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Scheme S1: Model schematic representation of self-replication of binols where the D::::A represents
donor-acceptor noncovalent interactions



Study of Gelation Property:

The compounds (2b-d) attached with long alkyl chain to binol system are excellent
gelator for the mixed solvents basically in alkane solvents; here very little amount of
chloroform is used only to solubilize i.e. to make a super saturated solution during gel
formation. A survey of CGC values show that compound 2d is the best gelator among
all.

Gelation Study in Cyclohexane/Chloroform (6:1 V/V):

All the gels were thermo-reversible in nature. Hence the gel to sol transition temperature
Tqer were plotted against the gelator concentration (mM). With increase in the
concentration of the gelator the Ty increased indicating stronger intermolecular
interactions and increased branching at higher concentrations.

Entry | Conc.(%w/v) Tgel (°C) of Tgel (°C) of Tgel (°C) of
compound 2b compound 2¢ compound 2d
1 0.833 54 55 58
2 1.00 58 60 65
3 1.25 63 65 70
4 1.66 70 73 74
5 25 77 80 84

Thermodynamic parameters Calculation:

Various thermodynamic parameters (AHo, ASe and AGP°) during gel to sol phase
transitions were calculated from the variation of Ty with concentrations. The positive
free energy changes (AG ° values) obtained in both of the cases studied during gel to sol
transition indicated the stability of the gels. The free energy changes during gel to sol
transition of compound 2b-d in cyclohexane/CHCI; (6:1 v/v) were calculated as

Calculation:

The thermo-reversibility of a gel can be expressed as:

Gel—liquid

The equilibrium constant can be expressed as ;

Kegm = [Gelator]/ [Gel]

Assuming unit activity of the gel, the equilibrium constant can be expressed as :
K = [Gelator]

The Gibbs free energy change (AG°) during gel melting can be obtained by the
following equation

AG® = - RTInK = AH® - TAS®




Hence, InK = -AH° /RT + AS° /R

“

The gel melting temperature (Tg4e) increases with increasing concentration of the
gelator”.
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Figure S1. Plot of InK vs 1/T where T is the gel to sol transition temperature Ty (a) 2b, (b) 2c,
(c)2d



Figure S2. (a) AFM images of 0.12 % (w/v) 2c in 6:1 cyclohexane-chloroform , (b,c) AFM
images of 0.14% (w/v) 2d in 6:1 heptane-chloroform and octane-chloroform, (d) SEM
image of (0.11% w/v) 2d in (6:1 v/v ) chloroform/dodecane and (e,f) TEM images of 0.10 %
(w/v) 2d in 6:1 cyclohexane-chloroform .Samples were collected after 4h on a glass plate,
dried slowly and then under reduced pressure and sputter coated with Au for 60 s and
analyzed.
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Figure S3. Histogram from OPM (a) 3.2 % of 2c in 5:1 (v/v) DMSO-Water; (b) 3.25 % of 2d in 5:1 (v/v)
DMSO-Water
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Figure S4. X-ray diffraction studies of the self-assemblies of 2¢ (0.11% w/v) in DMSO-water (5:1 v/v).




DLS studies: Dynamic light scattering (DLS) studies were carried out in a Zetasizer
Nanoseries instrument (Model Nano ZS90). In all the cases studied, polydisperse self-
assemblies of varied diameters were observed. For 2¢ (0.10% w/v) and 2d (0.10% wi/v)
in cyclohexane-chloroform (6:1 v/v), average size of 310.8 nm and 151.5 nm
respectively were observed. For the self-assemblies of 2d (0.10% wi/v) in octane-
chloroform (6:1), the average size was 75.3 nm.
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Figure S5. Dynamic light scattering (DLS) studies of (a) 2d in 6:1 (v/v) n-octane-chloroform (0.10%
w/v), (b) 2d in 6:1 (v/v) cyclohexane-chloroform (0.10% w/v), (c) 2c in 6:1 (v/v) cyclohexane-
chloroform (0.10 % w/v)
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Figure S6. Fluorescence emission spectra (Aynax 510 nm) of release of encapsulated Rho-B
by sonication at different duration of sonication time, a = 45 min, b = 30 min, ¢ = 15 min,
(d) encapsulated Rho-B inside the vesicular self-assemblies of 2d after 24 h.
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Figure 7: HPLC profiles for the oxidative coupling of 1b to 2b. Aliquots were collected at 10
min time intervals. Increase in the concentration of the dimer 2b was observed with
concomitant decrease of the monomer 1b at the initial stage of the reaction. The reaction
mixture became heterogeneous after about an hour.
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1H-NMR, CDCl; (100 MHz)
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DEPT-90, CDCl; (100 MHz)
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'H-NMR, DMSO-d; (400 MHz)

