O LW
~ ~ ~N o CONOOS N WA PROCNO 1 M NOOWAOONL OM
N : . . N N N . N N : N N F2 - Acquisition Parameters YL ITANAASOTMON0
— o~ [ laN| OO ~NOO Ffia 2010128 .
r~ L < = NN NN NN A Time 4.10 o) Me) W W) WepWe) Mo WX TN IR LIS LIS L e
— — — L B B e B B B B R INSTRUM spect MMM

PROBHD S mm CPPTCI 1H
| | % ARNZE RN =\l

TD 131072

SOLVENT DMSO

NS 8000

DS 4

SWH 41666.668 Hz

FIDRES 0.317891 Hz

AQ 1.5728641 sec
RG 2050

=

HANNEL £1
SFO1 176.0537397 MHz
NUC1 13C
Pl 12.40 usec

198.00000000

br 12.000 usee
DE 19.12 usec
TE 298.1
N N D1 2.00000000 sec
D11 0.03000000 sec
H H TDO 1

waltzlé

PCPD2 65.00 u
PLWZ 22.00000000 W
PLW12 0.26249000 W
PLW13 0.11090000 W
F2 - Processing parameters
sI 131072

sF 176.0353390 MEz
WOW EM
3SB 0

B 1.00 Hz
GB 0
“ I PC 1.40
I ! " Il o N & l L

180 170 160 150 140 130 120 110 100 90 80 70 60 50 30 ppm

Y
o

(o)} o) OM NEWOOO WO~ m

™ L W NH-OoOWs s s OO OO A NN NLW T OO0 N A0 A
- —~ NO MO NO O NW A = M NO0WOWAOMONLODMM S WOWWwWo
. . .o O~ ONFHFN A AT OFMN OO~ O
— o~ NN O Pr<r N~ O . . « s e . P T T . . . . . . . e .
~ n T N NN NN A A A A o O O a0 LT T A A AT O T
— — e B M B e M B B M M e B [salas N ep! Mo Moo oo [\ IEQNANQN] —

e\

<
/-
e
£
~
N

| . ! 1 L v W1l

T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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'H-13C HSQC spectrum (700.1 MHz) of compound MC006

O
O
] H
Q@Y
3 N [Vi6

Iz

T T T | T T T T T T T T T T T T T T T
87 86 85 84 83 82 81 80 79 78 77 76 75 74 73 72 74 7.0 6.9

ppm

102

104

106

108

110

112

114

116

118

120

122

124

126

128

130
ppm

Current Data Parameters
NAME 201

6-02A
EXPNO 5
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160719
Time 15.14

spect
PROBHD 5 mm PABRO BBE-
PULPROG hsgcedetgpsisp2.3
™ 2048

SOLVENT DMSO

Ns 5

Ds 32

SHH. 66868.132 Hz
FIDRES 3.353580 Hz
ag 0.1490944 sec
RG 2050

DW 72.800 usec
DE 6.50 usac
TE 298.2 K
CNST2 145.0000000
CNST17 -0.5000000

Do 0.00000300 sec
D1 2.00000000 sec
D4 0.00172414 sec
D11 0.03000000 sec
D16 0.00020000 sec
D21 0.00360000 sec
D24 0.00089000 sec
INO 0.00001840 sec

CHANNEL £l = =
700.0841235 Miz
1

16.40 usac

32.80 usec

1000.00 usec
26.00000000 W

CHANNEL f2 =

SFO2 176.0527574 MAz
HuC2 13¢
CPDPRG [2 garp

P3 10.00 usec
P14 500.00 usec
p2d 2000.00 usec
P31 1600.00 usec
PCEDZ 55.00 usec
PLHD 0w

PLW2 60.00000000 W
PLW12 1.98350000 W
SPHAM[3] Crpé0,0.5,20.1
SPOAL3 0.500
SPOFFS3 0 Hz

SPH3 9.16730022 W
SPNAM[7] Crpé0comp. 4
SPOALT 0.500
SPOFFS7T 0 Hz

SPHT 9.16730022 W
SPNAM[18 Crp60_xfilt.2
SPOAL1E 0.500
SPOFFS18 0 Hz

SPW1B 3.09759998 W

~ GRADIENT CHANNEL

GPNAM[1] SMSQ10.100
GPNAM([2] SMSQ10.100
GPNAM[3] SMSQ10.100
GPNAM[4] SMSQ10.100

GPZ1 80.00 %
GPZ2 20.10 %
GPZ3 11.00 %
GPZ4 -5.00 %
P16 1000.00 usec
P19 600.00 usec

F1 - Acquisition parameters
™ 256

SFOL 176.0528 MHz
FIDRES 106.148094 Hz
£ 154.351 ppm
FRMODE  Echo-Antiecho

F2 - Processing parameters
SI 2048

SF 700.0800000 MHz
WDW QSTNE
SSB 2

LB 0 Hz

GB 0

:ed 1.40

F1 - Processing parametars
SI 512

MC2 echo-antiecho

SF 176.0352560 MAz
WDW QSINE

SSB

LB 0 Hz

GB o
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'H-13C HMBC spectrum (700.1 MHz) of compound MCO006
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Current Data Parameters

NAME 2016-02A
EXPNO 6
PROCNO 1

F2 - Acquisition Parameters
Date_ 20160719

Time 16.02
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG hmbegplpndgf

D 2048
SOLVENT DMSO

NS 16

Ds 16

SWH 7142.857 Hz
FIDRES 3.487723 Hz
AQ 0.1433600 sec
RG 2050

DW 70.000 usec
DE 6.50 usec
TE 298.1 K
CNST2 145.0000000
CNST13 10.0000000

DO 0.00000300 sec
D1 1.50573397 sec
D2 0.00344828 sec
D6 0.05000000 sec
Dlé 0.00020000 sec
N0 0.00001840 sec
======== CHANNEL fl ========
SFOL 700.0839485 MHz
NUCL 1H

P1 16.40 usec
P2 32.80 usec
PLW1 26.00000000 W
======== CHANNEL f2 ========
SFO2 176.0527574 MHz
NUC2 13C

P3 10.00 usec
PLW2 60.00000000 W
====== GRADIENT CHANNEL =====
GPNAM[1] SMSQ10.100
GPNAM[2Z] SMSQ10.100
GPNAM[3] SMSQ10.100

GPZl 50.00 %
GPZ2 30.00 %
GPZ3 40.10 %
P16 1000.00 usec
Fl - Rcgquisition parameters
D 87

SFOL1 176.0528 MHz
FIDRES 312.343842 Hz
SW 154.351 ppm
FnMODE QF

F2 - Processing parameters

ST
SF
WDW
S55B
LB
GB
PC

2048
700.0800000 MHz

SINE
0
0 Hz
0

1.40

Fl - Processing parameters

ST
MC2
SF
WDW
SSB
LB
GB

1024
QF
176.0352560 MHz
SINE
0
0 Hz
0
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HRMS spectrum of compound MCO006
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'H NMR spectrum (700.1 MHz) of compound MC007
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13C NMR spectrum (700.1 MHz) of compound MC007
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NAME 2016-06A column purifica
EXENO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160426
Time 22.41
INSTRUM spect
PROBED 5 mm CPPTCI 1H
BULEROG 2gpg30
™ 131072
SOLVENT DMsO
us 6000
DS 4
swd 41666.668 Hz
FIDRES 0.317891 Hz
aQ 1.5728641 sec
=6 2050
oW 12.000 usec
DE 15.12 usee
TE 298.2 K
Dl 2.00000000 sec
D11 0.03000000 sec
DO 1
==————— CHAINNEL fl ========
SFOL 176.0537397 MHz
NuCl 13¢
Pl 12.40 usec
PLWL 198.00000000 &
===——=— CHANNEL f2 —======
SFO2 700.0828003 MHz
wucz 1K
CPDPRG(2 waltzlé
BCPD2 65.00 usec
"y WJWWJM
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!H-13C HSQC spectrum (700.1 MHz) of compound MC007
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Current Data Parameters

NAME 016-07A
EXPNO 8
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160504
Time 11.40
INSTRUM spect
PROBHD 5 mm CPPTCI 1H
PULPROG hsqcedetgpsispZ.3
™ 2048
SOLVENT DMSO
NS 4
D 32
SWH 6793.478 Hz
FIDRES 3.317128 Hz
AQ 0.1507328 sec
RG 12.7
DW 73.600 usec
DE 25.00 usec
TE 298.1 K
CNST2 145.0000000
CNSTL7 -0.5000000
DO 0.00000300 sec
D1 2.00000000 sec
D4 0.00172414 sec
D11 0.03000000 sac
D16 0.00020000 sec
D21 0.00360000 sec
D24 0.00089000 sec
N0 0.00001830 sec
CHANNEL £1
SFO1 700.0842355 MHz
NUC1 1H
Pl 7.10 usec
P2 14.20 usec
P28 0 usec
PIN1 22.00000000 W
CHANNEL £2
aF02 176.0541798 WHz
Nuc2 13¢C
CPDPRG[2 bi_p5mdsp_dsp. 2
P3 12.40 usec
P14 500.00 usec
P24 2000.00 usec
P31 1600.00 usec
P63 1500.00 usec
PLWO W
PLW2 198.00000000 W
PLW12 10.06400013 W
SPNAM[3] Crp&0,0.5,20.1
SPOAL3 .500
SPOFFS3 0 Hz
SPW3 46.51599884 W
SPNAM([7] Crpélcomp. 4
SPORLT 0.500
SPOFFST 0 Hz
SPWT 46.51599884 W
SPNAM[14 Crpd2,1.5,20.2
SPOAL14 0.500
SPOFFS14 0 Hz
SPW14 26.04899978 W
SPNAM[18 Crp60 xfilt.Z
SPOAL1S 0.500
SPOFFS18 0 Hz
SPW1B 15.71700001 W
SPNAM[31 Crpd2,1.5,20.2
SPOAL31 0.500
SPOFFS31 0 Hz
SPW31 6.51219988 W
GRADIENT CHANNEL =
GPMNAM(1] SMS010.100
GENAM[2] SMSQ10.100
GPNRM[3] SMSQ10.100
GPNRM[4] SM3010.100
Gpz1 80.00 &
GPZ2 20.10 &
GPZ3 11.00 %
GPZ4 -5.00 &
P16 1000.00 usec
P19 600.00 usec
F1 - Rcquisition parameters
D 256
SEOL 176.0542 MHz
FIDRES 106.728142 Hz
W 155.193 ppm
FnMODE Echo-Antiecho
F2 - Processing parameters
ST 1024
SF 700.0800000 MHz
WDW QSINE
S5B 2
LB 0 Hz
GB 0
pC 1.40

