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Figure S1. Partial '"H NMR spectra of (a) free 1 and (b) 1 + 2.82 equiv of TBAF in
CDsCl.
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Figure S2. Partial 'H NMR spectra obtained by subjecting 2 to titration with TBACI in
CDCl;. *Denotes a peak due to the NMR solvent.
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Figure S3. Partial "H NMR spectra corresponding to the titration of 2 with TBABr in
CDCl;. *Denotes a peak due to the NMR solvent or residual solvent.
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Figure S4. Partial 'H NMR spectra corresponding to the titration of 2 with TBAI in

CDCl;. *Denotes a peak due to the NMR solvent.
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Figure SS. ITC plots showing titrations of calix[4]pyrrole 1 (initial concentrations: 1.64
mM for TEACI, 1.10 mM for TBACI) with TEACI (left, 21.03 mM) and TBACI (right,
23.07 mM).
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Figure S6. Original ITC plots (left) obtained by subjecting calix[4]pyrrole 2 (0.21 mM)
to titration with TBACI (2.71 mM), as well as the corresponding plots (right) obtained
after adjusting the host concentration to obtain a value of 1 for N.
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Figure S7. Original ITC plots (left) obtained by subjecting calix[4]pyrrole 2 (1.57 mM)
to titration with TBACI (0.09 mM), as well as the corresponding plots (right) obtained
after adjusting the host concentration to obtain a value of 1 for N.
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Figure S8. Original ITC plots (left) obtained by subjecting calix[4]pyrrole 2 (0.21 mM)
to titration with TEACI (4.74 mM), as well as the corresponding plots (right) obtained
after adjusting the host concentration to obtain a value of 1 for N.
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Figure S9. Original ITC plots (left) obtained by subjecting calix[4]pyrrole 2 (1.00 mM)
to titration with TBABr (10.3 mM), as well as the corresponding plots (right) obtained
after adjusting the host concentration to obtain a value of 1 for N.
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Figure S10. Original ITC plots (left) obtained by subjecting calix[4]pyrrole 2 (1.00 mM)
to titration with TEABr (16.4 mM), as well as the corresponding plots (right) obtained
after adjusting the host concentration to obtain a value of 1 for N.
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Figure S11. Original ITC plots (left) obtained by subjecting calix[4]pyrrole 2 (1.00 mM)
to titration with TBAI (11.9 mM), as well as the corresponding plots (right) obtained after
adjusting the host concentration to obtain a value of 1 for N.
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Figure S12. Original ITC plots (left) obtained by subjecting calix[4]pyrrole 2 (1.00 mM)
to titration with TEAI (12.2 mM), as well as the corresponding plots (right) obtained after
adjusting the host concentration to obtain a value of 1 for N.
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Figure S13. Partial '"H NMR spectra corresponding to the titration of 2 with TEACI in
CDCls.
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Figure S15. Unit cell packing diagram for 2-(CH3OH),. The view is approximately down

the a axis.
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X-ray Experimental for 2:(CH3OH),: Crystals grew as long, colorless laths by slow
evaporation from methanol. The data crystal was cut from a larger crystal and had
approximate dimensions; 0.30 x 0.07 x 0.04 mm. The data were collected on a Nonius
Kappa CCD diffractometer using a graphite monochromator with MoKa radiation (A =
0.71073 A). A total of 311 frames of data were collected using o-scans with a scan range
of 0.9° and a counting time of 239 seconds per frame. The data were collected at 153 K
using an Oxford Cryostream low temperature device. Details of crystal data, data
collection and structure refinement are listed in Table S1. Data reduction were performed
using DENZO-SMN.' The structure was solved by direct methods using SIR97* and
refined by full-matrix least-squares on F> with anisotropic displacement parameters for
the non-H atoms using SHELXL-97.> The hydrogen atoms were calculated in ideal
positions with isotropic displacement parameters set to 1.2 x Ueq of the attached atom
(1.5 x Ueq for methyl hydrogen atoms). The hydrogen atom on the methanol oxygen
atom, Ola, could not be located in a AF map and was not included in the final refinement
model. The function, Zw(\Fo|2 - \Fc\z)z, was minimized, where w = 1/[(6(Fo))* +
(0.0606*P)* + (2.5237*P)] and P = (JFo|* + 2|Fc|*)/3. Rw(F?) refined to 0.237, with R(F)
equal to 0.0922 and a goodness of fit, S, = 1.007. Definitions used for calculating R(F),
Rw(F?) and the goodness of fit, S, are given below.* The data were checked for secondary
extinction effects but no correction was necessary. Neutral atom scattering factors and
values used to calculate the linear absorption coefficient are from the International Tables