SKP20531 1H

Current Data Parameters
NAME

SKP20531
o P HOTHONN OO ™ AN © o cw o © ayin EXPNO 1
& Pl FOInaa8lmamaa & 23 3 S8 PROCNO 1
: @ PRSP S A e S5 53 & LSRN
2 e B T R A R IR S 52 - Acquisltlcgoigggxggters
ate
T TP T W
INSTRUM spect
PROBHD 5 mm PABEO BB/
PULPROG 2930
65536
SOLVENT DMSO
NS 256
DS 0
SWH 8012.820 Hz
FIDRES 0.122266 Hz
a0 4.0894465 sec
O ~ RG 31.73
I I oW 62.400 usec
DE 6.50 usec
S TE 298.0 K
N N CH D1 1.00000000 sec
| 3 TDO 8
CHANNEL f1
HO H 400.1324710 MHz
1H
14.50 usec
HO 15.00000000 W
H : F2 - Processing parameters
| ¢ sI 65.
SF 400.1300000 MHz
N_ _N_ _CH &
3 ssB 0
-~ LB 0.30 Hz
I GB 0
~ BC 1.00
sz SEURS, SR o TS L V4
l T T T T T T T T T T T
10 9 8 7 6 5 4 3 2 1 ppm
]
= b4 =3 |~ (2 - o
< * ] el (2] | N.l
- = < ailledl [<] | “
13
C-NMR, DMSO-d (100 MHz)
SKP20531 13C s
T BoE SANESSouEDEs AEEEGsGEEEY &
< — <O NO W N P~ = Current Data Parameters
6 Mind 0O AR @M o S anenS W S wame SKP20531
6 LW MMNONNNAN oo - CoaRRRR AR T = T ExeNoO 6
gt o A it (R S A A SIMOMONMNNN <~ PROCNO 1
VIR SLUL 20 | T o vesision s
Date_ 20180508
Time 18.59
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 29pg30
™ 32768
SOLVENT DHSO
NS 66093
DS 2
o o SWH 24038.461 Hz
I FIDRES 0.733596 Hz
a0 0.6815744 sec
~ RG 198.72
N N CH DW 20.800 usec
3 OE 6.50 usec
| TE 300.0 X
D1 2.00000000 sec
H il 003000000 sec
HO . 00 1
CHANNEL f1
1006228293 MHz
HO H 13
9.75 usec
| 60.00000000 W
N N CH CHANNEL £2
3 SFO2 400.1316005 MHz
Nucz 18
- CPDPRG(2 waltzle
PCPD2 90.00 usec
(@) >~ PLW2 15.00000000 W
PLW12 0.38935000 W
PLW13 0.31536999 W
2a F2 - Processing parameters
s1 163
sF 100.6127690 MHz
WDW EM
SSB 0
18 1.00 Hz
GB 0
rC 1.40
T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm




DEPT-90, DMSO-ds (100 MHz)

21

FKP20531 DEPT0 epGEan
o3 “ommre  ©
e SR e s N aIREB Cuzzent Dats Baramecars
© SO oy ERENS
I MO NN Scoaaa EXENO 1
— A At ol SO m PROCNO 1
| \ / \/ \/ ’ N/ F2 - Acquisition Parameters
Date_ 20180506
Time Toll
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG deptsp90
32768
SOLVENT DMSO
NS 4096
/ DS =
54 24038.461 Hz
I | FIDRES 00.733595 Hz
AQ .6815744 sec
- RG 198.72
N N CH oW 20.800 usec
3 DE 6.50 usec
| TE 0.0 K
cnst2 145.0000000
HO H D1 2.00000000 sec
D2 0.00344828 sec
& D12 0.00002000 sec
TDO &
HO H HANNEL f1
100.6226298 MHz
| 136
9.75 usec
N N CH3 2000.00 usec
-~ Wl 60.00000000 W
| SPNAM[5] Crpé0comp. 4
SPOALS 0.500
O >~ SPOFFS5 0 Hz
SEWS 8.71469975 W
CHANNEL f2
2a sFO2 400.1316005 Miz
NUC2 1H
CPDPRG[2 waltzl6
P3 14.50 usec
4 29.00 usec
PCPD2 90.00 usec
PLW2 15.00000000 w
PLW12 0.38935000 W
F2 - Processing parameters
SI 16
SF 100.6127690 MHz
WDW EM
SSB 0
LB 1.00 Hz
B 0
T T T T T i T T T T T T T T T
150 140 130 120 110 100 30 80 70 60 50 40 30 20 10 ppm
DEPT-135, DMSO-ds (100MHz)
SKP20531 DEPT135
o SoOMmm®OO
s : TAG~D o O (<D
@ — O 1) < O O — L . I » .
1 M ANNNAA % OO oo O o -
— = e e — T MMM o~ o~
| \ / \/ \/ ! \V 1 ‘ Current Data Paramecers
NAME SkP20531
3
1
F2 - Acquisition Parsmeters
Date_ 2018050
Tine 35
(@) i INSTRUM spect
| PROBED & mm PABBO BB/
BULFROG deptspl25
> 3
\ SOLVENT DMSC
N~ N7 CH
bs H
3 S 16129035 5z
I FI0RES 0.192219 He
Ao 1.6158080 sec
kG 5.72
HO H
DE .50 usec
S 300.0 K
anst2 145.9000000
. D1 2200000000 sec
HO H I3 0100344828 sec
D12 0100602000 sec
™0 1
N N CH 1006208171
3 1sc
75 usec
~ 2000100 vsac
I 0w
50.00000000
O N Crpé0conp_ 4
oep
0 Hz
671469975 W
2 HANNEL £2
a e
1
waltz16
23 14750 usec
o 2900 usec
2cpp2 co
212 15.00000000 W
L1z 031935000 &
F2 - Processing parameters
st 52768
sF 100. 6127650 MKz
wow Y
558 o
i 1.00 2
3 0
eC 1.40
T T T T T T T T T T T T T T T
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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'H-NMR, CDCl; (400 MHz)