Fl - Processing parameters
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'H-3C HMBC spectrum (700.1 MHz) of compound MCO007
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Current Data Parameters

NAME 2018-07n
EXPNO 7
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160504
Tine 10.58
INSTRUM
PROBHD 5 mm CPPTCI 1H
PULPROG  hmbegplpndgf
™ 2048
SOLVENT DMS0
NS 8
DS 16
SWH £793.478 Hz
FIDRES 3.317128 H=z
ap 0.1507328 sec
RG 2050
DW 73.600 usec
DE 25.00 usec
TE 298.1 K
CNST2 160.0000000
CNST13 8.0000000
DO 0.00000300 sec
D1 1.29999995 sec
D2 0.00312500 sec
D6 0.06250000 sec
D16 0.00020000 sec
INO 0.00001830 sec
======== CHANNEL f1l ==
SFO1 700. 0839555 MHz
HNUC1 1H
Pl 7.10 usec
P2 14.20 usec
PLi1 22.00000000 W
cmme==== CHANNEL £2 ==
SFO2 176.0525075 MHz
nucz 13c
P3 12.40 usec
PLi2 198. 00000000 W

=== GRADIENT CHANNEL
GENAM[1] 5MSQ10.100
GPNAM[2] SMSQ10.100
GENAM[3] 5MS010.100

s

Gpz2 30.00 &
GPZ3 40.10 %
P16 1000.00 usec
F1 - Acquisition parameters
™ 196
SFO1 176.0525 MHz
FIDRES 139.400024 Hz
SW 155.195 ppn
FnMODE oF
F2 - Processing parameters
ST 1096
SF 700. 0800053 MHz
WDW SINE
S5B. 0
LB 0 Hz
GB 0
PC 1.40
F1 - Processing parameters
sI 512
MC2 oF
SF 176.0353329 MHz
WDW SINE
S8B 0
1B 0 Hz
GB 0
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HRMS spectrum of compound MCO007
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'H NMR spectrum (700.1 MHz) of compound MC008
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Curront Data Paramstors
NAME 2016-073
EXPNO 1
PROCHD 1

—10.096
TT—10.046
—8.869
—8.097
—7.958

———17.894
-
—2.509

—1.241

ime
INSTRUM
PROBHD &
PULPROG

™
SOLVENT
g

298.1 K

o 1.00000000 sec
1

CHAMNEL £] ========

sFo1 700.0843233 Miz
1

1.10 usec
PLHL 22,00000000 W

F2 - Processing parameters
51 65536
sk 700.0800000 MHz

ssB o
1B 0.10 Hz
cB o

P 1.00

T
11.0 105 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 55 5.0 4.5 4.0 3.5 3.0 2.5 2.0 15 ppm

(@]
1
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O M
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I I
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13C NMR spectrum (700.1 MHz) of compound MC008

™ o O n [sp IR T NN o) B e B e s BN i~ Lol
[e0] ™ Q= O H OO N®NWWON A TN WO~ 000 oM~
= n oy @ NNOOoOWWOo ™~ o Current Data Parameters ~OM AN~ AN O
. . « - NAME 2016-07A WO WMA A=W oo m
— ™ — OO HFMNWDINN A i :
~ N = = NN NN A A A DO N T o
— — — oA A A o F2 - Acquisition Parameters MO MOMMMOMOMONO SN
Date_ 20160504
Time 0.08
INSTRUM spect
PROEBHD S5 mm CPPTCI 1H
FULPROG 2gpg30
TD 131072
SOLVENT DMSC
NS 6000
Ds 4
SWH 41666.668 Hz
FIDRES 0.317891 Hz
AQ 1.5728641 sec
RG 2050
DwW 12.000 usec
DE 19.12 usec
TE 298.1 K
01 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
sFO1 176.0537397 MHz
NUC1 13c
P1 12.40 usec
PLW1 198.00000000 W
CHANNEL f2
SFO2 700.0828003 MHz
NUC2 1H
CPDPRG [2 waltzlé
PCPD2 65.00 usec
PLW2 22.00000000 W
PLW12 0.26249000 W
PLI13 0.11050000 W
F2 - Processing parameters
ST 131072
SF 176.0353406 MHz
WDW EM
SSB 0
LE 1.00 Hz
GB 0
1.40

I T I I T I T I T T
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'H-13C HSQC spectrum (700.1 MHz) of compound MC008
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Current Data Parameters

HAME 2016-07A
EXPNO B8
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160504
Time 11.40
INSTRUM spect
PROBHD 5 mm CPPTCI 1H
PULPROG hsqcedetgpsispz. 3
D 2048
SOLVENT DMSO
ns 4
DS 32
SWH 6793.478 Hz
FIDRES 3.317128 Hz
AQ 0.1507328 sec
RG 12.7
DW 73.600 usec
DE 25.00 usec
TE 298.1 K
CNST2 145.0000000
CNST17 -0.5000000
DO 0.00000300 sec
D1 2.00000000 sec
D4 0.00172414 sec
D11 0.03000000 sec
D16 0.00020000 sec
D21 0.00360000 sec
D24 0.00089000 sec
INO 0.00001830 sec
= CHANNEL f£1 =
700.0842355 MHz
18
7.10 usec
14.20 usec
0 usec
22.00000000 W
CHANNEL £2

CPDPRS[2 bi_pSmdsp_4sp.2

176.0541798
13c

MEz

P3 12.40 usec
P14 500.00 usec
P24 2000.00 usec
P31 1600.00 usec
P63 1500.00 usec
PLHO ow

PLH2 198.00000000 W
P12 10.06400013 W
SPMAM[3] Crpé0,0.5,20.1
SPOAL3 0.500
SPOFFS3 0 Hz

SPW3. 46.51599880 W
SPHAM([T] Crpé0cemp. 4
SPOALT 0.500
SPOFFS7 0 Hz

SPW

46.515998684

SPHAM(14 Crp42,1.5,20.2
SPOALL4 0.500
SPOFFS14 0 Hz

SPW14 26,04839979 W
SPNAM([18 Crpel_xfilt.2

SPOAL1S 0.500
SPOFFS18 O Hz
SPW18 15.71700001 W

SPNAM[31 Crpd2,1.5,20.2
SPOAL31 0.500
SPOFFS31 C Hz

SPW31 6.51219988 W

= GRADTENT CHANNEL
GPNAM[1] 5MSQ10.100
GPNAM[2] 5M5Q10.100
GPNAM([3] 5MS5Q10.100
GPNAM[4] 5Ms5Q10.100
GPZ1 80,00 %
GPZ2 20.10 &
GPE3 11.00 &
Gpad -5.00 %
Ple 1000.00 usec
P13 600.00 usec

Fl - Acquisition parameters
D 256

SFOL 176.0542 MHz
FIDRES 106.728142 Hz

S 155.193 ppm
FnMODE Echo-Antiecho

F2 - Processing parameters
SI 1024

SF 700.0800000 MHz
WDW QSINE

SSB 2

LB 0 Hz

GB o

PC 1.40

F1 - Processing parameters
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'H-13C HMBC spectrum (700.1 MHz) of compound MC008
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Current Data Parameters

2016-072
EXPNO 7
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160504
Time 10.58
INSTRUM
PROBHD 5 mm CPPTCI 1H
PULPROG hmbegplpndgf
™D 2048
SOLVENT DMSO
ns &
Ds 16
SWH 6793.478 Hz
FIDRES 3.317126 Hz
AQ 0.1507326 sec
RG 2050
W 73.600 usec
DE 25.00 usec
TE .1 X
CNST2 160.0000000
CNST13 8.0000000
Do 0.00000300 sec
D1 1.29829995 sec
D2 0 12500 sec
D6 0.06250000 sec
D16 0.00020000 sec
paily] 0.00001830 sec
77777777 CHANNEL fl ========
SFO1 700. 0839555 MHz
NUC1 1H
Pl 7.10 usec
P2 14.20 usec
PLW1 22.00000000 W

GPNAM([1]

RADIENT CHANNEL

CHANNEL f2 ==:
176.0525075 MHZ
13c

12.40 usec
198.00000000 W

SMSQ10.100
GPNAM[2] SM5010.100
GPNAM[3] SM5Q10.100
GPZ1 50.00 &
GPZ2 30.00 &
GPZ3 40.10 &
P16 1000.00 usec
F1 - Acquisition parameters
TD 196
SFO1 176.0525 MHz
FIDRES 139.400024 Hz
W 155.195 ppm
FrMODE oF
F2 - Processing parameters
ST 1096
SF 700.0800053 MHz
WDW SINE
SsB 0
LB 0 Hz
GB 0
pC 1.40
F1 - Processing parameters
ST 512
M2 oF
SF 176.0353329 MHz
WDW SINE
SsB 0
LB 0 Hz
GB 0
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HRMS spectrum of compound MCO008
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'H NMR spectrum (700.1 MHz) of compound MC009
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Current Data Parameters

NaME 2016-108

EXENO 1

PROCNO 1

P2 - Acquisition Parameters

Date_ 20160525

Time 2

INSTRUM 3

PROBED & mm CPPTCI 18

PULPROG 2931

™ G538

SOLVENT DMs0

ns 3z

D3 2

SHE 14037.744 Hz

FIDRES L215115 Hz

a0 2.3243431 sec

RG 10

oH

DE

TE 298.2 K

DL 1.00000000 see

™0 1

o CHANNEL £l ————ee

e 7000843233 Mz

wuCL 1

P1 7.10 usae

PLNL 22.00000000 W

F2 - Processing parameters

81 65635

8B 7000800000 Mz

WO M

558 0

1B 0.39 Hz

62 0

BC 1.00

— S I B B B BN BN N B B B BN S L S S L B T — T

L L
1.0 0.5 ppm
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13C NMR spectrum (700.1 MHz) of compound MC009

=t
[e)]

