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Figure S1. IR spectrum of Cy2P(S)CH20H (1).

Figure S2. H NMR spectrum (upper) and detail showing coupling (lower) of
Cy2P(S)CH:20H (1).

Figure S3. 1BC{TH} NMR spectrum of Cy2P(S)CH:0H (1).

Figure S4. 31IP{1H} NMR spectrum of Cy2P(S)CH:0H (1).

Figure S5. COSY NMR spectrum (upper view) and enlarged view (lower) of
Cy2P(S)CH:20H (1).

Figure Sé. NOESY NMR spectrum (upper view) and enlarged view (lower) of
Cy2P(S)CH:20H (1).

Figure S7. HSQC NMR spectrum (upper view) and enlarged view (lower) of
Cy2P(S)CH:20H (1).

Figure S8. HMBC NMR spectrum (upper view) and enlarged view (lower) of
Cy2P(S)CH20H (1).

Figure S9. Negative-ion ESI mass spectrum of Cy2P(S)CH20H (1) in methanol solution, with

added sodium formate ionisation aid. Capillary exit voltage 90 V, Skimmer 1
voltage 30 V.
Figure S10. Positive-ion ESI mass spectrum of Cy2P(S)CH20H (1) in methanol solution, with

added sodium formate. Capillary exit voltage 90 V, Skimmer 1 voltage 30 V.
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Figure S11. Positive-ion ESI mass spectrum of Cy2P(S)CH20H (1) in methanol solution, with
added sodium formate, showing the isotope pattern of the [2(1) + Na]* ion.

Capillary exit voltage 90 V, Skimmer 1 voltage 30 V.
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IR spectrum of Cy2P(S)CH20H (1).
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Figure S2.

H NMR spectrum (upper view) and detail showing coupling (lower) of

Cy2P(S)CH:z0H (1)
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Figure S3.

BBC{'H} NMR spectrum of Cy2P(S)CH:0H (1).
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Figure S5.

COSY NMR spectrum (upper view) and enlarged view (lower) of

Cy2P(S)CH:20H (1).
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Figure Sé.
Cy2P(S)CH20H (1).

NOESY NMR spectrum (upper view) and enlarged view (lower) of



TGet11-201B DY [Annia 1T 13 1 DiyRCCMAdasta\nmrauinmre
H4
s HZ ”
" ] A \h‘
S A SR R W D SR LS S S
8pFb
Gz w38 (02 H2)
Cc4
c3
Cc5 —
T T T i ‘ T T ‘ T
8 T 6 5 4 3 2 F2 [ppm]
"Octl1-2018 Dr Annie 1" 13 1 [D:\RCCMidsta'nomreu'nomr
H2
H5QC
Hsl ! H4 ”HZ
M
/ |U
Il l IU-J
BokFb
U
ch (C3, H3)= -z
Ccs —
E‘

5.0 45 4.0 3.5 3.0 F2 [ppm]

Figure S7. HSQC NMR spectrum (upper view) and enlarged view (lower) of
Cy2P(S)CH:20H (1).
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Figure S8.
Cy2P(S)CH20H (1).

HMBC NMR spectrum (upper view) and enlarged view (lower) of

1
F2 [ppm]

F1[ppm]

50

100

150

200

F1[ppm]

160 140 12¢ 100 8¢ 60

180



Generic Display Report

Analysis Info Acquisition Date  5/13/2019 3:46:33 PM
Analysis Name  D:\Data\WiH\13-05-2019000008.d

Method neglowaug2016.m Operator administrator

Sample Name Instrument micrOTOF

Comment Cy2P(S)CH20H in methanol

negative ion + 3 drops sodium formate solution (0.002 M)

Acquisition Parameter

Source Type ESI lon Polarity Negative Set Corrector Fill 46V
nfa nfa Set Capillary Exit -90.0 vV Set Pulsar Pull 800V
Scan Begin 50 miz Set Hexapole RF 80.0V Set Pulsar Push 800V
Scan End 500 m/z Set Skimmer 1 =300V Set Reflector 1700 V
Set Hexapole 1 250V Set Flight Tube 8600 V
Set Detector TOF 2183V
Intens, [ o ) M3, 0.0-0.8min #(4-61
mer (4-91)
305,1485 ‘
| |
.
0.8 [
06
1
0.4
0.2
|
u |
229.1309 ‘ 403.3204
| ez M e T 489.2789
0.0 gzl o L N, - e T
50 100 150 200 250 300 350 400 450 miz
Bruker Daltonics DataAnalysis 3.4 printed:  5/13/2019 3:48:36 PM ~ Pagelof1
Figure S9. Negative-ion ESI mass spectrum of Cy2P(S)CH20H (1) in methanol solution, with

added sodium formate ionisation aid. Capillary exit voltage 90 V, Skimmer 1

voltage 30 V.
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Figure S10. Positive-ion ESI mass spectrum of Cy2P(S)CH20H (1) in methanol solution, with

added sodium formate. Capillary exit voltage 90 V, Skimmer 1 voltage 30 V.
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Figure S11. Positive-ion ESI mass spectrum of Cy2P(S)CH20H (1) in methanol solution, with
added sodium formate, showing the isotope pattern of the [2(1) + Na]* ion.

Capillary exit voltage 90 V, Skimmer 1 voltage 30 V.