23

NN TUOTTONM®ET OO CDAMOT AN AN ODO AN ATEEOOEOMEE IO D
O EPEON TSN N o~ 1h 0™ TP ANTHNUN IO MOOOIMIOEDOITNOTM O ®E DO~
FOMo—@o®®mo® M~ 00 SUNNNNoOLLERACArRRERRoboooossssmmmma
L A e T N NN N N N N N L e e b e R R e R R R

QS
HO H

1d: R = OC,,H,;

Current Data Parameters

NAME
EXPNO
PROCNO

0.876
0.852
0.093

0

Date_
Time
INSTRUM

PROBHD

F2 - Acquisition Parameters
20

s
5 mm PABBO BB/

K
1.00000000
1

CHANNEL £1
400.1324

5611301
1

1

0827
19.24
pect

2930
65536
CcDC13

256

0
8012.820 Hz
0.122266 &
4.0894465 sec

177.89
62.400
6.50

usec
usec

sec

0 usec

14.
15.00000000 W

F2 - Processing parameters
. st 65536
sF 400.1300000
WDW EM
SSB 0
) 0.30 Bz
G 0
eC 1.00
|
\‘ |
T T T T T T T T
9 6 5 4 3 2 1 ppm
i |
\ 1\ [ r \
| | ©
| ‘vg’z\ ;e-_ ‘v_:’
1 i~ al | i
13
C-NMR, CDCl; (100 MHz)
SG11301 13C s
§ gg: ﬁ&?ﬁg‘é&?S&E@SE o~ — OO0 ORI WYMo Current Data Parameters
X e HER SR — mAavow ANOD TN A0 0O o
0 VW H OV HENNOTONMO . S rmaME $611301
© 0w 0o MOMNNNNN A A A O © ~W0wOm Ao ®O N * EXPNO 2
P e ek RS i il B B b S S B o e~ MONNNNNNNN ~ PROCNO 1
VT K& T SR | e s s
Date_ 201608
Time
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
™ 32768
SOLVENT cpcl13
NS 4096
Ds 2
O P sw 24038.461 Hz
| FIDRES 0.733596 Hz
B0 0.6815744 sec
| N RG 198.72
oW 20.800 usec
N~ N7 CH-R o o=
2 1E 0K
| Dl 2.00000000 sec
D11 0.03000000 sec
}-{ DO 1

HO

1d: R = OC,H,;

PLW12
PLW13

F2
s1
SF
WDW
SSB
LB
GB
BC

T T T T T T T T T
190 180 170 160 150 140 130 120 110

T T T T T

T
100 90

CHANNEL fl =
100.622

CHANNEL f£2 =

622

usec
W

400.1316005 MH.
18

waltzl6
90.00
15.00000000
0.38935000
0.31536999

usec

EEE

- Processing parameters
16384

100.6127690 MHz
EM

1.00 Hz

1.40
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1H-NMR, CDCl; (400 MHz) 75

SKP11232 1H

Current Data Parameters
NAME

SKP11232
TN YT T AR ONMMO T M© o« mwo cTovoHanmTOnTwamnos  EXENO 1
SENOmma000man wmB v o < P E=E=t AR NOn NN SN n®o®© o  PROCNO 1
EMMO®E®EE NN ODnD AN NN e L& PEREROLOMMNNO DD o NS
B R N e e N N N < oo A A GO0 ooo  F2 - Acquisition Parameters
L Date_ 20170104
NS % el i
( INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2g30
™ 65536
SOLVENT cpcl3
NS 256
DS 0
| swi - 8012.820 Hz
@) s FIDRES 0.122266 1z
a0 4.0894465 sec
| RG 136.33
oW 62.400 usec
| DE 6.50 usec
N™ "N” "CH,R ™ ox
2 D1 1.00000000 sec
I DO 9
HO H } CHANNEL f1
| 400.1324710

14.50 usec
15.00000000 W

| F2 - Processing parameters
65536

55
SF 400.1300000 MHz
EM

LB 0.30 Hz

BC 1.00

f T T T T T T T
6 5 4 3 2 1 ppm
| TITURE
| J | RYAERE
ol (ol g2 |5
S @) (R =]
o~ le=! N (3 ‘n‘
| | P |
13C-NMR, CDCl; (100 MHz)
SKP11232 13C %‘*
™ o~ LYW NTOOWON®®O
S Fmon seanieacnind nREaSd BURBYR0YY . current data raramerers
0 0 WY OV HOSN~OITOASMO . o NAME SKP11232
© 0o MOMNANNNNAAAO ~~~0mA —HO OO OO N EXPNO 7
— — A A A o NS~~~ MNNNNNNN A ~  PROCNO 9,
NS\ Y% T | | e
Date_ 20170107
Time 1.08
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
TD 32768
SOLVENT cDC13
O s NS 4096
Ds =
| | SWH 24038.461 Hz
FIDRE! 0.733596 Hz
~ 20 0.6815744 sec
N N CH R RG 198.72
2 DW 20.800 usec
DE 6.50 usec
| TE 0K
Dl 2.00000000 sec
HO H i1 0.03000000 sec
TDO -}
CHANNEL f1
SFO1 100.6228293 ¥
NUC1 136
1c. R = OC H Pl 9.75 usec
. 10 21 PLW1 60.00000000 W