-

—
—
—

WO
(e
)
<t
u)
—

™
[es)
™

™~
=
—

v

<
— o
[N ™
™

= ™
— —

— ¢

— <

\

o
—
O
(@]
o
—

[ee]
o
—
L
™~
—

o

)

o~
A

e
<t
™~
—

N

™
™~
—

Vv

123.281

112.816

™~
—
—

/

Current Data Parameters
NAME 2016-10A
EXPNO a
PROCNO 1

F2 - Rcquisition Parameters
Date_ 20160618
Time

INSTRUM spect
PROBHD 5 mm PABBO BB—
PULPROG zqpg30

™ 65536
SOLVENT DMsoO

NS 11000

DS 4

swH 41666.668 Hz
FIDRES 0.635783 Hz
ag 0.7864320 sec
RG 2050

DW 12.000 usec
DE 6.50 usec
TE 298.1 K
D1 2.00000000 sac
D11 0.03000000 sec
TDO 1
________ CHANNEL fl ssssss==
SFO1 176.0528587 MHz
NUC1 13c

Pl 10.00 usec
PLWL 60.00000000 W

CPDFRG[2

PCPD2

PLW2 26.00000000 W
PLW12 1.6550%999 W
PLW13 0.69922009 W
F2 - Processing parameters
ST 131072

SF 176.0352560 MHz
WDW EM
S5B 0

LB 1.00 Hz
GB 0

PC 1.40

40.246

/

40.127

(o]
[s]

(o))

40.007

fo)

=r
o
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!H-13C HSQC spectrum (700.1 MHz) of compound MC009
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Current Data Parameters
NAME

2016-10R
EXPNO 1
BROCNO 1
F2 - Acquisition Parameters
Date_ 20160620
Time 11.5
INSTRUM spect

PROBHD 5 mm PABEO BB

PULPROG hsqedietgpsisp.2
™ 2018
SOLVENT DMSO

NS 8

DS 32

SHH 6944.444 Hz
FIDRES 3.390842 Hz
AQ 0.1474560 soc
RG 2050

oW 72,000 usec
DE 6.50 usec
1E 298.3 K
CNsT2 145. 0000000
CNST17 ~0.5000000

D0 0.00000300 sec
D1 2.00000000 sec
Da 0.00172414

D9 ©.06000000

D11 0.03000000

D16 0.00020000

D24 0.00089000

NO 0.00001810

CHANREL £1
700, 0839835 MHz

16.40 usec

1000.00 usec
26.00000000 W
10.34500027 W

CHANNEL f2
176.0527187 MHz
13¢

2
CPDPRG (2 bi_pSmdsp_dsp.2

B3 10.00 usac
P14 500.00 usec
B24 2000. 00 usec
P63 1500. 00 usec
PLHO oW

PLWZ 60.00000000 W
BLW1 1.98350000 W
SENAM[3] Crp60,0.5,20.1
SPOAL3 0.500

SPOFFEZ 0 Hz

3 9.16730022 W
SPRAMLT] Crp&0comp. 4
SPOALT 0.500
SPOFFST 0 Hz
SPWT 9.16730022 W
SPNAM[14 Crp42,1.5,20.2
SPOAL14 0.500
SPOFFS14 0 Hz
SPW1Z 5.133692089 W
SPNAM[31 Crp42,1.5,20.2
SPOAL31 0.500

SPOFF531 0 Hz
SPW3. 1.28320006 W

====— GRADIENT CHANNEL
GPNAM[1] 5M5010.100

GPNAM[2] SMSQ10.100
GPZ1 80,00 %
GPZ2 20.10 &
P16 1000.00 usec

Fl - Acquisition parameters
D 256

SFO1 176.0527 MHz

FIDRES 107.907455 Hz
sW 156.909 ppm
FRMODE  Echo-Antiecho

F2 - Processing parameters
51 024

SF 700. 0800000 MHz
WO QSTHE

5SB 2

LB 0 Hz

GB 0

BC 1.40

F1 - Processing parametars

MC2 echo-antiecho

sF 176.0352560 MHz
W QSINE

5SB 2

LB 0 Hz

GB 0




'H-3C HMBC spectrum (700.1 MHz) of compound MC009
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Current Data Parameters
NAME 20.

6-104
EXPNO 12
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160620
Time 13.15
INSTRUM ct
PROBHD 5 mm PABBO BE-
PULPROG hmbegplpndgf
D 2048
SOLVENT DMS0
NS 8
DS 16
SWH 7462.687 Hz
FIDRES 3.643890 Hz
AQ 0.1372160 see
RG 2050
DW 67.000 usec
DE 6.50 usec
TE 298.1 K
CNSTZ2 145.0000000
CNST13 10. 0000000
Do 0.00000300 sec
Dl 1.51023996 sec
D2 0.00344828 sec
Dé 0.05000000 sec
D16 0.00020000 sec
InNo 0.00001810 sec
CHANNEL f1
SFO1 700.0837974 MHz
NUC1 1H
Pl 16.40 usec
P2 32.80 usec
PLW1 26.00000000 W
CHANNEL £2

SFO2 176.0527187 MHz
nucz 13¢
B3 10.00 usec
PLWZ 60.00000000 W

GRADIENT CHANNEL
GPNAM[1] SM5Q10.100
GENAM[2] EMSQ10.100
GPNAM[3] SM5Q10.100
GPZ1 50.00 %
GPZZ 30.00 %
GPZ3 40.10 %
Fle 1000.00 usec

F1 - Acquisition parameters
0 128
SFO1 176.0527 MHz
FIDRES 215.814911 Hz
SW 156.909 ppm
FnMODE QF

F2 - Processing parameters
sI 2048

sF 700. 0800000 MHz
WOW SINE
SS5B o

1B 0 Hz

cB 0

PC 1.40

F1 - Processing parameters
1024
QF

SF 176.0352560 MEz
SINE

1B 0 Hz
GB a
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HRMS spectrum of compound MCO009
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'H NMR spectrum (700.

7

—10.08

1 MHz) of compound MC010

—10.004

——8.820

HaME
EXPNO
PROCNO
F2 - Acquisition Paramsters
Date. 20160605

Time 17.02
TRSTRUM spoct.
PROEHD 5 mn PAEEC BE-
PULFROS 2930
™ 81320
soLVENT DMs0
ns 10
D3 a
SHE 12626.263 K:
PIDRES 154125 I
A 2440319
RG 1
oW 39.600
DE 6.50 usec
TE 208.1 K
' 2.00000000
™0

s¥01 TD0. 0847255 Mk
wcl

Pl 16.40 us
PLWL 26.00000000 W
P2 - Processing parameters
S1 131072

SF 700.0800027 Mz
won Y
ss5B 0

L2 0.19 Kz
GB 0

P 1.00

LA “

5.0

4.5

4.0

35 3.

11
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13C NMR spectrum (700.1 MHz) of compound MC010

= = )~ ™

74

(o) (e} o YO Oy = =
— = L — W0 T OO0+ 0ON — Current Data Parameters OO~ OTWWMM T OO
[ o] o) n st 400 0N~ A NAME 2016-11A COMANS WO OO0
. . . e e . . e . EXPNO 3 MmN 1O~ OWMOoOS MM T ™M

— < oo HOWLWS MO~ WA FROCNO !
~ [T} = = MmN N A A A A F2 - Acquisition Parameters OO OO O WL s G O
— — — e B B B B B B R Date_ 20160610 T T TN ]

Time 1.33

INSTRUM spect

PROBHD 5 mm PAERO BB-

PULPROG 2gpg30

™ 65536

SOLVENT DMsO

us 10000

Ds 4

SWH 41666.668 Hz

FIDRES 0.635783 Hz

AQ 0.7864320 sec

RG 050

D 12.000 usec

DE 6.50 usec

TE 298.2 K

D1 2.00000000 sec

D1l 0.03000000 sec

0 1

CHANNEL f1

SFOL 176.0528587 MHz

HUC1 13¢

Pl 10.00 usec

PLWL 60.00000000 W

CHANNEL £2

SFO2 700.0828003 MHz

NUC2 1H

CPDPRG (2 waltz16

PCPD2 65.00 usec

PLW2 26.00000000 W

PLW12 1.65509999 W

PLW13 0.6992999% W

F2 - Processing parameters

ST 131072

SE 176.0352560 MHz

WDW

SSB 0

LB 1.00 Hz

GB ]

PC 1.40

I
0 110 100 90 80 70 60 50 40 30 ppm

—
N —

| T T
170 160 150 140 130

<t [} O NN OO OO S S
O — <t O AN OO AN~ A W WO~ o O M ST (S T g INe]
o)) [Te] N oH WD s O W NN~ A SO AN W0OMIMS o)W
)J\ . . . . . MAN A0~ OMOOTMMTFTM M
N N — < NN O TN ONN - . '
r~- [Ts} T O NNNN A AAA OOOOOO MWW S ] (N 0 W
H H — — A A A A A A A A A A LI LOOOOOO OO NN NN

%
N
/
A\
\

| L | Ll ITHN IR lI J J

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

S75



'H-13C HSQC spectrum (700.1 MHz) of compound MC010

Current Data Parameters
NAME 20!

16-11A
EXPNC 6
PROCNO 1

F2 - Aequisition Parameters
_J\ L _J J \ L ppm Date_ 20160610
Time .44
= 4 & INSTRUM spect
PROBHD 5 mm PABEO DB

PULPROG hsqedietgpsisp.2
2048

™
SOLVENT
NS

2
%

DS 2
SWH 2 o3
FIDRES 3.538270 Hz
A0 0.1413120 sec
RG 2050
- 50 oW 69.000 usec
O DE 6.50 usec
TE 298.3 K
CNST2 145. 0000000
CNST17 ~0. 5000000
Do 0.00000300 sec
N N - 60 D1 2.00000000 sac
D4 0.00172414 sec
H H Do 0.06000000 sec
D11 0.03000000 sec
D16 0.00020000 soc
D24 0.0008%000 sec
= 70 IND 0.00001830 sec
N H H L1 20
(@] (@] CHANNEL £1
700. 0840045 Mdz
C 18
- 80 16,40 usec
32.80 usec
N 10 N 26,00 usec
1000.00 usec
26.00000000 W
H H = 90 10.34500027 W
CHANNEL 12 =
S5F02 176. 05426768 Miz
NuC2 13c
CPDPRG[2 bi_pSmdsp_dsp.2
F P2 10.00 usec
100 ol 50500 nsec
P24 2000.00 usec
P63 1500. 00 usec
PLHO oW
PLWZ 60.00000000 W
=110 PIW1Z 1.98350000 W
SPNAM[3] Crp60,0.5,20.1
W SPOAL3 0.500
SPOFFS3 0 Hz
. SPW3 9.16730022 W
' SPNAM[7] Crp60comp. 4
- 120 SPOALT 0.500
SPOFFS7 0 Hz
SPW? 9.16730022 W
SPNAM[14 Crpd2,1.5,20.2
SPOAL14 0.500
SPOFFS14 0 Hz
- 130 SPW14 5.13369989 W
SPNAM[31 Crpd2,1.5,20.2
SPOAL31 0.500
SPOFFS31 0 Hz
SPW31 28340006 W
E 140 GRADIENT CHANNEL
SMS010.100
G 2 S§MSQ10.100
80.00
20,10
1000, 00 usec
150 F1 - Acquisition parameters
™ 256
SFOL 176.0543 Miz
FIDRES 106.728142 Hz
s 155.193 ppm
- 1 60 FnMODE Echo-Antieche
F2 - Processing parameters
S1 1024
SF 700. 0800000 Mz
WDW QSINE
-1 70 SsB 2
LB 0 Hz
6B o
BC 1.40
Fl - Processing parameters
= | 80 51 1024
Mcz ocho-antiecho
) sF 176. 0352560 Mz
WO QSINE
S8 2z

