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1. Table for the retention time of the standards in GC and HPLC:

Retention time (min)

Retention time (min)

Compounds Compounds
For GC For HPLC For GC | For HPLC
EtOAc (solvent) 3.493 -
Xylene (solvent) 4.573 -
0 14.224 0 8.324 23.764
@[ﬁo 13.809 NN
N H H
OH CHs
CHy 15.225 0 8.325 -
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NH; oy H H
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2. GC Spectrum for regeneration of amine 1a:
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<Peak Table>
F1D1
Peak# Ret. Time Area Height Conc. Area%
1 469 54931 15252 55.395 55.395
2| 13786 44231 9959 44.605 44 605
Total 99162 25212 100.000

3. GC Spectrum for regeneration of amine 1b:
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<Peak Table>
FID1
Peak# Ret. Time Area Height Conc. Areath
1 5.570 117662 20119 54029 54029
2 8.326 54972 11807 25242 25242
3 13.784 45141 9671 20.728 20.728
Total 217775 50597 100.000

4. GC Spectrum for regeneration of amine 1c:
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<Peak Table>
SEID1
Peakd] Ret. Time Area Height Conc. Area%
1 7.289 337317 83684 68.945 68.945
2 8.319 22785 5233 4.657 4.657
3] 13.802 129156 27896 26.393 26.393
Tot. 489758 116814 100.000




5. GC Spectrum for regeneration of amine 1d;
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<Peak Table>
FID1 :
Peaki{ Rel. Tim Area Height Conc. Area%
1 832 5459, 12443 19.747 19.747 |
2 ae9 76622 17227 27.715] 21715
3 9.046 100708 23127 36428 35.428
4] 13784 44538 10815 16.110 16 110
Total 276460 63611 100.000
6. GC Spectrum for regeneration of amine 1e:
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<Peak Table>
SFID1
Peak#| Ret. Time Area Height Conc. Area%
1] 5945 57584 14962 39 269 39 269
2] 7876 12905 2653 8800 8800
3| 13792 76153 17706 51031 51031
Total 146642 35321 100.000
7. GC Spectrum for regeneration of amine 1f:
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<Peak Table>
FID1
eak#] Ret. Time Area Height Conc. Area
1] 5882 11306 2762 2018 2018
2| 18t 5663 181 1.011 1.011
] 13350 2874 3275 3975
4] 1748 A00212 58047 71435] 71435
5] 1379 124713 28494 22260 22260
Total 550244 133990 100.000




8. GC Spectrum for regeneration of amine 1g:
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<Peak Table>
SFEID1
Peaks Ret. Time Area Height Conc. Area%
1 2273 1284 2045 12.224 12,224
2] 3.773 23592 5519 22834 22834
3] 5.625 68234 15536 64941 6494
Total 105070 23100 100.000

9. GC Spectrum for regeneration of amine 1h:
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<Peak Table>
SFID1 2
Peaka] Ret. Tim Area Height Conc. Area¥%h
1 612 17007 3457 12834 12834
2] 75 5283 1349 5218 5218
3 1380 107836 74618 80048 B0 043
Total 133217 20424 100,000
10. GC Spectrum for regeneration of amine 1i:
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<Peak Table>
FID1
Peak#{ Ret Time| _ Area Feight Conc. Area
1] 6.124] 10589 J7573  a)6ea|  A2668
2] 7137 9858 2047 3971 3071
A 10867 2073 4377 4377
4830 18312 a177 7377 737
5] 13801 103310 23606] ___41616] 41616
Tot 243242 50436 700 000




11. GC Spectrum for regeneration of amine 1j:
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<Peak Table>
FID1
[Peala] Rel. Time| __ Area Heignt Con Area:
1 5,368 76218 17888 11.138 11.138
2| BaTT 423053 101809 61.830 61.830
3] 9454 95169 71465 14348 14348
] 9.602 72933 13134 10.65% 10,659
5| 14858 1384 2658 2024 2024
Tot 6842722 156953 100.000
12. GC Spectrum for regeneration of amine 1k:
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<Peak Table>
SFID1
Peak# Ret. Time Area Height Conc. Areal
1 3095 183416 51951 46 947 46947
2] 13817 207274 43249 53.053 53.053
otal 300650 G5201 100.000
13. GC Spectrum for regeneration of amine 11:
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<Peak Table>
SFID1
Peak#{ Ret Time Area Height Conc. Areat
1 4.500 273729 53047 24642 24642
2 9.150 596117 147055 53.665 53.665
3 13.820 240359 53400 21.692 21602
Tota 1110804 253510 100.000




