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LU DA SO

x108 -+ESI Scanm {ri: 0.155-0.171, 0.318-0.351 min, 5 scans) Frag= 120.0¥ 4-H.d
1.25

1.H
1.157

L1 3413611
L1051

0.557
0.5
0.85
0.
075
0.7
.65
0.6
0557
0.57
.45
0.4
0357
0.3
0.25
0.4
0.157
0.1

3421637

0.057 143.[1555

L

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

338 335 330 3305 340 MOS5 341 34L5 342 3425 343 435 M4 3445 345 3455 346 3465 347 TS ME MAS MO 3495 350 3505 351
Conints v. Mass-io-Change (mfz)

HRMS Spectrum of 5a


mailto:abha.sharma@niperraebareli.edu.in
mailto:sjsflora@hotmail.com

AS/TP/4-H
single_pulse

—4.40
—240

9

6

4

1 2.01=
0,25~
w = 2.01-=
1 a.02=
2.98—

f1 (ppm)

'H NMR of 5a in CDCl; at 500MHz

(-0.0050

AS/TP/4-H(C)
single pulse decoupled gated NOE

—5977
——54.38
18,67

T—68.25
—~62.28

0.0045

r0.0040

r0.0035

r0.0030

r0.0025

0.0020

0.0015

r0.0010

r-0.0005

r0.0000

r-0.0005

80 70 60 S50 40 30 20 10 0 -20 -40

250 230 210 190 170 150 130 110 a0
f1 (ppm)

13C NMR of 5a in CDCls at 125MHz

HPLC Purity Data of 5a



Data File E:\CHEMSTATION\1\DATA\TIYAS_RPT 2820-03-17 14-08-34\AS5-TP-4H.D
Sample Name: AS-TP-4H

Acq. Operator © SYSTEM Seq. Line : [
Sample Operator @ SYSTEM
Acq. Instrument : HPLC Location : Pz2-C-83
Injection Date : 17-83-2828 16:32:24 Inj : 1
Inj Volume : 18.868 pl
Acg. Method ¢ E:x\Chemstation)\1\Data\TIYAS_RPT 2828-83-17 14-88-34\TIYAS_RPT.M
Last changed : 17-83-2020 18:01:12 by SYSTEM
Analysis Methed : E:\Chemstation\1\Methods\AshimaFA_C-18_PREP.M
Last changed © 23-86-2028 11:45:48 by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated

'DAD1 A, Sig=285.4 Ref=off (EACHEMSTATION\I\DATAITIYAS_RPT 2020-03-17 14-08-34A5-TP-4H.D - EACHEMSTATIONI\DATAITIVAS_RFT 2
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Peak RetTime Type Width Area Height Area
# [min] [min] [mAL*s ] [mAL ] 4

1 8.457 MM 8.0991 16.85318 Z.83489 8.3847
2 9.869 MM 8.1825 4353.60018 J/88.14874 99.3762
3 1l1.e37 MM ©.8613 18.47512 2.84878 @.2391

SPECTRAL DATA OF 5b
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HRMS Spectrum of 5b
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'H NMR of 5b in CDCl; at 500MHz
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C NMR of 5b in CDCl3 at 125MHz
HPLC Purity data of 5b
Acq. Operator : SYSTEM Seq. Line : 1
Sample Operator : SYSTEM
Acq. Instrument : HPLC Location : P2-D-85
Injection Date : 12-03-2020 14:37:54 Inj : 1
Inj Volume : 10.000 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 20.000 pl
Acq. Method : E:\Chemstation\1\Data\SAMPLE_WA 2020-83-12 14-36-25\TIYAS_RPT.M
Last changed : 12-03-2020 14:21:08 by SYSTEM
Analysis Method : E:\CHEMSTATION\1\METHODS\WASH_AA 61 _Min.M
Last changed : 18-83-2020 10:06:13 by SYSTEM
DAD1 A, Sig=285,4 Ref=off (E\CHEMSTA...T 2020-03-17 10-04-05\SAMPLE_WA 2020-03-12 14-36-25\AS-TP-3-OM.D)
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Peak RetTime Type Width Area Height