LB 0 Hz
0

10 9 8 7 6 5 4 3 2 1 ppm =
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'H-3C HMBC spectrum (700.1 MHz) of compound MCO010

|

J

a

[

!

ppm

10

9

8

7

6

5

4

3

2

1

0

40

60

80

100

120

140

160

B

*

—100

—120

—140

—160

10

=] —

Current Data Parameters

NAME 2016-11n
EXPNO 7
PROCNO 1

F2 - Acquisition Parameters
Date_ 20160610

Time 5.23
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG hmbegplpndgf

D 2048
SOLVENT DMSO

NS 8

DS 16

SWH 7692.308 Hz
FIDRES 3.756010 Hz
AQ 0.1331200 sec
RG 2050

DW 65.000 usec
DE 6.50 usec
TE 298.1 K
CNST2 145.0000000
CNST13 10.0000000

Do 0.00000300 sec
D1 1.50819194 sec
D2 0.00344828 sec
D6 0.05000000 sec
Dl6 0.00020000 sec
INO 0.00001830 sec
======== CHANNEL f]l ========
SFO1 700.0837396 MHz
NUC1 1H

Pl 16.40 usec
P2 32.80 usec
PLW1 26.00000000 W
======== CHANNEL f2 ========
SFO2 176.0528307 MHz
NUC2 13cC

P3 10.00 usec
PLW2 ©0.00000000 W
====== GRADIENT CHANNEL =====
GPNAM[1] 5MSQ10.100
GPNAM[ 2] SMSQ10.100
GPNAM[ 3] SMSQ10.100
GPZ1 50.00 %
GPZ2 30.00 %
GPZ3 40.10 %
Pleé 1000.00 usec

Fl - Rcquisition parameters
TD

SFO1 176.0528 MHZ
FIDRES 213.456284 Hz
W 155.194 ppm
FRMODE OF

F2 - Processing parameters
2048

SF 700.0800000 MHz
WDW SINE

SSB 0

LB 0 Hz

GB 0

PC 1.40

Fl - Processing parameters
SI

MC2 QF

SF 176.0352560 MHz
WDW SINE

SSB 0

LB 0 Hz

GB 0

S77



HRMS spectrum of compound MC010
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'H NMR spectrum (700.1 MHz) of compound MC011

-
— o o OO
— @ ~ @m0 ©n
Curzest Data Paraneters N
naME MIls 32 s © a e () = s
EXENO 1 < : : U
v H — o © = o~
F2 - Acquisition Parameters N [/ N/
Data_ 20181130 \ \| /
INSTRUM apec
EROBKD 5 am TET 18/13 H H
EULPROG g
™ 65536
soLvENT M50
s
i NH H

4

SHH 14057.744 He

Xl 2.3243334 sec

RG 57

o 35,467 usec

DE 6.50 usec

T8 K 11 N

298.1
DL 3.00000000 sec N
‘ H

I I I 1 I | I I 1 1 1 I | I I 1 I 1 I I I I 1 I 1 I I
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13C NMR spectrum (700.1 MHz) of compound MC011

o™ [ee] oy -
Ip] Lo o
™ — 0 O
— S — -
—~ LN = =r
— — —

VNN

-~ ™
Te)]
o]

Ty

[e))

™~

o~ WO oo = WO
N~ ™M o
< 0 0 [~

) <t <t o~ - co 00 =
MM ol o ©

N

Current Data Parameters

NAME MI18-32

EXPNO 2

PROCNO 1

F2 - Acquisition Parameters

Date_ 20181130

Time 11.44

TNSTRUM spect.

PROBHD 5 mm TBI 1H/13

PULPROG zgpg30

D 65536

SOLVENT DMSO

HS 1024

DS 4

SWH 41666.668 Hz

FIDRES 0.635783 Hz

aQ 0.7864320 sec

RG 2050

oW 12.000 usec

DE 6.50 usec

TE 298.1 K

D1 2.00000000 sec

D11 0.03000000 sac

TDO 1
CHANNEL £1

SFO1 176.0528587 MHz

HuCl 13c

Pl 5.30 usec

PLWL 132.00000000 W
CHANNEL £2

SFO2 700.0828003 MHz

nucz 1H

CPDPRG(2 waltzl6

PCPD2 65.00 usec

PLN2 12.00000000 W

PLW12 1.71319997 W

PLW13 0.72382998 W

F2 - Processing parameters

SI 262144

SF 176.0353422 MHz

WDW EM

S5B o

B 1.00 Hz

1.40

I
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!H-13C HSQC spectrum (700.1 MHz) of compound MCO011
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Current Data Parameters
NAME

MIlg-32
EXENO 3
PROCNO 1
F2 - Acquisition Parameters
Date 20181130
Time 12.32
INSTRUM spect

PROBHD 5 mm TBI 1H/L3
PULPROG hsqcedetgpsisp2.3
™ 1398

SOLVENT DMSO
4
] 32
SWH 7002.801 Hz
FIDRES 5.009157 Hz
AQ 0.0998172 sec
RG 1030
oW 71.400 usec
DE 6.50 usec
TE 298.3 K
CHSTZ 145.0000000
CHST17 -0.5000000
Do 0.00000300 sec
ol 2.00000000 sec
D4 0.00172414 sec
D11 0.03000000 sec
Dlé 0.00020000 sec
D21 0.00360000 sec
D24 0.00089000 sec
O 0.00001780 sec
======== CHANNEL fl ========
SFO1 700.0838504 MHz
NUC1 1H
Pl 11.50 usec
P2 23.00 usec
P28 1000.00 usec
PLWL 12.00000000 W
CHANNEL f2 ==
sFo2 176.0528595 MHz
HUC2 13¢c
CPDPRG[2 bi_pSmdsp_dsp.2
P3 75.30 usec
P4 500.00 usec
P24 2000.00 usec
P31 1600.00 usec
P63 1500.00 usec
PLWO 0w
PLW2 132.00000000 W
PLW12 27.93099976 W
SPNAM[3] Crp60,0.5,20.1
SPOAL3 0.500

SPOFFS3 0 Hz

SEW3 129.08399634 W

SENAMI[T]  CrpéOcomp. 4
0.500

SPOFFST 0 Hz
SEWT 129.08999634 W
SPNMAM[14 Crp42,1.5,20.2
SPOAL14 0.500
SPOFF314 0 Hz

PW14 72.29299927 W
SPNAM[18 Crp60_xfilt.2
SPOAL1B 0.500
SBOFFS18 0 Hz
SEWL 43.61999893 W
SENAM[31 Crpd2,1.5,20.2
SPOAL3L 0.500
SPOFFS31 0 Hz
SBW3L 18.07299985 W

- GRADIENT CHANNEL =
GPNAM[1] 5MSQ10.100

GBNAM[2] SMSQ10.100
GENAM[3] SMSQ10.100
GENAM[4] SMSQ10.100

Gpzl 80.00 %
GPz2 20.10 %
GPZ3 11.00 &
Gp24 -5.00 %
P16 1000.00 usec
P19 €00.00 usec
F1 - Reguisition parameters
™D

SFO1 176.0529 MHz
FIDRES 219.452240 Hz
SH 159.554 ppm

FnMODE Echo-Antiecho

F2 - Processing parameters
ST 4

SF 700.0800067 MHz
WDW QSINE

SsB 2

LB 0 Hz

GB 0

PC 1.40

F1 - Processing parameters
sI 1024

MC2 echo-antiecho

SF 176.0353422 MHz
WOW QSINE

SSB 2

LB 0 Hz

GB 0
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'H-3C HMBC spectrum (700.1 MHz) of compound MC011
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Current Data Parameters
IAME

MI18-32
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters
Date 20181130
Time 13.11
INSTRUM spect

PROBHD 5 mm TBI 1H/13
PULPROG hmbecgplpndgf
TD 2048
SOLVENT DMSO
4
16
7812.500 Hz
3.814697 Hz
0.1310720 sec
2050
©4.000 usec
6.50 usec
298.1 K
145.0000000
10.0000000
0.00000300 sec
1.51515496 sec
0.00344828 sec
0.05000000 sec
0.00020000 sec
0.00001780 sec

= CHANNEL fl1 = =
700.0836998 MHz
1H
11.50 usec
23.00 usec

12.00000000 W

== CHANNEL f2 ========
176.0528595 MHz
13c

25.30 usec
132.00000000 W

====== GRADIENT CHANNEL =====

GPNAM[1] SMSQ10.100
GPNAM[2] SMSQ10.100
GPNAM[3] SMSQ10.100

GPZ1 50.00 %
GPZ2 30.00 %
GPZ3 40.10 %
Pl6 1000.00 usec

Fl1 - Acquisition parameters
TD 256

SFol 176.0529 MHz
FIDRES 219.452240 Hz
SW 159.554 ppm
FnMODE OF

F2 - Processing parameters

SI 2048

SF 700.0800067 MHz
WDW SINE

3SB o]

LB 0 Hz

GB 0

BC 1.40

F1 - Processing parameters
SI 1024

Mc2 QF

SF 176.0353422 MHz
WDW SINE

85B o]

LB 0 Hz

GB 0
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HRMS spectrum of compound MCO011
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'H NMR spectrum (700.1 MHz) of compound MC012

3 )