14. GC Spectrum for regeneration of amine 1m:
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<Peak Table>
FI1D1
Peak# Ret. Time Area Height Conc. Areat
1 4437 1725399 354470 64 133 64133
2 4701 100144 24547 3.722 3.722
3 13.885 864820 131266 32.145 32.145
Total 2690353 550282 100.000

15. GC Spectrum for regeneration of amine 1n:
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<Peak Table>
FID1
Peal#{ Ret. Time|  Area Height Conc. Areat
1 4.471 611579 125773 23244 23244
2| 8E2B| 1300622 18554 49 431 49431
3] 13875 718064 117458 27325 27325
Total 2631166 1784 100.000
16. GC Spectrum for regeneration of amine 1o:
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<Peak Table>
SFID
Peaka] Ret. Time Area Height Conc. Area
1 4.471 500370 124291 10.853 15.853
2 5.854 1630246 457937 53.999 53.999
3] 13881 780424 125207 26.148 26.148
Total 3019049 707365 100.000




17. GC Spectrum for regeneration of amine 1p:
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<Peak Table>
FID1
Feaka#] Ret. Time Area Height Conc. Area%
1 4470 1076520 222030 41.983 41983
2 4.695 105382 0677 4.110 4110
E] 11.954 526901 130278 20.548 20548
4] 13885 855400 131146 33350 33350
Total 2564202 514132 100.000
18. GC Spectrum for regeneration of amine 1q:
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<Peak Table>
SFID1 .
Peal# Ref. Time Area Height Conc. Areath
1 8.327 11957 2425 5.488 5488
2 11.968 176561 44688 81.041 81.041
3 13.776 20349 6423 13471 13471
Total 217867 53536 100.000
19. GC Spectrum for regeneration of amine 1r:
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<Peak Table>
SEID1
Peald Ret. Time a Heght Conc. Arca%
1 5169 623212 126143 66,645 66.845
2 8.324 120423 27189 12.916 12.916
3| 13.816 188688 40933 20.239 20.239
Total 932324 194266 100.000
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20. GC Spectrum for regeneration of amine 1s:
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<Peak Table>
SEIDT
Peaka] Ret. Time Area Height conc. Areat
1 5665 343229 100717 74 564 74.964
2 8.314 30145 9658 8.550 8.550
3] 13790 75482 17956 16.456 16.466
Total 457856 128331 100.000

21. GC Spectrum for regeneration of amine 1t:
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FID1
eal# Ref. Tim Area Height Conc. Area%
1 7.16. 16365 3142 4513 4513
2 4.3 223304 56703 59.430 59.430
3] 1379 109177 24712 29.045 29.045
4] 1516 13444 2813 3.577 3577
50 15462 12914 2581 3.436 3436
Total 375854 89951 100.000

22. GC Spectrum for regeneration of amine 1u:
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FID1
[Peaka{ Ret. Time Area Height Conc. Areath
1 5.045 57584 14962 30,269 39.269
2 7.876 12905 2653 8.800 8.800
3 13.792 76153 17706 51.931 51931
Total 146642 35321 100.000
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23. GC Spectrum for p-TSA mediated deprotection:
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25. GC Spectrum for Zn(OAc), mediated deprotection:
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26. GC Spectrum for H,O mediated deprotection:
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27. GC Spectrum for meat deprotection:
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28. GC Spectrum for KO'Bu mediated deprotection:
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29. GC Spectrum for NaH mediated deprotection:
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30. GC Spectrum for DBU mediated deprotection:
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31. GC Spectrum for CaH, mediated deprotection:

v
2s00n T z E =
] =
20000
10000 ]
1 = e
=000 =
1 ' =
| —— - iy 1 roril
i T T T T T T T
2= ] 75 mo 125 150 175
min
<Peak Table>
SFIDH
e | Erea Adgn [#7,1) Ereae |
1 [} V] i =5 i A= I
x [T 1B0E3 4323 8.065 E.D65
3 6850 25240 42041 42021
! a0 i [2H] 1254 ]
= EXA T 22031 4713 9.823 EX=k]
E 13 7E 10115 1720 4.510 4.510
=] s i) T T |

14



32. GC Spectrum for Oxone mediated deprotection:
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33. GC Spectrum for CAN mediated deprotection:
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34. HPLC Profile for reaction mixture at 30 min.
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35. HPLC Profile for reaction mixture at 60 min.
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36. HPLC Profile for reaction mixture at 90 min.
DAD1 A, Sig-220,4 Ref=off (MANOJ\UPG 10 2018-06-23 11-56-40.D)
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37. HPLC Profile for reaction mixture at 120 min.
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38. HPLC Profile for reaction mixture at 150 min.
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39. HPLC Profile for reaction mixture at 180 min.
DAD1 A, Sig=220,4 Ref=off (MANOJUPG 14 2018-05-28 14-15-56.D)
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40. HPLC Profile for reaction mixture at 240 min.