# [min] [min] [mAU*s ] [mAU]
e T P < mmmeeee |- -mmmee e |- mmeee |
1 2.474 BV R 0.0466 36.14810 12.93615
2 2.610 W E ©0.0899 9.49463 1.49859
3 2.902 W E 0.1211 13.31856 1.45118
4 3.369 BB 0.0606 21.35286 5.34617
5 5.206 BB 0.1491 10.74166 1.65181
6 6.217 BB 0.1094 14.74261 1.92288
/7 10.96/7 BB 0.0/787 5.77354 1.14801
8 11.209 BB 0.1008 1.1451%e4 1695.04688
9 12.735 BB 0.0927 58.90446 9.72381
10 17.225 BV 0.2962 59.28908 2.88012
11 17.734 VB 0.1228 17.43097 1.978660
12 18.596 BB 0.1025 14.70604 2.13127
13 21.399 BB 0.1002 8.52652 1.30474
14 22.513 BV 0.0890 29.51746 5.14132
15 22.696 W 0.1060 /.03197 1.65244
Totals : 1.1/58%e4 1/744.61395

SPECTRAL DATA OF 5c
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Acq. Operator

Sample Operator :
Acq. Instrument :

Injection Date

Acqg. Method
Last changed

Analysis Method :

Last changed

Additional Info :

: SYSTEM Seq. Line : 3
SYSTEM
HPLC Location : P2-B-03
: 17-03-2020 11:02:21 Inj : 1

Inj Volume : 10.000 pl
: E:\Chemstation\1\Data\TIYAS_RPT 2020-03-17 10-04-0@5\TIYAS_RPT.M
: 17-03-2020 10:01:12 by SYSTEM
E:\CHEMSTATION\1\METHODS\WASH AA 61 Min.M
: 18-03-2020 10:06:13 by SYSTEM
Peak(s) manually integrated

DAD1 A, Sig;285,4 Ref=off (EACHEMSTATION\I\DATA\TIYAS_RPT 2020-03-17 10-04-05\AS-TP-3F.D)
mAU __ g /\‘bc,
1000 ; V&rol
800 ;
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400 ]
200 ] A R A
i ﬁ(\“ﬁ}§§§§3; §¥g%i;§i9 »\Qgﬁ? | 2 ,ﬁpiﬁ 5 o
. | cu\)% is D L”‘};Y@Q ;‘?&m» 1L A_EY&% a?@m.
) é ‘ 1‘0 1‘5 2‘0 I 2‘5 min|
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAU] %
e EEREEE R e e il e
1 2.524 MM 0.0525 22.08498 7.01564 ©.3168
2 2.972 MM 0.1079 8.18352 1.26425 ©.1174
3 3.305 MM 0.0755 33.12366 7.30831 ©.4752
4 5.086 MM 0.1269 154.34805 20.27901 2.2142
5 5.626 MM 0.1555 10.06588 1.07914 0.1444
6 7.268 MM 0.1465 11.67288 1.32804 ©.1675
7 10.300 MM 0.0971 6677.85449 1145.75696 95.7973
8 11.985 MM 0.0984 36.92974 6.25713 ©.5298
9 22.667 MM 0.0944 16.55604 2.92175 ©.2375
Totals 6970.81925 1193.21024

SPECTRAL DATA OF 5d
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'H NMR of 5d in CDCl; at 500MHz
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Acq. Operator : SYSTEM Seq. Line : 8
Sample Operator : SYSTEM

Acq. Instrument : HPLC Location : pP2-B-08
Injection Date : 17-03-2020 13:24:49 Inj : 1
Inj Volume : 10.000 pl
Acq. Method : E:\Chemstation\1\Data\TIYAS_RPT 2020-03-17 10-04-05\TIYAS RPT.M
Last changed : 17-03-2020 10:01:12 by SYSTEM
Analysis Method : E:\CHEMSTATION\1\METHODS\WASH_AA 61_Min.M
Last changed : 18-03-2020 10:06:13 by SYSTEM