for X-ray Crystallography (1992).> All figures were generated using SHELXTL/PC.°
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Table S1. Crystal data and structure refinement for 2-(CH3;OH),.

Empirical formula
Formula weight
Temperature
Wavelength

Crystal system
Space group

Unit cell dimensions

Volume

Z

Density (calculated)
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 25.00°
Absorption correction
Refinement method

Data / restraints / parameters
Goodness-of-fit on F*

Final R indices [[>2sigma(])]
R indices (all data)

Largest diff. peak and hole

C33 H40 N4 O5 S2
636.81

153(2) K

0.71073 A
Monoclinic

P21/n

a=12.817(3) A o= 90°.
B=98.261(11)°.
c=13.861(5) A Y = 90°.

b=17.885(6) A

3144.4(17) A®

4

1.345 Mg/m’

0.217 mm™

1352

0.30 x 0.07 x 0.04 mm
2.32 t0 25.00°.

-15<=h<=15, -21<=k<=19, -16<=I<=16

8959

5356 [R(int) = 0.1094]

96.6 %

None

Full-matrix least-squares on F*
5356/0/403

1.007

R1=0.0922, wR2 =0.1696
R1=0.2844, wR2 =0.2370
0.303 and -0.192 e.A”
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X-ray Experimental for 2-(DMF)4(CH,Cly)y,: Crystals grew as clusters of colorless
needles by slow evaporation from DMF and dichloromethnae. The data crystal was cut
from a large cluster and had approximate dimensions; 0.28 x 0.18 x 0.05 mm. The data
were collected on a Nonius Kappa CCD diffractometer using a graphite monochromator
with MoK radiation (A = 0.71073 A). A total of 205 frames of data were collected using
w-scans with a scan range of 2° and a counting time of 222 seconds per frame. The data
were collected at 153 K using an Oxford Cryostream low temperature device. Details of
crystal data, data collection and structure refinement are listed in Table S2. Data
reduction were performed using DENZO-SMN.' The structure was solved by direct
methods using SIR97* and refined by full-matrix least-squares on F* with anisotropic
displacement parameters for the non-H atoms using SHELXL-97.> The hydrogen atoms
on carbon were calculated in ideal positions with isotropic displacement parameters set to
1.2 x Ueq of the attached atom (1.5 x Ueq for methyl hydrogen atoms). The hydrogen
atoms on the pyrrolic nitrogen atoms, N1 and N2, were observed in a AF map and refined
with isotropic displacement parameters.

There were two regions of disordered solvent in the lattice. One, near a
crystallographic inversion center, appeared to be due to dichloromethane. Two peaks,
about 3 A apart, were thought to be due to a partially occupied dichloromethane
molecule. A second solvate molecule that was clearly DMF was located near the
dichloromethane molecule. Both solvate molecules were badly disordered. The
contribution to the structure factors due to these molecules was removed by use of the
utility Squeeze in PLATON98.” PLATON9S8 was used as incorporated in WinGX.*

The macrocycle is located around a crystallographic inversion center at /2, %2, %.
The macrocycle is H-bound to two molecules of DMF. The DMF molecules are
disordered about two orientations. The disorder was modeled by assigning the site
occupancy factor of one orientation to the variable x. The site occupancy factor for the
second orientation was assigned to (1 - x). A common site occupancy factor was refined
for all atoms of the two orientations. In this way, the site occupancy of the major
component was 69(2)%. The geometry of the disordered molecules was restrained to be
equivalent throughout the refinement. Anisotropic displacement parameters were used for
the major component of the disorder. The atoms of the minor component were refined
isotropically.