DADT A, Sig=220 4 Ref=off (MANOJWUEG 15 2016-05-28 144948 D)
mAU_: o
1000 %
8004 “
600 <
400E 08 ) ||| 80‘:8 QL w o>§ @ ~
= feete) e o | =] [Ts) < w0 o ] <t
i “% N 58 S’r‘aﬁ”—.w 8BNS 3 Q S & 8
B AT o | [loT 0O oA ~ o o
gl e NSO sl o) AT o _‘ﬁ/\\ o %) 2
T s P —
0 5 10 15 20 25 30 mir
41. HPLC Profile for reaction mixture at 50 °C.
DAD1 A, Sig=220 4 Ref=off (MANOJIUPG 16 2018-0623 130448 D)
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42. HPLC Profile for reaction mixture at 70 °C.
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43. HPLC Profile for reaction mixture at 90 °C.
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44. HPLC Profile for reaction mixture at 120 °C.
DADT A, Sig=220,4 Ref=of (MANOJUPG 10 2016-05-20 14-43-56.D)
mAU ] o
250 4 0
] b ‘
200 3 |w| | =
] R P~
150 I =
= I | f
1003 lle @ | S
] |8 O | 83 S 2
503 J| Lo S 2 :J) &
q = \ - -—
& B s N R I
1 T T ‘ T T T ‘ T T T | T T T T ‘ | |
0 5 10 15 20 25 30 min
45. HPLC Profile for pure 1-(3-Hydroxy-phenyl)-3-o-tolyl-urea
DAD1 A, Sig=220,4 Ref=off (MANOJWUPG 20 2018-05-28 16-33-36.D)
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46. HPLC Profile for reaction mixture of 1-(3-Hydroxy-phenyl)-3-o-tolyl-urea
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47. HPLC Profile (S)-Phenylmethylamine recovered after deprotection:
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48. HPLC Profile (R)-Phenylmethylamine recovered after deprotection:
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49. TLC profile:

TLC profile for entry 10: TLC profile for entry 12: TLC profile for entry 13:

©A: Reactant " A:Reactant : _
B: Rex mix B: Rex mix B: Rex mix
C: H/CH; C: H/ CH; C: H/ CH;
TLC profile for entry 15: TLC profile for entry 16: TLC profile for entry 17:

!: Reactan’

B: Rex mix B: Rex mix B: Rex mix
C: H/H C: HH C: H/H

TLC profile for entry 18:

B: Rex mix
C: H/H

A =15 rex mix; B =16 rex mix;C = p-phenylenediamine;
D =18 rex mix; E = 17 rex mix;
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50. HRMS of 2q

D3OL 3 IISER PUNME
D3 OL 31 96 (1.772) AM2 (Ar.20000.0,556.28,0.00.L5 3); Sm (S, 3x1.00) Cm (85:08) 1: TOF MS ES+
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100+
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i 280 0534
el
!
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! 2607474 ! : ‘ :
280.6080 S 2807015 280.8013 2 I 2012505 2613480 3394105 281 5010
L AL L0 UL L L L e ML B L LI AL L L L L L B 0 L L BNLNLL 0 B L B Y
260,600 280.700 280,800 280,800 281.000 281.100 281.200 281.300 281.400 281.500
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51. HRMS of 3¢

D3 0OLS IISER PUNE
D3 OLS 91 (1.687) AM2 (Ar,20000.0.556.28.0.00,LS 3); ABS; Sm (SG, 3x1.00); Cm (91:82-(2-00+83:273)) 1: TOF MS ES+
e 263 DEER 1.83=5
00+
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M+H)+ 263.0587
100311
Eal
2650567
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7 130.0340
211085 282.0316 540.0754563.0551
111.0653 | oerp P25 susgeng h;zﬁs.uass
22 p4eg | D41 7
24 (408 660587 .
o T I| |'I||Ll T T Hr 1 |I |L J| Iller T T T T T T T T T T T T T T 1 Mz
50 100 150 200 250 300 350 400 450 500 550 800 850 700 750 200
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52. HRMS of 3f
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53. LRMS of 9
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Page 1
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8/21/2018 11:48:22 AM



54. LRMS of 10
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55.LRMS of 13

Spectrum Report

Final - Shots 1000 - ISER-96-2-2018; Run #263; Label A6
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56. LRMS of 16

100

Spectrum Report

Final - Shots 1000 - [ISER-96-2-2018; Run #263; Label A7
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57. LRMS of 17

Spectrum Report

Final - Shots 400 - ISER-96-2-2018; Label A8
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58. LRMS of 18

Spectrum Report

Final - Shots 400 - ISER-86-2-2018; Label A9
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