Additional Info : Peak(s) manually integrated

DAD1 A, Sig=285,4 Ref=off (E\CHEMSTATION\T\DATA\TIYAS_RPT 2020-03-17 10-04-05\AS-TP-2M.D)

mAU | § )
300 59
4 T q]lbf]l
250 —:
200 {
150 —:
100 { ‘
] \
7 - (ﬁﬁiﬁ . L@@g K ?)h»(\'\ 5 _\n,“; o %q"’ -%élqm"‘
é ‘ 1‘0 1‘5 ‘ ‘ 2‘0 25
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAU] %
ol EECEEE [-=m ] -mmeee [--eme e R s [--meee-
1 519 MM 0.0466  24.89920 8.89867 1.0836
2 3.302 MM 0.0655 19.90803 5.06209 0.8664
3 10.100 MM 0.0891 9.69180 1.81386 ©0.4218
4 10.927 MM 0.1210 2194.39136 302.31458 95.4964
5 12.140 MM 0.1177 8.54177 1.20907 0.3717
6 19.342 MM 0.0962  21.13725 3.66172 ©.9199
7 21.173 MM 0.1084  13.44915 2.06748 ©.5853
8 22.688 MM 0.1025 5.85924 9.52977e-1  0.2550

Totals : 2297.87780 325.98045



Spectral Data of 5e
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Jata File E:\CHEMSTATION\1\DATA\TIYAS_RPT 2820-83-17 14-88-34\AS-TP-30M.D

sample MName:

P2-C-82
1

AS-TP-30M
Acg. Operator 1 S¥STEM Seqg. Line
Sample Operator : SYSTEM
Acg. Instrument : HPLC Location :
Injection Date : 17-83-2828 16:83:55% Inj

Acg. Method H
Last changed H

Analysis

Last changed H

Additional Info :

Inj Volume :

17-83-2028 18:81:12 by SYSTEM
Method :
23-86-2028 11:45:48 by SYSTEM
(modified after loading)
Peak(s) manually integrated

10,000 pl

E:\Chemstation\1'\Methods\AshimaFA_C-18 PREP.M

E:‘\Chemstation\1\Data\TIYAS_RPT 2828-83-17 14-08-34\TIYAS_RPT.M
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Peak RetTime Type Width Area Height Area
# [min] [min] [mAL*s] [maU ] -4
1 8.999 MM a.8765 15. 44812 3.356473 @.6420
2 18.249%9 MM @.12081 2317.824%3 321.51514 96,2892
3 11.882 MM @.1823 456.65788 F7.68121 1.9398

4 21.174 MM 8.8863 15.93561 3.87669 B@.6b622
5 22.684 MM g.@668 11,2519 2.83984 @.46T76

SPECTRAL DATA OF 5f
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Jata File E:\CHEMSTATION)\1\DATA\TIYAS_RPT 2028-03-17 18-84-85\A5-TP-3,5-DOM.D
Sample Name: AS-TP-3,5-DOM

Acqg. Operator . SYSTEM Seq. Line : 4
Sample Operator : SYSTEM
Acg. Instrument : HPLC Location : P2-B-84
Injection Date : 17-83-292@ 11:30:50 Inj : 1
Inj Volume : 18.0688 pl
Acq. Method : E:\Chemstation\1\Data\TIYAS_RPT 2020-83-17 10-84-85\TIYAS_RPT.M
Last changed : 17-83-2020 10:81:12 by SYSTEM
Analysis Method : E:\CHEMSTATION\1\METHODS\TIYAS_RPT.M
Last changed : 23-86-2020 12:51:16 by SYSTEM

Additional Info : Peak(s) manually integrated

*‘DADT A, Sig.=285,4 Ref=off (EACHEMSTATION\T\DATATIYAS_RPT 2020-03-17 10-04-05\A5-TP-3,5-DOM.D - EXNCHEMSTATIOMN\TDATANTIYAS F
mal ] &
] 8
E Eog
700 1 !P._h
e,
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NO{
200
] @
100 | 2 _\"9:\
] | =
o . A V. !
T T T T T T T T T T T T T T T T T L T
5 10 15 20 25 min
Peak RetTime Type Width Area Height Area
# [min] [min] [mAL*s ] [mAL] %

1 1©.720 MM ©.1046 4627.83076 J737.33258 97.2646
2 11.758 MM ©.1396 130.1.28/8 15.53761 2.7354

Totals : 4757.15955 752.87€19

SPECTRAL DATA OF 5g
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HPLC Purity Data of 59