HAN] £f2 =
400.13160

2

NUC2 18
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 15.00000000 W
PLW12 0.38935000 W
PLW13 0.31536999 W
F2 - Processing parameters
ST 16384
SF 100.6127690 MHz
WDW M
ssB 0
1B 1.00 Hz
GB 0

‘ [ BC 1.40

" l i “

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




DEPT-90, CDCl; (100MHz)
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SKP11232 DEPT90 ehGdn
™ Mmd N o .
B <& W s agagee Current Dats rarameters
o o o o ¥ e SKP11232
@ v Ao o SO oG & EXPNO 9
— o = MANNNNN PROCNO 1
| N2 B itz
. Date 20170107
Time~ 7.43
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG deptsp90
™ 32768
SOLVENT cpc13
NS 096
DS 2
SWE 24038.461 Hz
FIDRES 0.733596 Hz
I a0 0.6815744 sec
RG 198.72
D 20.800 usec
N E 6.50 usec
TE 0 K
I CNST2 145.0000000
Dl 2200000000 sec
I_1 D2 0.00344828 sec
HO D12 0200002000 sec
DO 1
CHANNEL £1 -
. 100.6228298 MHz
13¢c
1c: R = OC, H
. 10" 121 . 2000000 usec
60.00000000 W
Crp60comp. 4
0.500
0 Hz
8.71469975 W
CHANNEL f2
sF02 400.1316005 MHz
NuUC2 1H
CPDPRG[2 waltzlé
»3 14.50 usec]
P4 29.00 usec]
PCPD2 90.00 usec|
PLW2 15.00000000 W
PLW12 0138935000 W
F2 - Processing parameters
s1 16384
sF 100.6127690 Mz
WDW EM
‘l " ssB o
e 8 1.00 Hz
[ ' GB 0
rC 1.40
T T T T T T T T
150 140 90 80 70 60 50 40

DEPT-135, CDCI3 (100MHz)

SKP11232 DEPT13

——139.51

13,21
——109.60

—131.320
_~127.45
=—126.90
—~——124.15
——119.42
—117.71

—77.23
—173.02
——71.53

—1.03

T T T
150 140

Current Data Parameters
NAME SKP11232

Acquisitis

Date_

Tine
INSTRUM
PROB

138935000 W
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TH-NMR 400 MHz(CDC

13)

28

SKP20481 1H

2

Current Data Parameters

NAME SKP20481
EXPNO 1
PROCNO &
F2 - Acquisition Parameters
Date_ 20180502
Time 22:17
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
65536
SOLVENT cDcl3
NS 256
x DS 0
o~ SWH 8012.820 Hz
T FIDRES 0.122266 Hz
O * AQ 4.0894465 sec
RG 198.7
DW 62.400 usec
DE 6.50 usec
- TE 298.0
\ Z ~ D1 1.00000000 sec
/ T DO 1
Ow CHANNEL f1 =
- 400.1324710 MHz
Z—T o) T
14.50 usec
o) ] 15.00000000 W
x ] F2 - Processing parameters
.. ¢ SI 6
o SF 400.1300000 MHz
- WDW EM
SSB 0
LB 0.30 Hz
GB 0
BC 1.00
I
A L J L , L
T T T T T T T T T T
9 8 7 6 5 4 3 2 1 ppm
= [o||x=| |ola] (o
> 18ll3| RI8| |2 & 3 e &
o =l |l |m - o~ <l laileol |
13C-NMR, CDCI3 (100MHz)
SKP20481 13C e
o o N - MOWOWMOANOL I IO
A T A N B I aSezas e daoa o o Current Data Parameters
0 oo - MO AR~ O T ~MO - oS NRME SKP20481
© [ RToNTs] MNMOONNNNNAAAO = s b AR ke — OO OO N - . EXPNO 2
— o A A A A A A A A A A A gl Sl 3l el 5ol N MmN NNNN — +~  PROCNO 1
IRYARRNS\22%, NN% SRR T e s
Date_ 20180503
Time
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
32768
SOLVENT CcDC13
NS 4096
DS -
SWH 24038.461 Hz
FIDRES 0.733596 Hz
aQ 0.6815744 sec
O RG 198.72
DW 20.800 usec
| DE 6.50 usec
~N TE 300.0 K
N N CH-R D1 2.00000000 sec
2 D11 0.03000000 sec
| TDO 1
H CHANNEL f£1
HO 100.6228293 MHz
13¢
9.75 usec
60.00000000 W
1b R - OC8H17 CHANNEL £2
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 90.00 usec
PLW2 15.00000000 W
PLW12 0.38935000 W
PLW13 0.31536999 W
F2 - Processing parameters
SI 4
SF 100.6127690 MHz
WDW EM
- SSB 0
LB 1.00 Hz
GB 0
BC 1.40
L Y o J " o
T T T T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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DEPT-90, CDCI3 (100 MHz)