The function, Zw(|Fo]2 - |FC|2)2, was minimized, where w = 1/[(6(Fo))* +

(0.0533*P) 2 + (0.281*P)] and P = ([Fo|* + 2|F¢|)/3. Ry(F?) refined to 0.134, with R(F)
equal to 0.0525 and a goodness of fit, S, = 1.14. Definitions used for calculating R(F),
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Ry (F?) and the goodness of fit, S, are given below.® The data were corrected for
secondary extinction effects. The correction takes the form: Feorr = kF/[1 + (5.0(11) x 107
5y F.? 1Y/(sin20)] °* where k is the overall scale factor. Neutral atom scattering factors
and values used to calculate the linear absorption coefficient are from the International
Tables for X-ray Crystallography (1992).” All figures were generated using
SHELXTL/PC.’
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Table S2. Crystal data and structure refinement for 2-(DMF),-(CH,Cly)y..

Empirical formula
Formula weight
Temperature
Wavelength
Crystal system
Space group

Unit cell dimensions

Volume

Z

Density (calculated)
Absorption coefficient

F(000)

Crystal size

Theta range for data collection
Index ranges

Reflections collected
Independent reflections
Completeness to theta = 27.50°
Absorption correction
Refinement method

Data / restraints / parameters
Goodness-of-fit on F?

Final R indices [[>2sigma(])]
R indices (all data)

Extinction coefficient

Largest diff. peak and hole

C76.50 H101 CIN12 O12 S4

1544.38

153(2) K
0.71073 A
Triclinic

P-1
a=11.4296(6) A
b=12.6286(6) A
c=15.0391(9) A

a = 105.0390(10)°.
B =90.9620(10)°.
v=107.6010(10)°.

1987.52(18) A®

2

2.581 Mg/m’

0.440 mm’

1642

0.28 x 0.18 x 0.05 mm

1.93 to 27.50°.

-14<=h<=14, -16<=k<=16, -19<=I<=19
15170

8976 [R(int) = 0.0290]

98.2 %

None

Full-matrix least-squares on F*
8976 /38 /459

1.140

R1=0.0525, wR2 =0.1250
R1=0.0855, wR2 =0.1341
5.0(11) x 10

0.353 and -0.393 ¢.A™
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X-ray Experimental for 2-TBACI: Crystals grew as colorless prisms by slow evaporation
from Methanol and dichloromethane. The data crystal was a prism that had approximate
dimensions; 0.13 x 0.10 x 0.08 mm. The data were collected on a Nonius Kappa CCD
diffractometer using a graphite monochromator with MoK radiation (A = 0.71073 A). A
total of 151 frames of data were collected using w-scans with a scan range of 1.2° and a
counting time of 531 seconds per frame. The data were collected at 153 K using an
Oxford Cryostream low temperature device. Details of crystal data, data collection and
structure refinement are listed in Table S3. Data reduction were performed using
DENZO-SMN.' The structure was solved by direct methods using SIR97” and refined by
full-matrix least-squares on F? with anisotropic displacement parameters for the non-H
atoms using SHELXL-97.> The hydrogen atoms were calculated in ideal positions with
isotropic displacement parameters set to 1.2 x Ueq of the attached atom (1.5 x Ueq for
methyl hydrogen atoms).

The tetrakis-n-butylammonium ion was disordered. The disorder could not be
adequately modeled. As a result, the utility, SQUEEZE in Platon98’ was used to remove
the cationic contribution to the scattering. Platon98 was used as incorporated in
WinGX."