Jata File E:\CHEMSTATION\1\DATA\TIVAS_RPT 2028-83-17 14-88-34\AS-TP-4F.D

Sample Name: AS-TP-4F

Acq. Operator
Sample Operator :
Acq. Instrument
Injection Date

Acqg. Method
Last changed
Analysis Method
Last changed

Additional Info

: SYSTEM Seq. Line : 7
SYSTEM

: HPLC Location : P2-C-84

: 17-83-2828 17:88:52 II'Ij H 1

Inj Volume : 19.08@ pl

: E:\Chemstation\1\Data\TIYAS_RPT 20828-83-17 14-08-34\TIYAS_RPT.M
: 17-83-28208 10:81:12 by SYSTEM

: E:\Chemstation)1\Methods\AshimaFA_C-18_PREP.M

: 23-86-2020 11:45:48 by SYSTEM

(modified after loading)

: Peak(s) manually integrated

*DADT A, Sig=285.4 Ref=off (E\CHEMSTATION\\DATATIVAS_RPT 2020-0:3-17 14-08-38AS-TP4F.D - EMCHEMETATIOM NDATATIVAS_RPT 2/
mALl ] ﬁ o
500 £ _‘;1:“%
] -
700 ¥
ann—f
EIDD—E
44]0—5
:ﬂm—f
:auo—f o |
] &
100 3 &@x’*' |
o |
e —r 1 1 11 I I T
2 g B 10 12 14 i} 18 it
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAU] 4

1 3.326 MM 8.8525 11.66694 3.7e133 @.2230
2 18.325 MM 8.1816 5219.96576 856.56824 99.7778@

SPECTRAL DATA OF 5h
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HPLC Purity Data of 5h

tata File E:‘\CHEMSTATION'\1\DATA\TIYAS_RPT 2822-03-17 10-24-85\AS5-TP-3F.D
ample Mame: AS-TP-3F

Acg. Operator 1 SYSTEM Seq. Line : 3
Sample Operator : SYSTEM
Acg. Instrument : HPLC Location : P2-B-83
Injection Date : 17-83-2828 11:82:21 Inj : 1
Inj Volume : 16.888 ul
Acg. Method 1 E:\Chemstation)\1\Data\TIYAS_RPT 2828-83-17 10-84-85\TIYAS_RFT.M
Last changed 1 17-83-2820 16:81:12 by SYSTEM
Analysis Method : E:\WCHEMSTATION\1\METHODS\TIYAS_RPT.M
Last changed 1 23-86-2820 12:51:16 by SYSTEM

Additional Info : Peak(s) manually inteprated

“DAD1 A, Sig=235.4 Ref=0fT (EACHEMSTATIOMITDATANTIYAS _RPT 2020-03-17 10-4-05AS5-TP-3F.D - ENMCHEMSTATICN I \DATATIYAS RPT il
mall 7] 2 Ja
¥ &
1000 TE?
=00 -
-
400 -
—
] &
g &
ol
o — - —
T T T T T
5 10 15 20 25 mir|
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAL ] %

1 S.886 MM @.1185 127.43169 19.22895 1.8771
2 18.380 MM @.9978 6661.14844 1144.58276 98.1229

Totals : 6788.58812 1163.81171



SPECTRAL DATA OF 5i

UL TUg. U
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'H NMR of 5i in CDCI; at 500MHz
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HPLC Purity Data of 5i

Jata File E:\CHEMSTATION‘\1\DATAN\TIYAS RPT 2828-83-17 14-88-34'\AS5-TP-3,5-DF.D
sample MWame: AS-TP-3,5-DF

Acg. Operator 1 SYSTEM Seg. Line : 4
Sample Operator : SYSTEM
Acg. Instrument : HPLC Location : P2-C-81
Injection Date : 17-83-2828 15:35:26 Inj : 1
Inj Volume : 18.888 pl
Acg. Method 1 E:ZChemstation\1\Data\TIYAS_RPT 2828-83-17 14-08-34\TIVAS_RPT.M

Last changed 1 17-83-2028 18:81:12 by S5YSTEM
Analysis Method : E:\Chemstation‘\1\Methods‘\AshimaFa_C-18_ PREF.M
Last changed 1 23-86-2028 11:45:48 by S5YSTEM
(modified after loading)
Additional Info : Peak(s) manually integrated