SKP20481 DEPT90

$84

PREVECEECE S St
v THRAOM DO e Scmaumnms ® Current Data Parameters
o OO Tt O o O Se S < NAME SKP20481
0 AN ANA Ao o~ S oo oA - EXPNO 1
RS R M A i 1 ~ MNNNNN — PROCNO 1
RSS2 N\Z2E .
Date_ 20180503
Time 8.30
INSTRUM spect
. PROBHD 5 mm PABBO BB/
PULPROG deptsp90
™ 32768
SOLVENT cpcl3
NS 1096
DS 2
s 24038.461 Hz
FIDRES .733596 Hz
0.6815744 sec
O i RG 198.72
D 20.800 usec
| DE .50 usec
TE 300.0 K
S CNST2 145.0000000
N N CH R D1 2.00000000 sec
2 D2 0.00344828 sec
| D12 0.00002000 sec
DO 1
. HO H CHANNEL f1
SFO1 100.6228298 MHz
Nucl 13c
PL 9.75 usec
1 b. R= OC H 13 2000.00 usec
. = g7 PLWO ow
PLW1 60.00000000 W
SENAM[S]  Crp60comp.4
SPOAL! 0.500
SPOFFS5 0 Hz
SPWS 8.71469975 W
CHANNEL f2 =
SFO2 400.1316005 MHz
NuC2 1H
CPDPRG[2 waltzl6
23 14.50 usec
P4 29.00 usec
PCPD2 .00 usec
PLW2 15.00000000 W
PLW12 0.38935000 W
F2 - Processing parameters
ST 16384
SF 100.6127690 MHz
WDW EM
sSB 0
LB 1.00 Hz
GB 0
]‘ [ l PC 1.40
" Y 1 1 " " i i
L y "
T T T T T T T T T T T T T T T T
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
DEPT-135, CDCI3 (100 MHz)
SKP20481 DEPT135 D)
— N@AN~Or~ O
h eSeShabas NEE Sgusss 8 BIL!%R
A S e e b ~ PPN N
o ANV~ M O - o
Il ONNNAAAA O ~ - —dO 0N < .
— P Q[N A R ~ o~ MANN NN — —
‘ \ \/ / \ V / \ | \ / \\V/ / i l Current Data Parameters
RRME SKP20481
EXENO 3
PROCNO i
F2 - Acquisition Parameters
Date_ 20180503
Time 5.28
0 7~ INSTROM spect
| PROBHD 5 nm PABSO BB/
PULPROG deptspl3s
32768

\ TD
N N7 CH,R
2 3 s >

HO H T
1b: R = OC,H,,

300.0 K

145.0000000

0.00344828 sec

0100002000 sec
3

CHANNEL £1 = -
100.6208171 MHz
13c

9.75 usec
2000.00 usec

6000000000 W
Crpsocomp. 4
0

WP au 0 Hz
8.71469975 W
CHANNEL_£2

sF02 400.1312797 MHz
NuC2 10
CPDPRG(2 waltz16
3 14.50 usec
P4 29.00 usec
PCPD2 90.00 usec
PLW2 15.00000000 W
PLWIZ2 0.38935000 W
F2 - Processing parameters
s1 32768
s 1006127690 MHz
WDW EM
ssB 0
1B 1.00 Hz
=3 0
rC 1.40

T T T T T T T T T T T T T T T T
150 140 130 120 - 110 100 90 80 70 60 50 40 30 20 10 ppm
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SKP20461 1H

—10.595
—10.241

T | T [

31

'H-NMR, DMSO-d; (400 MHz)

