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Instrument Resolution: 18,058
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338 RETE
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Agilent LC system connected to Agilent

10/09/2018 _
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Agilent LC system connected to Agilent

06/09/2018
HereE 6510 Q TOF mass spectrometer
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Agilent LC system connected to Agilent
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Counts v Mass-to-Charge [mz)
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6510 O TOF mass spectrometer
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dy62_ 10. £id
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Crude NMR showing a mixture of phenol (product) and 4-iodophenol (Starting material)
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For the aromatic part of this NMR spectrum, the middle three peaks pertaining to phenol (1), the left and right peaks belong to 4-iodophenol (2)




Crude *H NMR showing the characteristic peaks of the bottom product for Scheme 13:
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The 4.45 ppm peak has combined with OH, hence a little bit larger in integration



Mass spec below proved the existence of Scheme 13 bottom product:

|LDY033 (0.050) Is (1.00,1.00) C9H1012 2: TOF MS ES- (

1 100+ 37;1.9 . 9.07e12!
! . ] I
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i ' . : |
-
i
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|
, 0-— T ‘ T T ; | e ‘ ‘ : —_ : - - — miz
| 345 350 355 360 365 - 370 375 380 385 390 395 400 405 410 415 !
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| 100 38‘01 8.20e12
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‘ 160 380.6 1.74e6,
] ' |
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‘ 1
| : 1 |

‘
, 62.6 '
| 3606 ° 386.0
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h 3498 3549 : e L = e : miz
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C13CPD.ucl CDCI3 {U:\400} jdw 3
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Instrument Resolution: 13,500
Theoretical [C18 H22 N2+H]+: 267.1856
Measured : 267.1858

Error: -0.75 ppm
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Counts vs. Mass-to-Charge (miz)

Agilent LC system connected to Agilent

6510 Q TOF mass spectrometer
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UCL Chemistry Mass Spectrometry

253.1257 ML
100 o 0 5.79E9
/ LDY093#422 RT
a0 >E/ 434 AV 1T
Ph FTMS + p ESI Full
lock ms
80 [150.0000-
2000.0000]
70
50
Experimental
50
. Error: 0.00ppm
30
20 254.1279
10
255 1209
0 253.2343 254.0202 | 2542370
253.1257 ML
100 8.11E5
C13H20 O2 S +H:
90 CiaHz21 025,
pa Chrg 1
80
70
60 -
Theoretical
50
40
30
20
2541290
10
2551215
it — 77T T
2530 2535 254.0 2545 255.0 2555 256.0



80
¥8'0
S8°0
61'T
0z't
Tt
1T
wt
[4a
[
€'t
€T
¥l
ve'1
ST
ST
S¢T
9T
9T
9T
71
L
Lt
81
8T
0E'T
0'T
1T
[4 1
[43¢
€ET
€T
PE'T
Pe'T
SE'T
9e'T
9€'T
LE'TH
S9'T
99T
£9'T
89T
89T
89'T

60°€-
€571
¥S'Lq
Ve
bS'L
SS°ZA
95/
95/
(5L
85/
85°/
85°L
29'L~
€9'/
€9'L
¥9'L]
¥9'L ]
59°2
992
8.&
(9L

882
682
68'2
06'2
16°L

16'2-

O

N

o]
N\
Ph”

M!mm.w

mev
802
MIQ T

WLI‘ Feee

L o1z

= Fo01

Foze

3.0 2.5 2.0 1.5 1.0 0.5 0.0

4.0 3:5

Chemical Shift (ppm)

4.5

8.0 7.5 7.0 6.5 6.0 5.5 5.0

8.5



d & o 2 N 8 81 &
& & &% 8 A 8 di o
| [\ [\
O\\ ,,O
/S\/\/\/
Ph
T T T T T x T T T T T w T v T ¥ T 1) T T T X T
160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0

Chemical Shift (ppm)



LDY077 (0.119) Is (1.00,1.00) C12H1802S 1: TOF MS ES+
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