“DAD1 A, Sig=235,.4 Ref=0 (EZCHEMSTATIONTDATANTIVAS_RPT 2020-03-17 14-05-34\A5-TP-3,5-DF.0 - EACHEMSTATIONUDATAITIYAS_RH
= § &
1I:l]{:-—f ?Sd’
=
=
=
200
. N o
T R T T T -
Peak RetTime Type Width Area Height Area
# [min] [min] [maU*s] [ mAL ] %

1 18.383 MM a.8964 TaLT. 46720 1228.78832 184 .5000

Totals : Fas7. 46729 1220.78832

SPECTRAL DATA OF 5j
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'H NMR of 5j in CDCl; at 500MHz
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HPLC Purity Data of 5j



Jata File E:\CHEMSTATION\1\DATANTIYAS_RPT 208208-83-17 14-8B-34\AS-TP-4C1.D
sample Name: AS-TP-4C1

Acq. Operator . S5YSTEM Seq. Line : 3
Sample Operator : SYSTEM
Acqg. Instrument : HPLC Location : P2-B-11
Injection Date : 17-83-2020 15:06:55 Inj : 1
Inj Volume : 19.00@ pl
Acg. Method : E:\Chemstation\1\Data\TIYAS_RPT 2828-83-17 14-8B-34\TIYAS_RPT.M
Last changed 1 17-83-2828 10:81:12 by SYSTEM
Analysis Method : E:‘\Chemstation‘\1‘\Methods\AshimaFA_C-18_PREP.M
Last changed 1 23-86-2020 11:45:48 by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated

*DAD1 A, Sig=2854 Ref=off (EACHEMSTATIOM\T\DATATIYAS _RPT 2020-03-17 14-08-33AS5-TP4CLD - EACHEMSTATIOMNDATATIYAS_RPT I
mAl - E! ?:b
] T
350—E Vé“
300+
250+
200
150—5
mo—: W
] 1 el
] i A0 &
504 F\-l "-P - '\Q’ ] é“J’b{\
= = e
S, 7, & it
o — ﬂ;JL_ﬁ‘ A S,
T T T T T
5 10 15 20 25 it
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s ] [mAU] %

1 18.427 MM e.8739 13.12324 2.95965 @.4544
2 11.564 MM 8.1136 2730.43891 490.41803 96.6317
3 13.911 MM 8.0673 18.67574 Z.564308 B.3778

4 16.38Z2 MM B.8882 71.37511 13.49467 2.5260

Totals : 2825.68500 419.51544

SPECTRAL DATA OF 5k
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'H NMR of 5k in CDCl; at 500MHz
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HPLC Purity Data of 5k
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ata File E:\CHEMSTATION‘\1'\DATA\TIYAS_RPT 282&-83-17 14-88-34\AS-TP-4F.D
ample Name: AS-TP-4F

Acg. Operator 1 SYSTEM Seq. Line : 7
Sample Operator : SYSTEM
Acg. Instrument : HPLC Location : p2-C-84
Injection Date : 17-83-2828 17:8@:52 Inj : 1
Inj Volume : 16.888 pl
Acg. Method 1 E:ZChemstation)1yData\TIYAS_RPT 2028-83-17 14-88-34\TIYAS_RPT.M
Last changed 1 17-83-2020 10:81:12 by SYSTEM
Analysis Method : E:%WCHEMSTATION1\METHODS\WASH_AA_&1_Min.M
Last changed : 18-83-2020 10:86:13 by SYSTEM

Additional Info : Peak{s) manually integrated

DADT A, Sig=235,4 Ref=0 (EACHEMSTATIONTDATAITIYAS_RPT 2020-03-17 14-06-34WA.53-TP-2F.D)
mAl ] A i:uh
: 3 "
o
500
500 ]
420
300
200
100 & @"P;ﬁ?
: %38 | B2
] z HE
o AL — - ll\-n—'-—r —-——- =
b T T T T T T T T
2 4 [ B i [1] 12 14 168
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [ maL ] -4

1 2.524 BV R 9.8527 23.56682 7.89889 0.4377

2 2.974 BB a.8865 7.85428 1.29955 9.1459
3 3.388 BB @.8783  40.85758 7.41778 Q.7585
4 18.325 MM @.1815 5214.64863 3856.86323 96,8529
5 11.333 MM @.1868 44.68361 3.98615 9.8299
6 11.975 MM @.1a35 24.68543 3.97545 @.4585
7 17.775 MM a.1364 27.79146 3.39687 9.5182

