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Solvent !m.mm:o {g/mL) Rxn temp. (C)
_odCl TR T 554 AN AG
odClI 1 70
odCl 1 © 70
odCl 1 70
odCl 1 70
odCl 1 70.
odCl 1 70
odCl 1 70
odCl 1 70,

Seder T T 120
odC! 1 120
_odCl 1 ) 120
THF R 70
THF 1 70
THF 1 70
THF 1 70
THF 1 o 70

ihis
THF 1 o] ‘ﬂo
THF 1 Lo %70
THF 1 ith 70
THF 1 i ~& 70
THF 1 70
THF 1 120
THF 1 - 120
THF 1 120
S = star
t = total time

a = actual time at specific temp.
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dec = there was low MW tailing for the arm peak
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25d INHCI™ ST S «ﬂ.ﬂ:m B K7 ST o
25d 1N _._o_W 26 % Svstime 26k 1.18 80
25d 1N HEi ¢ 47.5. | % Svstime 63k 1.05 36
qu INHCI!: 725 '%Svstime 90k/50k 1.04/1.06  18/19°
25d INHCIY 96 ' %Svstme . 25k 1.17 54
25d 1N HC 2% | %Svstime 25k 1.17 50
25d INHCI ! 1405 % Svstime = 62k 1.14 38
254 INHCI; 158 | % Svstime mmw 1.13 38

~ 25d INHCI{ ‘wmo 5 ' %Svstime .. 25k 118 55
26d 1N HCI 25z effecttemp . 64k 114 38
25d 1N HCl! ﬁmiﬁ.mm effecttemp 62k 1.08 38

250 IN HCI{604.5¢274a effecttemp 66k .~ 112 37
25d N HC 12 , %Svstime 55k 1.19 36
25d INHCI 24 % Svstime - 15k 1.1 42
25d 1N HCl %Svstime - 18k 1.2 47
25d IN HCI '} % S vs time a_&mx 1.03/1.08  14/23
25d INHCI 4 % Svstime 72k 1.06 26
25d INHCI § % Svstime 62Kk 1.13 37

- 25d INHCI '} %Svstime 61k 1.13 37

- 25d INHCI | % S vs time QMJ 1.12 37
25d IN HCI | % Svstime 65k 1.1 36
25d 1N HCI %Svstime = 66K 1.09 34
25d 1N HCI effecttemp 60k (dec) 1.1 28

~ 25d 1N HCI effecttemp 48k (dec)  1.15 22

1 25d IN HCI 6 effecttemp 31k (dec) 1.1 10
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Solvent P Conc (g/mL) Rxn temp. (C) Catalyst Time (hr) Explanation S Mn S PDI S% Qutcome

THF 0.04 70 10d 0.15N HCI 24 first rxn 54k 1.07 18
THF 0.04 70 10d 0.5N HCI 24 cat strength 54k ,_.@N 8 - o o no change
THF 0.5 70 10d 1.0N HCI 24 P conc., 33k 1708 36 yield up, weight down
THF 1 70 10d 1.0N HCI 24 P conc. 47k 1.13 37 yield same, weight up
THF 2 70 20d 5.0N HCI 24 P conc./cat st. 52k 1.11 37 yield same, weight up
none neat 80 10mL 1.0N HCI. 24 P conc 47k 1.55 29 yield down, weight down
odCl 0.04 147 10d 0.5N HCI 24 solv. 48k 1.07 3 yield and weight not as high as THF
odCl 0.2 147 10d 0.5N HCI 24 solv. and P conc. 48k 1.06 14 yield up with conc up
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