3.797
3.697
3.646
3.597
2.511
2.507
2.583
2.452

/
=
~N

N
N~ >CH,R

1a: R=H

—1.341
——1.214

Current Data Parameters
NAME

EXPNO
PROCNO

Date_
Time
INSTRUM
PROBHD
PULPROG

D
SOLVENT
NS

DS

SWH
FIDRES
A

F2 - Processing parameters
ST 65536

SF 400.1300000 MHz
WDW EM

sSB 0

1B 0.30 Hz
GB 0

BC 1.00

F2 - Acquisition Parameters

5 mm PABBO BB/

CHANNEL £1
400.1324710
1H

14.50
15.00000000 W

SKP20461
1

1

20180501

230
65536
DMSO
188

0
8012.820
0.122266

4.0894465
31,73

Hz
Hz
sec

62.400
6.50

usec
usec
K
sec

298.0
1.00000000
1

[ : T T T T T T T T T T
10 9 8 7 6 5 4 3 2 1 ppm
™| | < uo’xgnt o =4
35 2 823 |52 8
-l e - —leiled alo “©
13
C-NMR, DMSO-d, (100 MHz)
SKP20461 13C GSan
©® TO® OrVNEANNNNOMN®
A ®OIOMON O TOO e S DD o Current Data Parameters
< O OB~ O 1y O Oy N O NAME SKP20461
S bbb comadaaaaddno coaaaaaoaw EXPNO 2
Pl el Y| LAl T o i R R 1 STMMOMOHO AN PROCNO 1
| \/ | \\\\\ ’////// lW/// F2 - Acquisition Parameters
Date_ 20180501
ime 20.32
INSTROM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg3!
32768
SOLVENT DMSO
NS 4096
DS 2
SWH 24038.461 Hz
o) FIDRES 0.733596 Hz
-~ aQ 0.6815744 sec
| RG 198.72
DW 20.800 usec
> DE 6.50 usec
N”>N"CH,R 5 S
2 D1 2.00000000 sec
l D11 0.03000000 sec
TDO 1

"

"

HO
1a: R=H

CHANNEL f£1
100.6228293
13C

9.75
60.00000000

MHz

usec

CHANNEL £2
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
90.00 usec

PLW2 15.00000000 W
PLW12 0.38935000 W
PLW13 0.31536999 W

F2 - Processing parameters
SI 4

SF
WDW
SSB.
LB
GB
BC

11—

T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100

T T T T T T
90 80 70 60

100.6127690 MHz
EM

1.00 Hz

1.40




DEPT-90, DMSO-d¢

32

SKP20461 DEPT90
o ~ONO H M~
2 “owaaw oo oo~
. B 2 = SI&Rn,
© R L
© MNNN HAH O coaoaa
— At e SSO6On

~
N

HO H

CH,R

G

Current Data Parameters
NAME

SKP20461

EXPNO 4

PROCNO ol

F2 - Acquisition Parameters

ate_ 20180502

Time

INSTR spect

PROBHD 5 mm PABBO BB/

PULPROG deptsp90
32768

SOLVENT DMSO

NS 3828

DS 2

s 24038.461 Hz

FIDRES 0.733596 Hz

AQ 0.6815744 sec

RG 198.7

DW 20.800 usec

DE 6.50 usec

TE 300.0 K

cNsT2 145.0000000

D1 2.00000000 sec

D2 0.00344828 sec

D12 0.00002000 sec

DO 1

- — CHANNEL f1
B 1a, R = H 100.6228298 MHz
13c
9.75 usec
2000.00 usec
ow
60.00000000 W
Crpé0comp. 4
00
0 Hz
8.71469975 W
CHANNEL £2
SFO2 400.1316005 MHz
Nuc2 1H
CPDPRG[2 waltzl6
3 14.50 usec
P4 29.00 usec
pCPD2 100 usec
PLW2 15.00000000 W
PLW12 0.38935000 W
F2 - Processing parameters
SI 1
SF 1006127690 MHz
WDW EM
ssB 0
M LB 1.00 Hz
GB o
PC 1.40
T T T T T T T T T T T T T T T T
150 140 130 12Q 110 100 90 80 70 60 50 40 30 20 10 ppm
DEPT-135, DMSO-dg
SKP20461 DEPT135 <)
o4 ~oNONN~ Mo
. . SHONW T O [T )
© dovLan N
®  OANNHA oo cocaaaoan
A QG B o e S R 1 STYMmn 0N §
| \ \ \ / \/ | | v \ / ‘ Current Data Parameters
NAME SkP20461
EXBNO 5
FROCKO 1
F2 - Acquisition Parameters
Date_ 20180502
Tine 3.07
INSTROM
PROBHD 5 mm PABBO BB/
PULPROG deptsp135
" ™ 32768
SoLVENT Dso
§s 1096
15
O = S 16129.055 1
| Fibres 039221 Hx
20 1.0158080 sec
> RG 98.72
N N CH R D 31.000 usec
2 DE 6.50 usec
I TE 300.0 K
cnst2 145.00000
H o1 2.00000000 sec
HO D2 00344828 sec
D12 0200002000 sec
0 1
. 1a: R=H CHAMNEL £1
. = 1006208171 Mz
13c
5.75 vsec
3 2000100 usec
PLWO W
w 60.00000000 W
SPNAM[S]  CrpeOcomp.d
SPOALS 3-500
SPOFFSS 0 Kz
5 5.71469975 W
anen CHANNEL £2 me:
sro2 400.1312797 Mz
wucz
CerBRG(2 waltzls
3 14050 usec
b1 29100 usec
Bcep2 50:00 usec
PLw2 15.00000000 W
PLWI2 0.38935000 @
F2 - Processing parameters
st 6
ES 100.6127650 Mz
wou o
sse 0
in 1.00 Hz
B 0
zc 1.40
(agmub
T T T T T T T T T T T T T T T T
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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'H-NMR, CDCl; (400 MHz)

5G20801 1H

8.558
8.046
8.041
8.024
8.020

\
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CRADNM A=W oo NoAMVO®EMe
SV ARMN DN D —o® NOWO O N O
ODEOMNNNN A Smm N®®©®=WDWn
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Current Data Parameters
NAME