Totals : S3B4.88181 38B3.23825



SPECTRAL DATA OF 5l
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'H NMR of 5l in CDClsand DMSO-ds at 500MHz
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HPLC Purity Data of 5I

Jata File E:\CHEMSTATION\1\DATA\TIYAS_RPT 2828-@3-17 14-88-34\A5-TP-3F.D
sample Mame: AS-TP-3F

Acqg. Operator : SYSTEM Seq. Line : 1
Sample Operator : SYSTEM
Acg. Instrument : HPLC Location : P2-B-89
Injection Date : 17-83-2020 14:09:56 Inj : 1
Inj Volume : 18.868 ul
Acqg. Method : E:\Chemstation\1\Data\TIYAS_RPT 2828-83-17 14-88-34\TIYAS_RPT.M

Last changed 1 17-83-2020 10:91:12 by SYSTEM
Analysis Method : E:\Chemstation\l\Methods\AshimaFA_C-18_PREP.M
Last changed : 23-86-2820 11:45:48 by SYSTEM
(modified after loading)
Additional Info : Peak(s) manually integrated

*‘DADT A, Sig=2854 Ref=off (EACHEMSTATION\T\DATATIYAS_RPT 2020-03-17 14-08-38A5-TP-3F.D - ENCHEMSTATIOMIT\DATAITIVAS_RPT 21
AU ]
mal ] 21 ngq
1200 E 4
] ng
1000+
200
00
400
] A
i o
200 B
] P
] = il
i o \
0 1y — e
— 77—
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Peak RetTime Type Width Area Height
# [min] [min] [mAU*s ] [mAU ]

1 5.189 MM ©.0968 118.52696 28.411.21

1.6231

2 18.328 MM @.8965 7183.89844 1248.68188 98.3769

Totals : 7302.42534 1261.89389

SPECTRAL DATA OF 5m
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3C NMR of 5m in CDCl; at 125MHz

HPLC Purity Data of 5m

Jata File E:\CHEMSTATION‘\1\DATA\TIYAS_RPT 2828-83-17 10-24-85\AS-TP-4Br.D
sample Name: AS-TP-4Br

Acg. Operator 1 SYSTEM S2q. Line : 5
Sample Operator : SYSTEM
#Acg. Instrument : HPLC Location : p2-B-a5
Injection Date : 17-83-20828 11:59:28 Inj : 1
Inj Volume : 16.808 ul
Acqg. Method : E:\Chemstation\1\Data\TIYAS_RPT 20208-83-17 18-84-85\TI¥AS_RPT.M
Last changed 1 17-83-2828 18:81:12 by SYSTEM
fAnalysis Method : E:\CHEMSTATION‘\1\METHODS\TIYAS_RPT.M
Last changed 1 23-85-2028 12:51:16 by SYSTEM

Additional Imfo : Peak{s) manually integrated

“DADT A, Sig=285,4 Ref=0 (EACHEMSTATIONNDATATIVAS_RPT 2020-03-17 10H14-05AS-TP-EE7.D - EXCHEMSTATIONT\DATAITIYAS _RPT 3
e 3 43
1250 ? &
1 «
1000
200
-
<00
200 ]
= .@@S? |
0 - 'qu“' SR S N —_— —
T L | r—~ - T
S 10 15 20 25 |
Peak RetTime Type Width Area Height Area
# [min] [min] [maAU*s] [ mAL ] X

1 8.817 MM d.8634 49.86825 13.11576 8.7833
2 11.915 MM a.8977 7839.33283 1208.87622 99,2967

Tatals : Tag9s.19228 1213.99158

SPECTRAL DATA OF 5n
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AS/TF/3-Br(d)
single pulse decoupled gated NOE
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13C NMR of 5n in CDCl; at 125MHz

HPLC Purity Data of 5n

tata File E:‘\CHEMSTATION\1\DATA\TIYAS_RPT 2828-83-17 18-04-85\A5-TP-3Br.D
ample Mame: AS-TP-3Br

Acg. Operator

Sample Operator
Acg. Instrument
Injection Date

Acqg. Method
Last changed
Analysis Method
Last changed
Additional Info

: SYSTEM Seq. Line

1 SYSTEM

: HPLC Location

: 17-83-2828 12:27:49 Inj
Inj Volume

: E:\Chemstation\1\Data\TIYAS_RPT 2820-83-17 18-84-85\TIYAS_RPT.M
1 17-83-2820 18:81:12 by SYSTEM

: E:\CHEMSTATION\1\METHODS\TIYAS_RPT.M
1 23-86-2820 12:51:16 by SYSTEM

: Peak{s) manually integrated

maAll

SO0+

"DAD1 A, Sig=285.4 Ref=0 (EMCHEMSTATIONDATAITIYAS

=10 398

w
i
T
.
?