— = o~ 0~ oy s
Curzent Data Parameters A~ 3 TN O~
NAME M9 Oy © o oW~ )J\
EXENO 1 o o e
FROCHO 1 — oy =} o
P2 - Aequisition Parameters \ N N \
Date_ 20190109 \ / \
- - H H
INSTRUM spact. [
PROBED 5 mm TEI 1H/13
PULPROG 2930
™ 65536
SOLVENT DMSO NH H
n3 32
i ; o o
E 14057.744 Tz
PIDRES 0.215118 Hz
aQ 2.3243434 sec
7S 0.5
i 35,467 usec
DE 6,50 usec N 12 N
™= 298.1 K
D1 3.00000000 sec
™0 1 H H
sF0. 700.0043233 Mz
oL
1 11.50 usec
PLHL 1260000000 W
P2 - Processing parametera
51 65536
sF 700.0800069 MHz
WoH o
538 o
) 0.10 He
cn o
e 1.00

J L J

WWOWECSEOONNYWY N MWD
TV FADSNN OO
PLLOODWOOTTOION NN

LA

N
(4]
N
o
-y
(4]
-
o
o
(4]
o
o

1.79 =
—
1.85
—
18.32
8.15

3 ~ ~ ~< & ~ N W ~ 0 OO0 N0 o N
— -~ — TN O o o @~ W —H O MmN oo
. o 4] o O e8] r~ o S LW Wwww = T MMM NN
s 2 ’ R e Ghwws a¥mnOdd
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| L ) ) | 1))
V| 4/ \ 1/
VI 1 I
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13C NMR spectrum (700.1 MHz) of compound MC012
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Ly

.026
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129.961

171.40
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112.267
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MM

SN

NAME
EXPNO
PROCNO

(8]

2

Fz
Date_
Time
INSTRUM
PROBHD
PULPROG

SOLVENT
NS

CPDPRG([2
PCPD2
PLU2
PLW12
PLW13

F2
s8I
SF
WDW
ssB
LB
GRB
BC

Current Data Parameters

MI19-1
2
1

20190109
10.40
spect

5 mm TBI 1H/13

zgpg30
65536
DMSO
2048

4

41666. 668
0.635783
0.7864320
2050
12.000

CHANNEL £
700.0828003
1H

waltzl6
65.00
12.00000000
1.71319997
0.72382998

176.0353435
EM

0
1.00
0

Acquisition Parameters

MHz

usec
W
W
w

- Processing parameters
131072
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Hz

I | I I | | I | | | | | | I I | I ! ! | ! I
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'H-13C HSQC spectrum (700.1 MHz) of compound MC012

ppm

—120

122
ppm

Current Data Parameters
NAME MI

19-1
EXPNO 5
PROCNO 1
F2 - Acquisition Parameters
Date 20190705
Time™ 16.55
INSTRUM spect

PROBED 5 mm BABBO EB-
PULPROG hsqcedetgpsisp2.3
™ 2048

SOLVENT DMSO
NS 8
Ds 3z
SWH 7002.801 Hz
FIDRES 3.419337 Hz
AQ 0.1462272 sec
RG 2050
oW 71.400 usec
DE 6.50 usec
TE 296.2 K
CNST2 145.0000000
CNST17 -0.5000000
DO 0.00000300 sec
D1 2.00000000 sec
D4 0.00172414 sec
D11 0.03000000 sec
D16 0.00020000 sec
D21 0.00360000 sec
D24 0.00089000 sec
INO 0.00001780 sec
CHANNEL f] ========
700.0838504 MHz
1H
15.06 usec
30.12 usec

.00 usec

1000
26.00000000 W

CHANNEL f2 = -
SFO2 176.05285595 MHz
NuC2 13¢
CPDPRG[2 bi_pSmdsp_4sp.2
B3 9.57 usec
P14 500.00 usec
P24 2000.00 usec
P31 1600.00 usec
PE3 1500.00 usec
BLWO ow
PLH2 60.00000000 W
PLW12 1.81659997 W

SPNAM[3] Crp60,0.5,20.1
SPOAL3 0.500

SPOFFS3 0 Hz
SPW3 8.39589977 W
SPNAM(7] Crpé0comp. 4
SPOALT 0.500
SPOFFS7 0 Hz

W7 8.39589977 W
SPNAM[14 Crpd2,1.5,20.2
SPOALL4 0.500
SPOFFS14 0 Hz

SPWL4 4.70170021 W
SPNAM[18 Crp60_xfilt.2
SPOALLS 0.500
SPOFFS18 0 Hz

SPW18 2.83690000 W
SPNAM[31 Crp42,1.5,20.2
POAL3L 0.500

SPOFFS31 0 Hz
SPW3l 1.17540002 W

= GRADIENT CHANNE], =====

GPNAM([1] SM5Q10.100
GPNAM(2] SMSQ10.100
GENAM[3] SMSQ10.100
GPNAM[4] 5MSQ10.100

GPZ1 80.00 ¢
GPZ2 20.10 ¢
GPZ3 11.00 %
GPZ4 =5.00 %
P16 1000.00 usec
P19 600,00 usec

F1 - Rcquisition parameters
™ 256

SFOL 176.0529 MHz
FIDRES 219.452240 Hz
SW 159.554 ppm
FNMODE  Echo-Antiecho

F2 - Processing parameters
sI 1024

SF 700.0800069 MHz
WD

55B 2

LB 0 Hz

GB 0

BC 1.40

Fl - Processing parameters
SI 1024

MC2 echo-antiecho

SF 176.0353435 MHz
WDW

S5B 2

LB 0 Hz

GB 0
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'H-13C HMBC spectrum (700.1 MHz) of compound MC012

Current Data Parameters
| NAME MI19-1

| EXPNO 6
PROCNO 1
|
| | | F2 - Acquisition Parameters
\J k Y Sl PPM  oace 20190705
Time 18.12
INSTRUM spect
Y PROBHD 5 mm PABBC BB-
PULPROG hmbegplpndaf
. ° g ™ 2048
’k SOLVENT DMSO
T NS 8
c) L Ds 16
SWH 7462.687 Hz
' 40 FIDRES 3.643890 Hz
//”\\ o 0.1372160 sec
N N RG 2050
oW 67.000 usec
H H DE 6.50 usec
TE 298.2 K
CNST2 145.0000000
NH H CNST13 10.0000000
— 60 ) 0.00000300 sec
O O D1 1.50901103 sec
D2 0.00344828 sec
D6 0.05000000 sec
N 12 N Dle 0.00020000 sec
INO 0.00001780 sec
H H = CHANNEL f1l ==
— 80 SFOL 700.0838481 Miz
NUC1 1H
Pl 15.06 usec
Pz 30.12 usec
PLW1 26.00000000 W
CHANNEL f2 = =
176.0528595 MHz
- 100 13C
9.57 usec
60.00000000 W
== GRADIENT CHANNEL
. GPNAM[1] SMSQ10.100
GPNAM[ 2] SMSQ10.100
. . % GPNAM[3] 5MSQ10.100
o 120 GPZ1 50.00 %
. GPZ2 30.00 %
0 o GPZ3 40.10 %
Pl6 1000.00 usec
H . L Y Fl - Acquisition parameters
TD 256
SFol 176.0529 MHz
FIDRES 219.452240 Hz
* — 140 SW 159.554 ppm
FnMODE QF
F2 - Processing parameters
ST
SF 700.0800069 MHz
WDW SINE
SSB 0
160  i- 0 He
GB 0
PC 1.40
. - o Fl - Processing parameters
SI 1024
MCz QF
SF 176.0353435 MHz
T T T T T T T T T T T T T T T T T T WDW SINE
| | T T T T | | | | we

10 9 8 7 6 5 4 3 2 1 ppm £ 0=
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HRMS spectrum of compound MC012
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'H NMR spectrum (700.1 MHz) of compound MC013

o oo o W T O M
Current Data Parameters o~ o~ <= OO ] nood-~o
MI18-36 =) 0 o O 0 \© < O M N
EXENO 1 o . . . . S S
PROCND 1 S o 0 o~~~ o R S
2 - Acquisition Paramsters | L)) (6] [ )
Date_ 20181218 \ | | |/ VNS
Time 14.36 | N \ N/
INSTRUM apect. | W U N
PROBID 5 mm TBI 18713
s 7 N
SOLVENT M50 H H
1S 32
08 ]
SToess el NH H
AQ 2.3243434
O o o O
oW 35,467 usec
0E £.50 usec )J\M)K
T8 298.1 K
o 200000000 sec N 13N
S — H H
P01 700.0843233 Mz
woeL b
1 11,50 usec
PLN1 12.00000000 W
P2 - P
5T
sF 700.0800084 Mz
W EM
ss2 0
L8 0.10 Hz
cn o
rc 1.00
T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
125 120 115 11.0 105 10.0 95 9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 25 2.0 1.5 1.0 0.5 0.0 ppm
-le - oo = W |lvlo
o= @ bl ] et ] QY =
o o N|o|o - —| |0l
- -
© o o wn o o ¢ 0 = w o~
o N S o @ o) 0 oo -~ o
- @ Ao @ = o - Mmoo N
2 - w S ™ - i
‘ Y ‘
T T T T T T T T T T T

T T T T T T T T T T T T T
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Woe W

o
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T T
1.2 ppm

T T
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13C NMR spectrum (700.1 MHz) of compound MC013

<t r~ OH ONONMHWO WS~
(] [te) M OLOMNWOWMS LW oOLWLEMMOW ALY © Dats Paramet
[5e} [ex} SO NN HOW®N ™~ OO ST O N S O arrent Data Barmee e
. . . . . . . . . . . . . . LS\TFTJ'OOCC)LVN-_"_“_‘COEXPND 2
v ™ A A0 MM N O WD N A * * = = + ¢+ e« s+ » PROCNQ 1
r~ [Te] S NN NN NN A — LN <t <H — — CO 0O 00 CO CO <
— — L e B B B B R B B B MM NN N N F2 - Acquisition Parameters
Date_ 20181218
ime 14.43
INSTRUM spect
PROBHD 5 mm TBT 1H/13
PULPROG zgpg30
™ 65536
SOLVENT DMSO
NS 2048
O DS 4
SHH 41666.668 Hz
FIDRES 0.635783 Hz
AQ 0.7864320 sec
RG 050
N N bW 12.000 usec
H H DE 6.50 usec
TE 298.2 K
D1 2.00000000 sec
NH H D11 0.03000000 sec
O O DO 1
CHANNEL f1
SFOL 176.0528587 MHz
NUC1 13c
N 13N 1 25.30 usec
H H PLWL 132.00000000 W
CHANNEL £2
sFO2 700.0828003 MHz
Nucz 1H
CPDPRG[2 waltzl6
PCPDZ 65.00 usec
PLA2 12.00000000 W
PLW1Z 1.71319997 W
PLWL3 0.72382938 W
F2 - Processing parameters
SI 131072
SF 176.0353407 MHz
WDW EM
55B o
LB 1.00 Hz
GB a
.40
I | I I I I I I I I I | I I | I I I I I I I I
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
< r~ © — o o N O oW = ) )
o) e} oY O M N OO - o [TopTe] ~ ™M MO0 A O w
o o)) ~ w0 ™o N — O oNw N < 0 L ~ < W oW N o
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ey
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*H-**C HSQC spectrum (700.1 MHz) of compound MCO013