5620801
EXPNO 1
PROCNO i
2 - Acquisition Parameters
Date_ 20180503
ime 20.01
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
™ 65536
SOLVENT cpcl3
NS 256
DS 0
SWH 8012.820 Hz
FIDRES 0.122266 Hz
aQ 4.0894465 sec
RG 121.61
oW 62.400 usec
DE 6.50 usec
TE 298.0
D1 1.00000000 sec
DO 1
CHANNEL £1
400.1324710 MHz
NUC1 1H
P1 14.50 usec
PLW1 15.00000000 W

F2 - Processing parameters
sI 6

SF 400.1300000 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

BC 1.00

i J / / I\
v L AN _ S SN
T T T T T T T T T
9 8 7 6 5 4 3 1 ppm
© ~oe < © =3 hd =3 ©
® 538 |} @ S N ]
= S|+ - = ~ o~ - ©
| -
13
C-NMR, CDCl; (100 MHz)
5620801 13C G5
- © ~rhoNOSmw N
™ & Avo@saws nQ8e 3 2n828T ® _, Current Data Parameters
- 0 ~HOMOLL® O . R e S NAME 5620801
o 2} MMM NNNNA o o b B ) —HOoO YN W « EXPNO 2
pur a PRI B B Fee~ o © MAANNN ~ PROCNO 1
] NN NV N2 T ] e
Date_ 20180!
Time
INSTRUM spec
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
32768
SOLVENT cpc13
NS 4096
S 2
SwH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
O RG 198.72
W 20.800 usec
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
(0] D11 003000000 sec
TDO 1
= CHANNEL fl =
100.6228293 MHz
HO e
Pl 9.75 usec
6 LWL 60.00000000 W
CHANNEL £2
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
BCPD2 90.00 usec|
BLW2 15.00000000 W
PLW12 0.38935000 W
PLW13 0.31536999 W
F2 - Processing parameters
SI 16!
SF 100.6127690 MHz
WDW EM
SSB o
1B 1.00 Hz
GB o
BC 1.40
T T T T M T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm




DEPT-90, CDCl; (400 MHz)

S$G20801 DEPT90

>
shREREn

L9258 2 b el — N ®®O®O
SRwa o o -
Ta8%9 5 i Q 3 bl N Curzent Data Parsmeters
Aaron © o . .
mmaaQ o S o 0 Ao o @O EXPNO 1
20333 3 A = ° NAIN NN PROCNO 1
NAY L | | SN\ 72 - cquisition pazaneters
Date_ 201805
ime 7
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG deptsp90
32768
SOLVENT €DC13
NS 4096
DS 2
5 24038.461 Hz
FIDRES 0.733596 Hz
AQ 0.6815744 sec
= RG 198.72
DW 20.800 usec
DE 6.50 usec
TE 3 K
CNST2 145.000000!
D1 00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
o 0
. CHANNEL f1
100.6228298 MHz
13C
9.75 usec
2000.00 usec
0.00000000 W
Crpé60comp. 4
HO T
Bz
6 8.71469975 W
CHANNEL f2 =
SFO2 400.1316005 MHz
NUC2 1H
CPDPRG[2 waltzl6
P3 14.50 usec
4 29.00 usec
PCPD2 90.00 usec
PLW2 15.00000000 W
PLH12 038935000 W
F2 - Processing parameters
SI 16384
SF 100.6127690 MHz
wDw M
ssB 0
8 1.00 Hz
B o
" 4 il e 1.40
T T T T T T T T T T T T T T T T
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
DEPT-135, CDCl; (400 MHz)

SG20801 DEPT135 <)
oo~ Y 1 o B R
So@wo & o o © doaoan o

EQNE: & : Q ™ HANROY o =
AdnOn ® o i : PO : 3
MmN o S o 0 docooa = g
aaS8sS o =1 ~ © RN RN S -
SE &6
By 3
FROCNO 1
- F2 - Acquisition Parameters
Date Zoracs
Time .21
INSTR ect
FROBHD 5 mn PABSO B3/
FULPROG deptsp1ss
1
SoLvENT coc1s
NS 056
O DS 2
s 16120032 Bz
FInees 0.493219 Hx
A0 126150080 sec
/\/\/\/\ RS i
o 51,000 usec
O DB 6.50 usec
= 060 K
cisr2 1450000000
) 2.60000000 sec
o2 0100344528 sec
D12 0200002000 sec
HO w
HANNEL £1
6 1006208171 ez
13
S usec
N 2000100 usec
} ow
A 60.00000000 W
CepéOcomp. 4
37300
Seorrss 0 uz
Ws 5.71469975 W
ameeenee CHRWEL £2
sroz 400.1312
c2
CeheRG(2 waltzle
14750 usec
2900 us
ecen 50
PLw2 15.00000000 W
FLki2 3138933000 W
£2 - Processing parameters
st 5768
3 1006127630 wz
Wb £
se o
1s 1.00 B2
s 0
w 1.40
T T T T T T T T T T T T T T T T
150 140 130 120 - 110 100 90 80 70 60 50 40 30 20 10 ppm
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5G20821 1H