RPT 2020-03-17 10-04-02AS-TP-36r.D - EACHEMSTATIOM1\DATAITIYAS _RPT 2

m_
I

i




Peak RetTime Type MWidth Area Height Area
§ [min] [min] [maL*s] [maU ] %

1 18.398 MM @.1536 158.86219 17.14538 4.2578
2 11.798 MM 9.1138 3539.17969 521.87983 95.3373
3 15.882 MM 2.11%  15.82889 2.18459  @.4848

Totals : 3712.27@57 541.12852

SPECTRAL DATA OF 50
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AS(TR/4CHd) 5 o.017

single pulse decoupled gated NOE
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HPLC Purity Data of 50

Data File E:\CHEMSTATION\1\DATA\TIYAS_RPT 2828-83-17 14-08-34\AS-TP-4CF3.D
Sample Name: AS-TP-4CF3

Acq. Operator © SYSTEM Seqg. Line : 2
Sample Operator : SYSTEM
Acq. Instrument : HPLC Location : P2-B-18©
Injection Date : 17-83-2820 14:38:25 Inj : 1
Inj Volume : 18.0688 pl
Acq. Method : E:\Chemstation\1\Data\TIVAS_RPT 2028-83-17 14-88-34\TIYAS_RPT.M
Last changed 1 17-83-2020 18:91:12 by SYSTEM
Analysis Method : E:\Chemstation\l\Methods\AshimaFA_C-18_PREP.M
Last changed 1 23-86-2020 11:45:48 by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated

"DAD1 A, Sig=285.4 Ref=off (EMCHEMSTATION\T'DATATIVAS_RPT 2020-03-17 14-08-34AS-TP4CF2.D - EMCHEMETATIONUDATAITIVAS_RPT|
mAL E W
700 ¥ _lﬁ;f’}
&
600
500
400+
300+
200 L
1004 = " 3 o -\"‘33 el ‘5§
: 8570 &7 ?,,eﬁ’
o — SEE A o A
T T T T T
5 10 15 20 25 R
Peak RetTime Type Width Area Height Area
# [min] [min] [mALU*s ] [maU] 4

1 11.934 MM ©.1571 59.19608 6.28135 1.1945
2 12.571 MM ©8.1e67 4825.13778 753.77138 97.3651
3 13.838 MM @.89e3 34.41263 6.35487 @8.6944

4 22.683 MM 8.8753 36.97089 8.17996 e. 7460

Totals : 4955.71738 774.58748



SPECTRAL DATA OF 5p

LU U )

x106 [+ESI Scan (it: 0.177 min) Frag=120.0V 3-CF3.d
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AS/TR/3-CF(d) o
single pulse decoupled gated NOE 2%
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HPLC Purity Data of 5p



Data File E:\CHEMSTATION\1\DATA\TIYAS_23862028_PREP 2828-86-24 12-45-26\AS-AT-TP-8.D
Sample Name: AS-AT-TP-7

Acq. Operator : SYSTEM Seq. Line : 1
Sample Operator : SYSTEM

Acq. Instrument : HPLC Location : P2-D-83
Injection Date : 24-86-20828 12:46:28 Inj : 1

Inj Volume : 18.888 pl
Different Inj Volume from Sample Entry! Actual Inj Volume : 4.888 pl

Acqg. Method : E:\Chemstation\1\Data\TIYAS_23862028_PREP 2828-86-24 12-45-26\TIYAS_RPT.M
Last changed 1 23-86-2820 12:51:16 by SYSTEM