IR “‘ A Current Data Parameters
NAME MI18-36

| \ EXBNO
PROCNO 1
\ F2 - Acquisition Parameters
1 Date_ 2018121
\ \ Time
\ INSTRUM spect
/ A PROBHD S mm TBI 1H/13
I T~ p p m PULPROG hsqcedetgpsisp2.3
et~ T ™D 1398
SOLVENT DMSO
— NS 4
DS 32
(0] SWH 7002,801 Hz
FIDRES 5.000157 Hz
)J\ AQ 0.0998172 sec
RG 2050
N N L oW 71.400 usec
H H DE 6.50 usec
TE 298.4 K
CNsTZ 145.0000000
CNST1T -0.5000000
NH H Do 0.00000300 sec
b1 2.00000000 sec
O O - 1 10 D4 0100172414 sec
bl 0.03000000 sec
D6 0100020000 sec
D21 0.00360000 sec
N 13N D24 0.00083000 sec
H H INO 0.00001780 sec
- CHANNEL £1 ========
700.0838504 MHz
1H
= 11.50 usec
23.00 usec

1000.00 usec
12.00000000 W

—-112

======== CHANNEL £2 ========
SFO2 176.0525075 MHz
Huc2 13
CPDPRG([2 bi_pS5mdsp_4sp.2
P3 e 0 usec
i P14 500.00 usec
P24 2000.00 usec
P31 1600.00 usec
P63 1500.00 usec
- PLWO W
pLH2 132.00000000 W
- 1 14 PLW1Z 27.93099976 W
SPNAM[3) Crp60,0.5,20.1
SPORL3 0.500
SPOFFS3 0 Hz
SEW3 129.08999634 W
SPNAM(7)  Crp6Qcomp.d
SPORLT
- SPOFFST 0 Hz
SpWi 129.08999634 W
SPNAM[14 Crpd2,1.5,20.2
SPORLL4 0.500
SPOFFS14 0 Hz
SPW14 72.29299927 W
- 1 16 SPNRM(18 Crp60_xfilt.2
ﬂ SPORL1S 0.500
SPOFFS18 0 Hz
0 SPW18 43.61999893 W
SPNAM[31 Crpd2,1.5,20.2
SPORL3L 0.500
SPOFFS31 0 Hz
- SPH31 18.07299995 W
====== GRADIENT CHANNEL
GPNAM(1] SMSQ10.100
GENAM(2] SM5010.100
GENAM[3] SMSQ10.100
D - 1 18 GPNAM[4) SMS010.100
Gp21 80.00 %
Gpz2 20.10 %
Gpz3 11.00 ¢
GFz4 -5.00 ¢
P16 1000.00 usec
P19 600,00 usec
F1 - Acquisition parameters
0 256
3FO1 176.0525 MHz
FIDRES 219.452240 Hz
SH 159.554 ppm

| 1 20 FnMODE Echo-Antiecho

F2 - Processing parameters
SI 1024

SF 700.0800084 MHz
WDW QSINE
SSB 2
r LB 0 Hz
GB 0
BEC 1.40

F1 - Processing parameters
SI 1024

Mc2 echo-antiecho
L I B I I L L L L L L L AL B I R SF 176.0353407 Mz
WOW QSINE

8.1 8.0 7.9 7.8 7.7 7.6 7.5 7.4 ppm 2 =
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'H-3C HMBC spectrum (700.1 MHz) of compound MC013

ppm

100
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Current Data Parameters

NAME MI18-36
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters
Date_ 20181218
Time 17.02
INSTRUM spect

PROBHD 5 mm TBI 1H/13
PULPROG hmbcgplpndgf

TD 2048
SOLVENT DMSO

NS 4

DS 16

SWH 7692.308 Hz
FIDRES 3.756010 Hz
AQ 0.1331200 sec
RG 2050

DwW 65.000 usec
DE 6.50 usec
TE 298.2 K
CNSTZ2 145.0000000
CNST13 10.0000000

DO 0.00000300 sec
Dl 1.51310694 sec
D2 0.00344828 sec
D6 0.05000000 sec
Dlé 0.00020000 sec

0

.00001780 sec

CHANNEL f1 =
700.0837693 MHz
1H
11.50 usec
23.00 usec
12.00000000 W
== CHANNEL f2 ========
176.0525075 MHz
13C
pP3 25.30 usec
PLW2 132.00000000 W
====== GRADIENT CHANNEL ==
GPNAM[1] S5MS5Q10.100
GPNAM[2] SMSQ10.100
GPNAM[ 3] SMSQ10.100
GPZ1 50.00 %
GPZ2 30.00 %
GPZ3 40.10 %
P16 1000.00 usec

Fl - Acguisition parameters
TD

SFOl 176.0525 MHz
FIDRES 219.452240 Hz
SW 159.554 ppm
FnMODE QF

F2 - Processing parameters
SI 2048

SF 700.0800084 MHz
WDW SINE

SSB 0

LB 0 Hz

GB 0

PC 1.40

Fl - Processing parameters
ST 1024

MCz2 QF

SF 176.0353407 MHz
WDW SINE

SSB 0

LB 0 Hz

GB 0
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HRMS spectrum of compound MC013

C56 H76 N6 03 Na+1[0.07ppm]
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'H NMR spectrum (700.1 MHz) of compound MC014

o

. = ) o =W 0

Current Data Paramters oW o e (@] el © W
36 >y R

2ero 1 o = = L

zR0cH0 1 S o e o R

F2 - Rcquisition Parameters | )

Time 12.23 N ] N/

e | | VL H H

PROBED & mm TBI 1H/13

PULPROG 230

™ 65536

NH H

i : 0 o

st 14057.744 1tz

¥ IDRES 0.215115 Ha

aQ 2.3243434 sec

G 3z

o 35.467 usec 14 N
DE 5. 50

= 29

D1 3.00000000 soc H H
Do

==mmm—= CIL £1 -

SFO. 700.0943233 MHz

HC:

1 11.50 usac

PLHL 12.00000800 W

P2 - Processing parameters

51 s

SF 700.0800082 Miz

WD Y

588 0

2} 0.10 Hz

[ 0

Bc 1.00
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13C NMR spectrum (700.1 MHz) of compound MC014

[T LN < M
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O o O~ O Current Data Parameters

- 5 Y E MI18-38

O FWWON—HOOON EXPRO >

s e e e e e e . PROCNO 1

O <t <+~ — 00 O 00 O 0O <

OO NN NN NN F2 = Acquisition Parameters
Date_ 20190104
Time 12.31
INSTRUM spect
PROBHD 5 mm TBI 1H/13
PULPROG zgpg30
™ 65536
SOLVENT DMSO
NS 2048
DS 4
SWH 41666, 668 Hz
FIDRES 0.635783 Hz
AQ 0.7864320 sec
RG 2050
DW 12.000 usec
DE 6.50 usec
TE 298.1 K
D1 2.00000000 sec
D11 0.03000000 sec
DO 1
======== CHANNEL £l ===
SFO1 176.0528587
NUC1 13c
Pl 25.30 usec
PLW1 132.00000000 W

CHAWNEL £2

SFO2 700.0828003 MHz
Nucz 1H
CPDPRG [2 waltzlé
PCPD2 65.00 usec
PLW2 12.00000000 W
PLW12 1.71319997 W
PLW13 0.72382998 W
F2 - Processing parameters
SI 131072
SF 176.0353471 MHz
WDW M
SSB o
LB 1.00 Hz
GB o
BC 1.40

| | | | | | |
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'H-**C HSQC spectrum (700.1 MHz) of compound MC014

—
N
Z

- 111

TTTTTTTT

112

113

114

115

116

117

TTTTTTTTT

—118

TTTTTTTT

119

1120
ppm

Current Data Parameters
NRME MI18-38

EXPNO 9
PROCNO 1
F2 - Acquisition Parameters
Date_ 201590705
Time 19.15
INSTRUM spect

PROBHD 5 mm PABBO BB-
PULPROG hsqcedetgpsisp2.3
2048

D
SOLVENT DMSO
NS 4
DS 32
SWH 7002.801 Hz
FIDRES 3.419337 Hz
D 0.1462272 sec
RG 050
DW 71.400 usec
DE €.50 usec
TE 5.2 K
CNST2 145.0000000
CNST17 =0.5000000
Do 0.00000300 sec
D1 2.00000000 sec
D4 0.00172414 sec
D11 0.03000000 sec
D16 0.00020000 sec
D21 0.00360000 sec
D24 0.00089000 sec
IND 0.00001780 sec
= CHANNEL f1 = -
700.0838504 MHz
1H
15.06 usec
30.12 usec

1000.00 usec
26.00000000 W

===m==== CHANNEL £2 ==—=====

SF02 176.0528595 MHz
nyc2 13
CPDPRG([2 bi_pSmdsp dsp.2

P3 9.57 usec
P14 500.00 usec
P24 2000.00 usec
P31 1600.00 usee
P63 1500.00 usec
PLWO W

PLW2 £0.00000000 W
PLW1Z 1.61659997 W

SPNAM[3] Crp60,0.5,20.1
OAL3 0.500

SPOFFS3 0 Hz

SPW3 8.39589977 W

SPNAM[7] Crp60comp.4
0.500

SPOFFS7 0 Hz

SPW7 8.39589977 W

SPNAM[14 Crp42,1.5,20.2
0.50

SPOFFS14 0 Hz

SPW14 4.70170021 W
SPNAM[18 Crp60_xfilt.2
SPOALLS 0.500
SPOFFS18 0 Hz

SPW18 2.83690000 W

SPNAM[31 Crp42,1.5,20.2
0.500

SPOFFS31 0 Hz

SPW31 1.17540002 W
====== GRADIENT CHANNEL =====
GPNAM([1] SMSQ10.100
GPNAM[2] SMSQ10.100
GPNAM[3] SMSQ10.100
GENAM[4] SM5Q10.100

