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1. GC-MS data for chlorinated by-product formed during the synthesis of 3,5-
AB-CHMFUPPYCA
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2. LC-MS data for the chlorinated by-product formed during the synthesis of 3,5-
AB-CHMFUPPYCA
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3. HR-MS data for the AB-CHMFUPPYCA isomers and vendor sample

401.2353
CxHypOz2NgF
100+ s 1.3187 ppm
356.2141
C21Hz7ONzF
2.1983 ppm
40_‘_ 53-AB-CHMFUPPYCA 384.2089
1 285.1407 Cz2Hzz 02NaF
1 Ci7HisBONzF 1.7712 ppm
307 3.2198 ppm
] 330.1985
207 260.1203 CiaHas ONsF
;Cu His O N3 F 2.6323 ppm
- 3.5885 ppm 3441779
107 C1aHz02N3F
] 3.0095 ppm
1 , 405.7699
0 | I. Lo ] l | Lrebd I | "\ 4
ol Mkl Lk R b3 ) | It | i a4 bk | L k] 5:5ALa Rt b B fokickd ok iy 51 | prere] Rl L DA |
260 280 300 320 340 360 380 400 420
miz
401.2340
CxzHx 02 N4F
0, i -1.8758 pom
90- N
Z o NH
80
] 5/ 1
n 4 I
- =N
] e 2
607
50
1" 3562130
40 3.5-AB-CHMFUPPYCA C21HONaF
] -0.7145 pom
30
] 384.2079
; CzHzr 02NaF A
207 2601194 -0.8500 ppm
- 17H1s ON2
10- 0.3035 ppm 0.1160 ppm 344.1766
] ) CraHzn02N3F
] | ) -0.8033 ppm | | i
] LI YII‘]I(II[IITI TT T[T TT INNREEEERERBBEI LI T T -TY]IYII]IITI]T UL T |
250 260 270 280 290 300 310 320 330 340 350 360 370 380 390 400 410
miz



Relative Abundance %

[2=3
[=)

D -~ oo
£...7...%
| - - -

=~ 23
o o

= o w
o o ?

o

100

McLaughlin et al. — Drug Testing and Analysis — Supplementary Information

401.2328
C22Ha 02NsF
-4.9182 ppm
Vendorf
260.1185
CuuHisON3F
-3.3335 ppm
403.2390
356.2118
285.1388 CotH7ON3F
C i ON,F 2:1 42;4 s 384.2064
-3.5229 ppm “4.dalé ppm Cx2Hzr02N3F
L] ‘ sszom ||
[T T MH\HH\\\M‘\‘HH‘\H‘M\‘H\‘\“\‘H‘\‘\\“\H\\\'\‘H\\‘“‘\H\‘HH\\‘\H\\‘\”H\HH\"‘H“\‘\
250 260 210 280 290 300 310 320 330 340 350 360 370 380 390 400
miz



McLaughlin et al. — Drug Testing and Analysis — Supplementary Information

4. Proton NMR spectra for the AB-CHMFUPPYCA isomers and vendor sample
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5. Carbon® NMR spectra for the AB-CHMFUPPYCA isomers and vendor sample
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6. Fluorine'® NMR spectra for the AB-CHMFUPPYCA isomers and vendor sample
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7. NMR nuclear Overhauser effect experiment assignments

5,3-AB-CHMFUPPYCA 3,5-AB-CHMFUPPYCA
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8. Additional x-ray crystallography data

Table 1. Hydrogen bonds for 3,5-AB-CHMFUPPYCA [A and °].

D-H..A d(D-H) d(H...A) d(D...A) <(DHA)
C(11)-H(11)...0(27)#1 0.95 2.47 3.266(2) 141
N(28)-H(28A)...0(27)#2  0.88(3) 2.00(3) 2.856(2) 166(2)
N(28)-H(28B)...N(29)#3  0.90(3) 2.20(2) 3.039(2) 155(2)
N(21)-H(21)...0(27)#1 0.87(2) 2.11(2) 2.963(2) 167(2)

Symmetry transformations used to generate equivalent atoms:

#1 -x,y-1/2,-z+1  #2 -xX,y+1/2,-z+1 #3 x,y+1,z
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Hydrogen bonding network shown in dashed lines in 3,5-AB-CHMFUPPY CA showing the connectivity of the chain that extends parallel to the b

axis. Unit cell shown and hydrogen atoms omitted for clarity.
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Packing diagram of 3,5-AB-CHMFUPPYCA viewed down the b-axis showing the
hydrogen bonded chain network and the channel occupied with acetonitrile. Dashed

lines indicate hydrogen bonding. Hydrogen atoms omitted for clarity.
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