Analysis Metheod : E:\CHEMSTATION\1\METHODS‘\AshimaFA_C-18_PREP.M

Last changed 1 23-86-2820 15:02:47 by SYSTEM

Sample Info i AS-AT-TP-8

Additional Info : Peak(s) manually integrated

*DAD1 A, Sig=285,4 Ref=off (EACHEMSTATIOMMW\DATATIVAS_ 23062020 PREP 2020-06-24 12-45-26\A5-AT-TP-8.0 - EMCHEMSTATIOMNTDATA'
mAL ] W
q -
150 —: '53
5 |vs°'°
100
] X
] & ‘
50 g ,®
1 T &
] o I
D{——————JAA——A———J N e a— —
] |
50 |
-100 — ‘
150 ‘
ot - I T T T T T T T T 1 1
5 10 15 20 25 mir
Peak RetTime Type Width Area Height
# [min] [min] [mAU*s] [mAU]

1 3.473 MM 8.8593 52.26423 14.63468

3.7162

2 8.786 MM 8.1199 1354.18974 188.24948 96,2838

Totals :

SPECTRAL DATA OF 5q

1486.37397 282.93488
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'H NMR of 5q in CDCl; at 500MHz




AS/TP/2-CF(d)

r0.0070
single pulse decoupled gated NOE

152 85

—68.43
-6 1.65
5965
—50.39
~—19.04

0.0065
r0.0060
r0.0055
(-0.0050
r0.0045
F0.0040
0.0035
r0.0030

(-0.0025

r0.0020

r0.0015

|
1 | 0.0010
1 i
\ -0.0005
0 | Il I . |
| \ ‘ | | w W Fo.0000

r-0.0005

T T
220 210 200 190 180 170 160 150 140 130 120 110 100 a0 80 70 60 50 40 30 20 10 1] -10 -20
f1 (ppm)

13C NMR of 5q in CDCls at 125MHz

AS/TP/2-CF(d)

single_pulsa S F2.3
! 2.2

r2.1
I
ri.9

| ‘ 1.8

‘ 1.7

| | 2.0

1.6
‘ .5

‘ F1.4
‘ F1.3

‘ 1.2

‘ 1.1
‘ 1.0

‘ | 0.9

‘ 0.8

‘ o7

N

n

\ | 0.4
[ Fo.3
/ \'. 0.2

- / K o .

I B -

- — 0.0

0.1

0.2

58.71 -58.74 -58.77 -58.80 -58.83 -58.86 -58.89 -58.02 -58.95 -58.98 -59.01
f1 (ppm)

T
-59.04

F NMR of 5q in CDCl; at 470MHz



HPLC Purity Data of 5q

Data File E:\CHEMSTATION\1\DATA\TIYAS RPT 2028-83-17 18-84-05\AS-TP-2CF3.D
Sample Name: AS-TP-2CF3

Acq. Operator © SYSTEM Seq. Line : 2
Sample Operator : SYSTEM
Acq. Instrument : HPLC Location : P2-B-82
Injection Date : 17-83-2028 10:33:53 Inj : 1
Inj Volume : 18.808 pl
Acqg. Method : E:\Chemstation\1\Data\TIYAS_RPT 208208-83-17 18-84-@5\TIYAS_RPT.M
Last changed : 17-83-2020 18:01:12 by SYSTEM
Analysis Method : E:\Chemstation\1l\Methods‘\AshimaFA_C-18_PFREP.M
Last changed : 23-86-2020 11:45:48 by SYSTEM

(modified after loading)
Additional Info : Peak(s) manually integrated

"DAD1 A, Sig=285.4 Ref=off (EANCHEMSTATION\I\DATATIYAS_RPT 2020-03-17 10-04-05A5-TP-2CF.D - EMCHEMSTATIONU\DATAITIYAS_RF
mAl g o
BDU—: ¥ efb'f;iﬁ
700 w
ana—f
500—5
cmo—f
:mo—f
200—5 &
mo—f 8 ,l,(f’
0- — =J 1. _
L T T T T T
5 10 15 20 25 mi
Peak RetTime Type Width Area Height Area
# [min] [min] [mAU*s] [mAU] 4

1 11.369 MM B.27280 123.39763 f.56185 2.3890
2 12.899 MM ©.1841 5..20.90869 836.01648 9/7.6910

Totals : 5344.38632 B43.57833



Metal Chelation UV spectrum of Compounds 5c, 5d, 5h, 5i, 5n, 5q against
Fe, Cu, Zn, Al.
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