GPZ1 80.00 %
GPZ2 20.10 &
GPZ3 11.00 &
GP24 -5.00 %
Pl6 1000.00 usec
P19 600.00 usec

Fl - Acquisition parameters
D 256

SFO1 176.0529 MHz
FIDRES 219.452240 Hz

sw 159.554 ppm
FIMODE  Echo-Antiecho

F2 - Processing parameters
s1 1024

SF 700.0800082 MHz
WDW QSINE
SSB 2

LB 0 Hz

GB 0

PC 1.40

F1 - Processing parameters
1024

MC2 echo-antiecho

SF 176.0353471 MHz
WoW

SSB

LB 0 Hz

GB 0
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'H-3C HMBC spectrum (700.1 MHz) of compound MCO014
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Current Data Parameters

NAME
EXPNO
PROCNO

MI1B8-38
10
1

F2 - Acquisition Parameters

Date
Time™
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

Ds

SWH

20190705

19.55

spect

5 mm PABBC BB-
hmbegplpndgf
2048

DMSO

4

16
7575.758

3.699100
0.1351680

Hz
Hz
sec

usec
usec
298.2 K
145.0000000
10.0000000
0.00000300
1.51105905
0.00344828
0.05000000
0.00020000
0.00001780

sec
sec
sec
sec
sec
sec

CHANNEL f1
700.0838048

== CHANNEL £f2
SFO2 176.0528595 MHz
NUC2 13C
P3 9.57 usec
PLW2 60.00000000 W

GRADIENT CHANNEL =
GPNAM[1] SMSQ10.100
GPNAM[2] 5MSQ10.100
GPNAM[ 3] SMSQ10.100
GPZ1 50.00 %
GPZ2 30.00 %
GPZ3 40.10 %
Pl6 1000.00 usec
Fl - Acquisition parameters
D
S5FO1 176.0529 MHz
FIDRES 219.452240 Hz
SW 159.554 ppm
FnMODE QF
F2 - Processing parameters
SI
SF 700.0800082 MHz
wDwW SINE
5SB Q
LB 0 Hz
GB Q
PC 1.40
F1 - Processing parameters
51 1024
Mc2 QF
SF 176.0353471 MHz
WDW SINE
55B 0
LB 0 Hz
GE Q
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HRMS spectrum of compound MCO014
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors CZ016; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-acetate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC001; 2,7-(COOBu).-indolocarbazole; 2,9-(COOBu).-indolocarbazole + TBA-acetate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC002; indolocarbazole; 2,7-(Cl).-indolocarbazole + TBA-acetate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC003; 2,7-(COOBu).-indolocarbazole; 2,9-(COOBu).-indolocarbazole + TBA-acetate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC004; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-acetate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC005; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-acetate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC006; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-acetate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC007; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-acetate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC008; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-acetate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC009; MC008; 1,3-diindolylurea + TBA-acetate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC010; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-acetate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC011; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-acetate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC012; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-acetate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC013; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-acetate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC014; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-acetate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors CZ016; MC002; 2,7-(COOBu).-indolocarbazole; 2,9-(COOBu),-indolocarbazole + TBA-
benzoate

MM A A A L”Ub j .
| |
SO A A A w U
- F A |
|1, ,
# 7.‘| W '“-".)I‘.ﬂ N ,‘L
i ﬁ‘\' fl\ rJ\ J
N A M A _J UA‘} W \'L._JU' (N N
Co W n |\‘r‘ Ilq H‘ ﬂ
_ A N N I ’_u

|

o ) L koA
Md‘j ‘ LML
A

1 Hu"t‘w \
] “l\ '\M‘
A A b S U'ULJ\A._J\‘
| - |
. A o I \ W ¢ A _ . A "‘1'_,“117_‘”,’\5{"‘%"}""“"‘\ A j‘-\ A _J]‘\l\ o
}L }ll ) {\,\M Jq ‘
; ___m,f\_./’\_JnL_ B S - _J _h.__._A,-\.JKAfJ Ulkaw VU“\'\_/\J\A*__AJK__ —
|
T T T ‘TJ\\_M j\—/‘L)Ik T Mtdlw T T
14 12 10

S114



Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC001; 2,7-(COOBu).-indolocarbazole; 2,9-(COOBu)-indolocarbazole + TBA-benzoate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC003; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-benzoate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC004; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-benzoate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO005; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-benzoate

| '
A _;.‘-_ _ _ . . s I A v VL ,.‘:"wa _,J\A_
)LJ\ A J A WUW
] nt |
\ | il I \ I L
A A N J ‘\ A VAV W S M T Ji‘ L

i '
SOV N . . N
JKJL A
T ‘ T |4leL T T d+ T T
12 11 10

S118



Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO006; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-benzoate

,ﬁ\,j\\_ _ _.\_J;,L,Jk_ I, R U

oA I U S

| S

By |

PN

PO N . B — — — N

BN AN

B 1,
[l “‘ I 1

D U U A ,‘Aﬂkhyuwjk_fk A

JUL_,_J\&___JM JMJ\T\ }J

“ \

e L_JJ LA JU{

0 LWMUWMWUL

| T T T T | T T T T ‘
11 10 9 8

S119



Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC007; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-benzoate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO008; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-benzoate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC009; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-benzoate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO010; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-benzoate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC011; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-benzoate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC012; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-benzoate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO013; 1,3-diindolylurea; 1,3- dlcarbazolylurea + TBA-benzoate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC014; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-benzoate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors CZ016; 2,7-(COOBuU).-indolocarbazole; 2,9-(COOBu).-indolocarbazole + TBA-formate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC001; MC004; 1,3-diindolylurea + TBA-formate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC002; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-formate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO003; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-formate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO005; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-formate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC006; MC008; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-formate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC007; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-formate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC008; MC009; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-formate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO010; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-formate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC011; 1,3-diindolylurea; 1,3- dlcarbazolylurea + TBA-formate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC012; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-formate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO013; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-formate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO014; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-formate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors CZ016; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-lactate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC001; 2,7-(COOBu).-indolocarbazole; 2,9-(COOBU).-indolocarbazole + TBA-lactate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO003; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-lactate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC004; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-lactate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO005; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-lactate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO006; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-lactate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC007; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-lactate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO008; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-lactate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO009; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-lactate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO010; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-lactate
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[rel]

Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO011; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-lactate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC012; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-lactate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO013; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-lactate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO014; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-lactate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors CZ016; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-pivalate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC001; 2,7-(COOBu).-indolocarbazole; 2,9-(COOBu).-indolocarbazole + TBA-pivalate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC003; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-pivalate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC004; 3,4,4-Cls-diphenylurea; 2,7-(COOBuU).-indolocarbazole; 2,9-(COOBU).-

indolocarbazole + TBA-pivalate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO005; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-pivalate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC006; 2,7-(COOBu).-indolocarbazole; 2,9-(COOBu).-indolocarbazole + TBA-pivalate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC007; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-pivalate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO008; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-pivalate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO009; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-pivalate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO010; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-pivalate
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[rel]

Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC011; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-pivalate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MC012; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-pivalate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO013; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-pivalate
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Stacked 'H NMR spectra (700.1 MHz) of a mixture of receptors MCO014; 1,3-diindolylurea; 1,3-dicarbazolylurea + TBA-pivalate
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UV-vis spectra of absolute binding affinity measurement for MC002 with TBA-lactate in 99.5%:0.5% m/m DMSO-H,0
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UV-vis spectra of absolute binding affinity measurement for MC002 with TBA-pivalate 99.5%:0.5% m/m DMSO-H.0
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UV-vis spectra of absolute binding affinity measurement for MC004 with TBA-acetate 90.0%:10.0% m/m DMSO-H,0
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UV-vis spectra of absolute binding affinity measurement for MC005 with TBA-acetate 90.0%:10.0% m/m DMSO-H,0
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UV-vis spectra of absolute binding affinity measurement for MC007 with TBA-acetate 90.0%:10.0% m/m DMSO-H,0
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UV-vis spectra of absolute binding affinity measurement for MC008 with TBA-acetate 90.0%:10.0% m/m DMSO-H.0O
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UV-vis spectra of absolute binding affinity measurement for MCO009 with TBA-acetate 90.0%:10.0% m/m DMSO-H.0
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UV-vis spectra of absolute binding affinity measurement for MC004 with TBA-benzoate 90.0%:10.0% m/m DMSO-H,0
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UV-vis spectra of absolute binding affinity measurement for MC005 with TBA-benzoate 90.0%:10.0% m/m DMSO-H0
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UV-vis spectra of absolute binding affinity measurement for MC007 with TBA-benzoate 90.0%:10.0% m/m DMSO-H.0
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UV-vis spectra of absolute binding affinity measurement for MC008 with TBA-benzoate 90.0%:10.0% m/m DMSO-H0
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UV-vis spectra of absolute binding affinity measurement for MC009 with TBA-benzoate 90.0%:10.0% m/m DMSO-H>0
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UV-vis spectra of absolute binding affinity measurement for MC004 with TBA-formate 90.0%:10.0% m/m DMSO-H,0
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UV-vis spectra of absolute binding affinity measurement for MC005 with TBA-formate 90.0%:10.0% m/m DMSO-H,0
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UV-vis spectra of absolute binding affinity measurement for MC007 with TBA-formate 90.0%:10.0% m/m DMSO-H>0
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UV-vis spectra of absolute binding affinity measurement for MC008 with TBA-formate 90.0%:10.0% m/m DMSO-H,0
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UV-vis spectra of absolute binding affinity measurement for MC009 with TBA-formate 90.0%:10.0% m/m DMSO-H>0
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UV-vis spectra of absolute binding affinity measurement for MC004 with TBA-lactate 90.0%:10.0% m/m DMSO-H.0

Absorbance

14

1,2

=
3]

o
o

0,4

0,2

MC004

—A12

—A13

—Al4

—A15

/xx ———Al6

A17

A18

A19

A20

300

320

340

360 380 400 420
Wavelength (nm)