The function, Zw(|F 0\2 - ]Fclz) 2 was minimized, where w = 1/[(6(Fo)) > + (0.11*P) %] and
P = ([Fo|* + 2|Fc[)/3. Ry(F?) refined to 0.229, with R(F) equal to 0.0861 and a goodness
of fit, S, = 1.124. Definitions used for calculating R(F), RW(FZ) and the goodness of fit, S,

are given below.” The data were checked for secondary extinction effects but no
correction was necessary. Neutral atom scattering factors and values used to calculate the

linear absorption coefficient are from the International Tables for X-ray Crystallography

(1992).” All figures were generated using SHELXTL/PC.°
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Table S3. Crystal data and structure refinement for 2-TBACI.

Empirical formula C80 H108 CI N9 O8 S4

Formula weight 1487.44

Temperature 1532) K

Wavelength 0.71073 A

Crystal system Tetragonal

Space group [-4/1md

Unit cell dimensions a=23.5509(15) A o =90°.
b=123.5509(15) A B=90°.
c=14.5959(9) A v =90°.

Volume 8095.5(9) A*

Z 4

Density (calculated) 1.220 Mg/m’

Absorption coefficient 0.209 mm-1

F(000) 3184

Crystal size 0.15 x0.10 x 0.08 mm

Theta range for data collection 2.38 to 25.02°.

Index ranges -27<=h<=28, -26<=k<=28, -17<=Il<=17

Reflections collected 12049

Independent reflections 3746 [R(int) = 0.1141]

Completeness to theta = 25.02° 99.8 %

Absorption correction None

Refinement method Full-matrix least-squares on F*

Data / restraints / parameters 3746/ 1/ 205

Goodness-of-fit on F* 1.124

Final R indices [[>2sigma(])] R1=0.0861, wR2 =0.2084

R indices (all data) R1=0.1379, wR2 = 0.2295

Absolute structure parameter 0.21(18)

Largest diff. peak and hole 0.626 and -0.459 ¢.A™
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STANDARD 1H OBSERVE

axpl stdih
SANPLE
date Mar 18 200&
solvent cDCis
file exp
ACQUISITION
sfrg 300.144
tn H1
at 3.818
np 32000
sw 4196.4
b 2400
hs 16
tpwr 60
Pw 3.0
d1 1.000
tot 152.8
nt 18
<t 16
alock n
gain 10
FLAGS
1" n
in n
dp '
hs nn
DISPLAY

sp -334.3
wp 3419.8
ve 160
sc 0
weC 250
hZam 13.88
s 500.00
rf 486.4
rfp []
th 20
ins 4.000

7.774
——7.747
7.341

—_—r= O

o.l r

&

B

445

2.427
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Figure S16. 'H NMR spectrum of 6 recorded in CDCls.




13C OBSERVE

expl stdil3c

77.580
?7.259
76.946

SAMPLE DEC. & VT _/
date Sep 21 2010 dfrg 400.28%
solvent COCIS dn Hi
flle exp dpwr 38
ACQUISITION dof o
sfrg 100.8§58 da 5«
$300
PROCESSING
1.00
ft
not used
wft
rfp 0
th 8
ins 100.000 -
ma cdc ph n
©
© 3
AR} a8
~N
s N
5l3s
PR
-
3
5 5 e
et n a2
© n
3 4
LI O B o o o o S O L L L L I S e 00 L L L S L B N L
2800 180 1610 148 120 100 80 60 40 20 ppm

Figure $17. *C NMR spectrum of 6 recorded in CDCl;.
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Elemental Composition Report

Single Mass Analysis (displaying only valid results)
Tolerance = 5.0 PPM / DBE: min = -6.0, max = 9.0
Selected filters: None

Monoisotopic Mass, Odd and Even Electron lons

165 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:

C:0-100 H:0-100 N:0-2 0O:0-6 S:1-1 Bri1-2

ksk182
sr2780_hrClpos1 371 (5.290) Cn (Cen,10, 25.00, Ht); Sm (SG, 27.00); Cm (371:380)

