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Figure S1: Compound-3: 1H NMR, DMSO-d6, 400 MHz

Figure S2: Compound-3: 1H NMR, DMSO-d6 (D2O exchange), 400 MHz
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Figure S3: Compound-3: 19F NMR, DMSO-d6, 400 MHz
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Figure S4: Compound-3: 13C NMR, DMSO-d6, 125 MHz
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Figure S5: Compound-3: Mass

Figure S6: Compound-3: HPLC
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Figure S7: Compound-6: 1H NMR, CDCl3, 400 MHz

Figure S8: Compound-6: 19F NMR, CDCl3, 400 MHz



Supporting Information

S7

Figure S9: Compound-6: 13C NMR, CDCl3, CDCl3, 125 MHz
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Figure S10: Compound-6: Mass 

Figure S11: Compound-6: HPLC

Peak No. Ret.Time Peak Name Area Peak Type Area 
 min  µAU*sec  %
1 8.971 PhthNOH 12283.52 BMB 0.056
2 14.357  21372.16 BMB 0.098
3 21.533 TPPO 14233.44 BMB 0.065
4 26.053 Compound-6 21708336.4 BMB 99.757
5 33.547  5064.48 BMB 0.023

Total :-   21761290  100
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Figure S12: Compound-6 (reaction mixture): HPLC

Peak No. Ret.Time Peak Name Area Peak Type Area 
 min  µAU*sec  %
1 8.968 PhthNOH 918928 BMB 3.585
2 14.36  82399.2 BMB 0.321
3 18.093  196533.12 BMB 0.767
4 21.536 TPPO 8662434.72 BMB 33.79
5 22.363  75414.32 BMB 0.294
6 24.355  6493241.92 BMB 25.329
7 26.056 Compound-6 3113906.16 BMB 12.147
8 31.347  6093189.92 BMB 23.768

Total :-   25636047.36  100
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Figure S13: Compound-6 (toluene residue): HPLC

Peak No. Ret.Time Peak Name Area Peak Type Area 
 min  µAU*sec  %
1 6.541  45983.2727 BM 0.302
2 6.768  94203.6873  MB 0.619
3 8.979 PhthNOH 170216.8 BMB 1.119
4 9.755  39879.12 BMB 0.262
5 14.379  161618.88 BMB 1.062
6 15.376  51672.08 BMB 0.34
7 18.083  194884.96 BMB 1.281
8 18.856  49514.48 BMB 0.325
9 21.549 TPPO 2639497.12 BMB 17.348

10 22.373  155521.04 BMB 1.022
11 24.371  1437551.36 BMB 9.448
12 26.069 Compound-6 5387339.84 BMB 35.408
13 31.315  4787189.44 BMB 31.463

Total :-   15215072.08  100
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Figure S14: Compound-6 (IPA residue): HPLC

Peak No. Ret.Time Peak Name Area Peak Type Area 
 min  µAU*sec  %
1 6.755  94820.56 BMB 1.382
2 8.965 PhthNOH 255086.08 BMB 3.717
3 14.365  228043.2 BMB 3.323
4 15.365  79420.32 BMB 1.157
5 18.848  72530.56 BMB 1.057
6 21.536 TPPO 3563225.12 BMB 51.922
7 22.357  225683.84 BMB 3.289
8 26.056 Compound-6 2201435.2 BMB 32.079
9 31.629  142384.72 BMB 2.075

Total :-   6862629.6  100
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Figure S15: Compound-7: 1H NMR, CDCl3, 400 MHz

Figure S16: Compound-7: Mass
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Figure S17: Compound-8: 1H NMR, CDCl3, 400 MHz

Figure S18: Compound-8: 13C NMR, CDCl3, 125 MHz
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Figure S19: Compound-9: 1H NMR, CDCl3, 400 MHz

Figure S20: Compound-9: Mass
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Figure S21: Compound-9: 13C NMR, CDCl3, 125 MHz
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Figure S22: Compound-10: 1H NMR, CDCl3, 400 MHz

Figure S23: Compound-10: Mass
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Figure S24: Compound-10: 13C NMR, CDCl3, 125 MHz

Figure S25: Compound-10: HPLC 



Supporting Information

S18

Figure S26: TPPO: Mass 

Figure S27: TPPO: NMR
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Figure S28: TPPO-H2DIAD: NMR

Figure S29: TPPO-H2DIAD: HPLC

Peak No. Ret.Time Peak Name Area Peak Type Area 
 min  µAU*sec  %
1 8.987 PhthNOH 1584050.08 BMB 6.804
2 13.728  29461.12 BMB 0.127
3 21.549 TPPO 21614461.2 BMB 92.848
4 26.077 Compound-6 21628.48 BMB 0.093
5 31.645  29920.72 BMB 0.129

Total :-   23279521.6  100
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Table S1
Compound-6

Solubility at room temperature (25-30 °C) Solubility at 0 °C

Solvent Weight (mg)
ml of 

solvent 
added

Solubility 
(mg/ml) Observation Solvent Weight (mg)

ml of 
solvent 
added

Solubility 
(mg/ml) Observation

2-Propanol 51.10 10.0 Insoluble Insoluble particles 2-Propanol 51.60 10.0 Insoluble Insoluble particles
Tetrahydrofuran 49.80 0.4 124.5 Clear Solution Tetrahydrofuran 50.50 0.5 101.0 Clear Solution
Cyclohexane 49.91 10.0 Insoluble Insoluble particles Cyclohexane 50.90 10.0 Insoluble Insoluble particles
Toluene 51.40 1.1 46.7 Clear Solution Toluene 50.49 1.2 42.1 Clear Solution

TPPO-H2DIAD
2-Propanol 30.2 0.5 60.4 Clear Solution 2-Propanol 30.70 2.3 13.3 Clear Solution
Tetrahydrofuran 31.5 0.2 157.5 Clear Solution Tetrahydrofuran 30.50 0.5 61.0 Clear Solution
Cyclohexane 30.1 10.0 Insoluble Insoluble particles Cyclohexane 32.00 10.0 Insoluble Insoluble particles
Toluene 30.20 1.3 23.2 Clear Solution Toluene 31.9 2.0 16.0 Clear Solution

TPPO 
2-Propanol 51.1 1.1 46.5 Clear Solution 2-Propanol 50.70 2.0 25.4 Clear Solution
Tetrahydrofuran 50.9 0.3 169.7 Clear Solution Tetrahydrofuran 52.50 0.5 105.0 Clear Solution
Cyclohexane 50.4 10.0 Insoluble Insoluble particles Cyclohexane 50.80 10.0 Insoluble Insoluble particles
Toluene 53.20 1.2 44.3 Clear Solution Toluene 51.5 1.2 42.9 Clear Solution