S177



UV-vis spectra of absolute binding affinity measurement for MCO005 with TBA-lactate 90.0%:10.0% m/m DMSO-H>0
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UV-vis spectra of absolute binding affinity measurement for MCO007 with TBA-lactate 90.0%:10.0% m/m DMSO-H.0
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UV-vis spectra of absolute binding affinity measurement for MCO008 with TBA-lactate 90.0%:10.0% m/m DMSO-H>0
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UV-vis spectra of absolute binding affinity measurement for MC009 with TBA-lactate 90.0%:10.0% m/m DMSO-H,0
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UV-vis spectra of absolute binding affinity measurement for MC004 with TBA-pivalate 90.0%:10.0% m/m DMSO-H>0
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UV-vis spectra of absolute binding affinity measurement for MC005 with TBA-pivalate 90.0%:10.0% m/m DMSO-H.0
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UV-vis spectra of absolute binding affinity measurement for MCO007 with TBA-pivalate 90.0%:10.0% m/m DMSO-H-0
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UV-vis spectra of absolute binding affinity measurement for MC008 with TBA-pivalate 90.0%:10.0% m/m DMSO-H.0
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UV-vis spectra of absolute binding affinity measurement for MC009 with TBA-pivalate 90.0%:10.0% m/m DMSO-H20
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Lowest energy conformation of receptor CZ016

G =-1939212.08127 kcal/mol

Lowest energy conformation of receptor CZ016 with pivalate anion

G =-2156792.28741 kcal/mol
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Lowest energy conformation of receptor CZ016 with acetate anion

G =-2082766.14645 kcal/mol

Lowest energy conformation of receptor CZ016 with benzoate anion

G =2203124.50120 kcal/mol
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Lowest energy conformation of receptor CZ016 with lactate anion

G =-2154669.70262 kcal/mol

Lowest energy conformation of receptor CZ016 with formate anion

G =-2058084.08381 kcal/mol
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Lowest energy conformation of receptor MCO001

G =-1324377.24934 kcal/mol

Lowest energy conformation of receptor MCO001 with pivalate anion

G =-1759540.52493 kcal/mol

S186



Lowest energy conformation of receptor MCO0O01 with acetate anion

G =-1611476.38251 kcal/mol

Lowest energy conformation of receptor MCO001 with benzoate anion

G =-1852203.69392 kcal/mol
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Lowest energy conformation of receptor MCO001 with lactate anion

G =-1705929.89393 kcal/mol

Lowest energy conformation of receptor MCO001 with formate anion

G =-1562111.52768 kcal/mol
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Lowest energy conformation of receptor MC002

G =-2648766.27994 kcal/mol

Lowest energy conformation of receptor MCO002 with pivalate anion

G =-2866337.50211 kcal/mol
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Lowest energy conformation of receptor MCO002 with acetate anion

G =-2792310.16571 kcal/mol

Lowest energy conformation of receptor MC002 with benzoate anion

G =-2912671.14577 kcal/mol
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Lowest energy conformation of receptor MC002 with lactate anion

G =-2864220.05839 kcal/mol

Lowest energy conformation of receptor MC002 with formate anion

G =-2767634.54569 kcal/mol
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Lowest energy conformation of receptor MCO003

G =-1469566.91734 kcal/mol

Lowest energy conformation of receptor MCO003 with pivalate anion

G =-1687151.33703 kcal/mol
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Lowest energy conformation of receptor MCO003 with acetate anion

G =-1613118.82814 kcal/mol

Lowest energy conformation of receptor MCO003 with benzoate anion

G =-1733483.80492 kcal/mol
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Lowest energy conformation of receptor MCO003 with lactate anion

G =-1685024.93247 kcal/mol

Lowest energy conformation of receptor MCO003 with formate anion

G =-1588438.70245 kcal/mol
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Lowest energy conformation of receptor MC004

G =-1494248.55193 kcal/mol

Lowest energy conformation of receptor MCO004 with pivalate anion

G =-1711829.70872 kcal/mol
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Lowest energy conformation of receptor MC004 with acetate anion

G =-1637796.77666 kcal/mol

Lowest energy conformation of receptor MC004 with benzoate anion

G =-1758160.92459 kcal/mol
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Lowest energy conformation of receptor MC004 with lactate anion

G =-1709700.31149 kcal/mol

Lowest energy conformation of receptor MC004 with formate anion

G =-1613115.44806 kcal/mol
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Lowest energy conformation of receptor MCO005

G =-1518926.98220 kcal/mol

Lowest energy conformation of receptor MCO005 with pivalate anion

G =-1736508.43110 kcal/mol
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Lowest energy conformation of receptor MCOO05 with acetate anion

G =-1662477.72110 kcal/mol

Lowest energy conformation of receptor MCO005 with benzoate anion

G =-1782840.25461 kcal/mol
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Lowest energy conformation of receptor MCOO05 with lactate anion

G =-1734386.24267 kcal/mol

Lowest energy conformation of receptor MCO005 with formate anion

G =-1637795.20174 kcal/mol
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Lowest energy conformation of receptor MCO006

G =-1543604.89540 kcal/mol

Lowest energy conformation of receptor MCO006 with pivalate anion

G =-1761185.90669 kcal/mol
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Lowest energy conformation of receptor MCO0O06 with acetate anion

G =-1687156.27049 kcal/mol

Lowest energy conformation of receptor MCO006 with benzoate anion

G =-1807517.68972 kcal/mol
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Lowest energy conformation of receptor MCO006 with lactate anion

G =-1759060.05069 kcal/mol

Lowest energy conformation of receptor MCO006 with formate anion

G =-1662474.70525 kcal/mol
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Lowest energy conformation of receptor MCO007

G =-1568283.77596 kcal/mol

Lowest energy conformation of receptor MCO007 with pivalate anion

G = -1785862.89606 kcal/mol
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Lowest energy conformation of receptor MCO0O07 with acetate anion

G =-1711837.51767 kcal/mol

Lowest energy conformation of receptor MCO007 with benzoate anion

G =-1832195.75582 kcal/mol
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Lowest energy conformation of receptor MCO0O07 with lactate anion

G =-1783739.48423 kcal/mol

Lowest energy conformation of receptor MCO007 with formate anion

G =-1687155.70120 kcal/mol
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Lowest energy conformation of receptor MC008

G =-1592960.38942 kcal/mol

Lowest energy conformation of receptor MCO008 with pivalate anion

G =-1810542.30752 kcal/mol
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Lowest energy conformation of receptor MCO008 with acetate anion
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G =-1736513.26323 kcal/mol

Lowest energy conformation of receptor MCO008 with benzoate anion

G =-1856873.88068 kcal/mol
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Lowest energy conformation of receptor MCO008 with lactate anion

G =-1808417.42913 kcal/mol

Lowest energy conformation of receptor MCO008 with formate anion

G =-1711828.05606 kcal/mol
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Lowest energy conformation of receptor MC009

G =-1617636.36547 kcal/mol

Lowest energy conformation of receptor MCO009 with pivalate anion

G =-1835214.67834 kcal/mol

S§210



Lowest energy conformation of receptor MCO009 with acetate anion

G =-1761192.93428 kcal/mol

Lowest energy conformation of receptor MCO009 with benzoate anion

G =-1881553.39445 kcal/mol
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Lowest energy conformation of receptor MCO009 with lactate anion

G =-1833097.81583 kcal/mol

Lowest energy conformation of receptor MCO009 with formate anion

G =-1736506.44416 kcal/mol
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Lowest energy conformation of receptor MC010

G =-1642313.24091 kcal/mol

Lowest energy conformation of receptor MCO010 with pivalate anion

G =-1859899.36917 kcal/mol
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Lowest energy conformation of receptor MCO010 with acetate anion

G =-1785869.40606 kcal/mol

Lowest energy conformation of receptor MCO010 with benzoate anion

G =-1906229.24005 kcal/mol
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Lowest energy conformation of receptor MCO010 with lactate anion

G =-1857774.74552 kcal/mol

Lowest energy conformation of receptor MC010 with formate anion

G =-1761183.57068 kcal/mol
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Lowest energy conformation of receptor MCO011

G =-1666995.75494 kcal/mol

Lowest energy conformation of receptor MCO011 with pivalate anion

G =-11884578.42968 kcal/mol

Lowest energy conformation of receptor MCO011 with acetate anion

G =-1810547.72110 kcal/mol
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Lowest energy conformation of receptor MCO011 with benzoate anion

G =-1930905.78073 kcal/mol

Lowest energy conformation of receptor MCO011 with lactate anion

G =-1882455.59817 kcal/mol

Lowest energy conformation of receptor MCO011 with formate anion

G =-1785865.82166 kcal/mol
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Lowest energy conformation of receptor MC012

G =-1691674.08605 kcal/mol

Lowest energy conformation of receptor MC012 with pivalate anion

G =-1909252.26264 kcal/mol

Lowest energy conformation of receptor MCO012 with acetate anion

G =-1835225.73860 kcal/mol
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Lowest energy conformation of receptor MC012 with benzoate anion

G =-1955585.03038 kcal/mol

Lowest energy conformation of receptor MC012 with lactate anion

G =-1907129.15110 kcal/mol

Lowest energy conformation of receptor MC012 with formate anion

G =-1810543.68556 kcal/mol
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Lowest energy conformation of receptor MC013

G =-1716352.25505 kcal/mol

Lowest energy conformation of receptor MC013 with pivalate anion

G =-1933934.70969 kcal/mol
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Lowest energy conformation of receptor MCO013 with acetate anion

G =-1859903.77757 kcal/mol

Lowest energy conformation of receptor MC013 with benzoate anion

G =-1980264.91917 kcal/mol
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Lowest energy conformation of receptor MCO013 with lactate anion

G =-1931811.69804 kcal/mol

Lowest energy conformation of receptor MC013 with formate anion

G =-1835222.20163 kcal/mol

Lowest energy conformation of receptor MC014

G =-1741028.91954 kcal/mol
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Lowest energy conformation of receptor MC014 with pivalate anion

G =-1958610.17256 kcal/mol

Lowest energy conformation of receptor MCO014 with acetate anion

G =-1884581.51422 kcal/mol

Lowest energy conformation of receptor MC014 with benzoate anion

G =-2004943.68243 kcal/mol
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Lowest energy conformation of receptor MC014 with lactate anion

G =-1956485.72757 kcal/mol

Lowest energy conformation of receptor MC014 with formate anion

G =-1859899.50598 kcal/mol
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