1 407.9091

4059111 | 400.9068

410.9103

Page 1

Voltage Cl+
3.14e4

430.9728

433.9424
g | 4200,

392.9765 402.0835404.9756
|l T 396491“ T \I \I L T l ( +
395.0 400.0 405.0 4100
Minimum: -6.0
Maximum: 1000.0 5.0 9.0
Mass Calc. Mass mDa PPM DBE 1-FIT Formula
405.9111 405.9112 -0.1 -0.2 6.5 1.0 Cl3 H14 N 02 S Br2

Figure S18. CI-HRMS of compound 6.
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Figure S19. 'H NMR spectrum of 7 recorded in CDCls.
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13C OBSERVE
~ of
N~ Uy 0y
oo
expt stdldc ~ o] o
~f~
SAMPLE DEC. & VT \_
date Sep 18 2010 dfrq 480.269
solvent CDC13 dn H1
fite axp dpwr 38
ACQUISITION dof o
sfrq 100.658 dm yyy
tn C13  dem w
at 1.280 dmf 3300
np 64484 PROCESSING
sw 25188.9 b 1.00
b 13800 wtfile
bs 4 proc ft
tpwr 60 fn not used
pw 3.0
di 2.000 werr
tof 1538.5 wexp
nt 2000 whs wit
ct 948 wnt
alock n
gain not usad
FLAGS
11 n
h_u-— n X
P Yy
DISPLAY -
sp -1096.5
wp 195351 (@]
vs 250 D
sC [
we 250 (@)
hzmm 78.14
is 500.00 e
1m~ Hmmw.w =
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Elemental Composition Report

Page 1
Single Mass Analysis (displaying only valid results)
Tolerance = 5.0 PPM / DBE: min =-1000.0, max = 1000.0
Selected filters: None
Monoisotopic Mass, Odd and Even Electron lons
131 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:
C:0-100 H:0-100 N:0-2 0:0-4 S:2-2
ksk142
s2777_hiClpos1 107 (1.524) Cn (Cen,10, 40.00, Ht); Sm (SG, 2¢5.00); Cm (99:107) Voltage Cl+
| 417.0041 9.1323
4150789
430.9727
418.0074
302.9762 419.0011 431.1006

N | 3939795 396'9‘62,398.9446 404.0320. 404.«13757 408.9453 412.9828 | | ]r . A421.0900 424.9809 429.0035 | 4331061

3000 3005 3950 3075 4000 4025 4050 4075 4100 4125 4150 4175 4200 4225 4250 4275 4300 4325 4350
Minimum: -1000.0
Maximum: 1000.0 5.0 1000.0
Mass Calc. Mass mDa PPM DBE 1-FIT Formula
417.0941 417.0943 -0.2 -0.5 11.5 30.7 C20 H21 N2 04 s2

Figure S21. CI-HRMS spectrum of compound 7.
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STAMDARD 1H OBSERVE

expl stdih
SANPLE
date Jul 13 2006
solvant cbcr3
fils exp
ACQUISITION
sfrq 300.141
tn H1
at 3.813
np 32000
s 4196.4
£b 2400
bs 16
tpwr 60
pw 3.0
di 1.000
tof 152.3
nt 186
ct 16
alock n
gain 10
FLAGS
11 n
in n
dp ¥
he an
DISPLAY
$p -120.3
wp nwuw.@w
vs
sC <«
we 2%
hzam 11.
is 50 0
rfl 9 1
rtp ~le
th 6
1ns 2.bpo
m  c¢dc  ph
w0
-
N
L]

b

wtfila

proc
fn
sath

werr
wexp
wbs
wnt

7.311
7.282

4.424
2.401

6.450
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Figure S22. 'H NMR spectrum of 8 recorded in CDCls.