'H-NMR, CDCl; (400 MHz)

e

Current Data Parameters

NAME 5620821
‘3 EXPNO 1
S PROCNO 1
c

F2 - Acquisition Parameters
Date 20180506

me
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930

D 65536
SOLVENT cpcl3

NS 256

DS 0

SWH 8012.820 Hz
FIDRES 0.122266 Hz
aQ 4.0894465 sec
RG 156.82

DW 62.400 usec|
DE 6.50 usec|
TE 298.0 K

D1 1.00000000 sec
TDO 1

CHANNEL f£1

SFO1 400.1324710 MHz
NuUC1 1H

Pl 14.50 usec
PLW1 15.00000000 W

F2 - Processing parameters
sI

SF 400.1300000 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

— -, A J
T T T T T T T T T T
9 8 7 6 5 4 3 2 1 ppm
~ || o] © {-2] o =]
> ﬂz”ozl (az 3 2 1 2RES 8
o ollo o o o o~ NiNiN o ™
13
C-NMR, CDCl3 (100 MHz)
$G20821 13C gﬁ
0 © N SN G
8 o 58529898 3 Noow ® o ® @Y W
: > R 3288 3 SREBAIZLETE - Ccurrent pata rarameters
@ oD e S S iEtenqarove o
o 5 momdNaNS 2 SERS o ARG N s EXPNO 2
b a3 aeogSSad . NN ARndQAR8IT S e :
‘ | \\\ \ //// | W ‘ \W/// \ F2 - Acquisition Parameters
te 20180507
Time 13.36
INSTRUM spect
- PROBHD 5 mm PABBO BB/
PULPROG zgpg30
32768
SOLVENT CDC13
NS 24576
Ds 2
SWH 24038.461 Hz
0 FIDRES 0.733596 Hz
AQ 0.6815744 sec
/\/\/\/\ RG 198.72
bW 20.800 usec
(0] DE 6.50 usec
TE .0 K
Dl 2.00000000 sec
D1l 0.03000000 sec
TDO &

|

CHANNEL f£1 =
100.6228293
13c

9.75
60.00000000 W

CHANNEL f2 =
400.1316005 MHz
NUC2 1
CPDPRG[2 waltzl6
BCPD2 90.00 usec
PLW2 15.00000000 W
PLW12 0.38935000 W
PLW13 0.31536999 W

F2 - Processing parameters
SI 16384

SF 100.6127690 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

BC 1.40

T T T
190 180 170

T
160

T
150

T T T T T

T T T T T
140 130 120 110 100 90 80 70 60

ppm
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DEPT-90, CDCl5 (100 MHz)
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SG20821 DEPTS0

—133.02
——131.37
—127.03
—124.20
—118.78

77.22

31.79
29.26
29.20
28.74
26.06
—14.09

=
™~22.64

R
Y

<)
Lalay

Current Data Parameters
NAME

5620821
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters
Date_ 20180507
Time 20.11
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG deptsp90
TD 32768
SOLVENT cpel3
NS 4096
DS 2
SWH 24038.461 Hz
FIDRES 0.733596 Hz
) 0.6815744 sec
RG 198.72
oW 20.800 usec
DE 6.50 usec
TE 0K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
DO 1

HANNEL £1
100. 6228298 MHz
13
9.75 usec
2000.00 usec

60.00000000 W

SPNAM[S5] Crp60comp. 4

SPOAL! 0

SPOFFS5 0 Hz

SEWS 8.71469975 W
CHANNEL £2

SFO2 400.1316005 MHz

NUC2 1H

CPDPRG(2 waltzl6

p3 4.50 usec

P4 29.00 usec

PCPD2 90.00 usec

PLW2 15.00000000 W

PLW12 0.38935000 W

F2 - Processing parameters
SI 16.

T T
150 140

T
100 90 80 70 60 50

DEPT-135, CDCl; (100 MHz)

5G20821 DEPT13

—77.22
——65.30

ot

T
150 140

T
100 90 80 70 60 50 40

SF 100.6127690 MHz
WDW EM
0
1B 1.00 Hz
GB [
BC 1.40
B R

Current Data Parameters
NAME

5620821
EXENO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20180507
Time .05
INSTROM spect
PROBHD 5 mm PABBO BB/
PULPROG deptspl35
SOLVENT cpc13
NS 4096
DS 2
sui 16129.032 Hz
FIDRES 0.492219 Hz
20 1.0158080 sec
G 198.72
oW 31.000 usec
DE 6.50 usec
= 0.0
cnsT2 145.0000000
2.00000000 sec
D2 000344828 sec
iz 0.00002000 sec
00 1

HANNEL £1
100.6208171 Mz
13c

sec
200000 usec

ow
PLHL 60.00000000 ¥
SPNAM[S]  Crp60comp. 4
SPOALS ~500

OAL:
SPOFFSS 0 Hz
SPWS 8.71469975 W

= HANNEL £2
sF02 400.1312797 MEz

NuC2
CPDPRG(2 waltzlé

3 14.50 usec
P 29.00 usec
PCPD2 590.00 usec
PLW2 15.00000000 W
PLW12 0.38935000 W

F2 - Processing parameters
s1 768

sF 100.6127690 Miiz
WowW M

sSB 4

1B 1.00 Hz
GB o

BC 1.40
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