13C 0BSERVE
o~
= o o
= 3
expl stdidc T
~E~
SAMPLE DEC. & VT L
date Sep 18 2010 dfrq 400.259
solvant CDC13  dn H1
file exp dpwr 38
ACQUISITION dof ¢
sfrq 100.658 dm Yyy
tn C13  deom w
at 1.280 dmf 9300
np 64484 PROCESSING
W 25188.9 1b 1.00
fb 13800 wtfite
bs 4 proc ft
tpwr 60 fn not used
pw 3.0
d1 2.000 werr
tof 153%.5 wexp
nt 10000 wbs wit
<t 585 wnt
alock n
gain not used
FLAGS
i1 n
in n
dp Y
DISPLAY
sp -799.0
wp 22443.19
vs 208
sC 0
wC 250
hzmm 89.78
is 500.00
rfl 1527.0 <
rfp u @
th o o «
tns 100.000 SN 5 <
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Figure $23. ’C NMR spectrum of 8 recorded in CDCl;.



Elemental Composition Report Page 1

Single Mass Analysis (displaying only valid results)
Tolerance = 5.0 PPM / DBE: min = -1000.0, max = 1000.0
Selected filters: None

Monoisotopic Mass, Odd and Even Electron lons
78 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)

Elements Used:
C:0-100 H:0-100 N:0-2 0O:0-2 S:1-1
ksk171
Sr2778_hiClpos1 175 (2.498) Cn (Cen, 10, 40.00, Ht); Sm (SG, 27.00); Cm (159:175) Voltage Gl
) 261.0699 263e4
263.0854 268.9824
264.0885 280.9824
260, 279.0801
245.0806  250.0640.250.0022 254.9856 260.0599 | ( 7 2749928277 1 N | _281.0855
T T LI e e e o e e L B e e e B L T T T mz

2400 2405 2450 2475 | 2500 2605 2550 2575 2600 2625 2650 2675 2700 2725 2750 2775 2800 2825

Minimum: -1000.0

Maximum: 1000.0 5.0 1000.0

Mass Calc. Mass mDa PPM DEE 1-FIT Formula

263.0854 263.0854 0.0 0.0 7.5 36.7 Cl3 H15 N2 02 s

Figure S24. CI-HRMS spectrum of compound 8.
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Figure S25. '"H NMR spectrum of 2 recorded in CDCls.
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138C OBSERVE
~dn
w &
wde
expl stdisc ol
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SANPLE DEC. & VT \_
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solvent cDC13  dn M1
file exp dpwr 38
ACQUISITION dof 4
sfrg 100.858 dm yyy
tn C13  dma w
at 1.280 dmf 9300
np 54484 PROCESSING
W 25188.9 1b 1.00
h 13800 wifile
bs 4 proc fi
tpwr 60 fn not used
oW 3.0
a3 2.000 werr
tof 1539.5 wexp
nt 20000 whs wft
ct 2776 wnt
alock n
gain not used
FLAGS
11 n
in n
dp ¥
DISPLAY
sp -§00.7
wp 19931.7
vs 65
sC 0
we 250
hma ?9.73
is 500.00
1 1527.8
rfp [
th L]
ins 100.888 L)
s cdc ph pa
~
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- Mu w©
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Figure S26. 'H NMR spectrum of 2 recorded in CDCls.



KSK-NTscalix

exp3 Gcosy
SANPLE FLAGS
date Nov 15 2010 hs nn
solvent edcli8  sspul y
sampls hegliv] 5357
ACQUISITION SPECIAL
W 6793.5 temp 25.0
at 0.151 gain 80
np 2046 spin 9
b q000 F2 PROCESSING
8s 16 sb -8.075
di 2.00¢ sbs not used
‘nt 2 fn 4096
2D ACQUISITION F1 PROCESSING
swi §7938.5 sbi -0.075
ni §12 sbsl not used
PRESATURATION procl 1p
satmode ron fnl 4038
satdly [ DISPLAY X
satfrg 499.8 sp -1009.0
satpwr -13 wp 6790.2 ]
¢ TRANSHITTER spi -”“nu...m F1 A
n H1 wpi .
sfrg 599.752 rf1 1012.8 (ppm}
tof -623.8 rfp 0 B
tpwr 61 rfl1 1021.8 1
pw 11.600 rfpl L] ]
tpwr_cf 1.064 PLOT =0 s
GRADIENTS wC 116.0 7]
gzlvil 7142 s¢ 10.0 A
ot1 0.001000 wc2 116.0 4 .
gstab 0.000500 sc2 L] 1 ’
DECOUPLE Vs 4087 — b
dn C13 th 2 M ]
dm nnn ai c¢dc av i
. | NI._. ..\
w..“ . .
e ] .
4- \
] &1
57
6
7-]
] o .
s o
L
s .
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Figure S27. COSY NMR spectrum of 2 recorded in CDCl;.
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Figure S28. HSQC NMR spectrum of 2 recorded in CDCl;.
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Elemental Composition Report

Single Mass Analysis (displaying only valid results)
Tolerance = 3.0 PPM / DBE: min = -1000.0, max = 1000.0
Selected filters: None

Monoisotopic Mass, Odd and Even Electron lons
211 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Elements Used:
C:0-100 H:0-100 N:4-8 0:4-8 S:4-4
ksk159
sr2779_hrClpos1 143 (2.032) Cn (Cen,10, 50.00, Ht); Sm (SG, 27.00); Cm (142:148)
1209.4435

1
1210.4481

1211.4471

1208.4370
1204.9243 1216.9249

1192.9250

11900 1195.0 1200.0 1205.0 12100 1215.0 12200
Minimum: -1000.0
Maximum: 1000.0 3.0 1000.0
Mass Calc. Mass mDa PPM DEE 1-FIT Formula
1209.4435 1209.4434 0.1 0.1 32.5 20.9 C64 HT3

Figure S29. CI-HRMS of compound 2.
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Sample Information

Acquired by - Admin
Sample Name - SungKuk1inDMSO
Sample ID 01
Tray# 01
Vail# 231
Injection Volume :10ulL
Data Filename - SungKuk3mmDMSO Icd
Method Filename : Pic analytical A lem
Batch Filename :runl.Icb
Report Filename : Base General report2.lcr
Date Acquired :9/19/2010 3:24:12 PM
Data Processed :9/19/2010 4:04:14 PM
Chromatogram
SungKuk1inDMSO C:'Documents and Settings'\User'Desktop'Group Files'Derric'091910\SungKuk3inDMSO.Icd
mAU
i PDA Multi 1
1000+
0
LA L S L ) SO L) S AL S AL SN N AL R
0 5 10 15 20 25 30 35 40
min
1 PDA Multi 1/230nm 4nm
PeakTable
PDA Chl 230nm 4nm
Peak# Ret. Time Area Area %
1 17.503 455589 3.007
2 17.748 317829 2.008
3 18.047 14377572 04.805
To 15150990 100.000
Contour
41z
200
300 -153%
400
500
600
700
nm
mir

Figure S30. HPLC analysis of compound 2.
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<<Comment=>
<<PDA=>
Model
Lamp Type
Wavelength From
Wavelength To
Use Cell Temp.
Cell Temp.
Slit Width
Reference cormrection
DA1 Wavelength
DA1 Bandwidth
DA1 Output Range
DA1 Polarity
DA2 Wavelength
DA? Bandwidth
DA?2 Output Range
DA? Polarity
DA3 Wavelength
DA3 Bandwidth
DA3 Output Range
DA3 Polarity
DA4 Wavelength
DA4 Bandwidth
DA4 Output Range
DA4 Polarity

<=<1.C Program‘:>22>
Time

0.10

15.00

40.00

Method

:SPD-M20A
D2&W
200 nm
:800 nm
‘Use

40C
12nm
‘Not Used
470 nm
4 nm
40AUNV

750 nm
4 nm
40AUV

250 nm
4nm
1.0 AUV

250 nm
4 nm
1.0 AUV

Unit Command

Pumps B.Conc

Pumps B.Conc
Controller Stop
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