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TZ34-146-C

Sample Name:
TZ34-146-C
Data Collected on:
busch-vnmrs400
Archive directory:
/home /vnmr_zt /vnmrsys/data
Sample directory:

TZ34-146-C_20150423_01 5
FidFile: current e
aam
el - [
Pulse Sequence: CARBON (s2pul) 2 | #
Solvent: acetone © o8
Data collected oni Apr 23 2015 ]
Temp. 25.0 € / 298.1 K
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Data Collected on: )
busch-vnnrsd00 MOM
Archive directory:
/home/vnnr_xt /vrmrsys/data 15
sample diractory:
TZ34-153_20150422_01
FidFile: currant

a
Pulse Sequence: CAREBON (s2pul)
Solvent: acetone 9

o
Data collacted on) Apr 22 2015 a
n @
o N
B
Temp. 25.0 C / 298.1 K = 2
Sample #43, Operator: vnmr_zt o ~
J 8
Relax. delay 1.000 s “!
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Acq. time 1.265 sec
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384 repetitions | )
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T234-160
Sample Name: 74 DN
TZ34-160 N | H H
Data Collacted on: N I~ _N N = OMOM
busch-vamzrs400 / N N \"/ i
Archive directory: H o) N
/home /vnmr_zt /vnmrsys/data X
Sample directory:
TZ34-160_20150420_01 Cl 9@ Zeazng
FidFile: current Gl (el
i e segfosscse
Pulse Sequence: CARBON (s2pul) L 15 /J) ]
solvent: cd3od R //
Data collacted on: Apr 20 2015 //// i
4 o
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Total time 11 hr, 25 |min 2 o
o i
i3 1
| b ! :
A
| ‘ \
- LU -
o MmN Vi
e B L L A IR ‘l N 5 .2 L 20 0 B B L L L B T B
160 140 120 100 80 60 40 20 ppm
° °
g8 2 © X 239eah 2 3]
< PR ~ R
[ | | | N | \
7 =
N H H
pZ
/N N,N\n/N = I OH
H
¢} N
Cl
18
I
|
| L it N
o
R 2 s = ] 8
T T T T T T T T T T
85 8.0 75 7.0 65 6.0 55 ; ! T T T T T ;
L : . : 50 4.0 35 S
1 (ppm) 3.0 2.5 2.0 1.5 1.0 0.5 0.0

S20



T9°€T —
81—

8E'6C —
0L7e—

169
oLy
€LY

WLy
L6'LYy
[3%:i4

55'86
+9'86

8CEOT —

8LL0T —

88'6ET ~_
80pT

96'0ST

LETST V
99'GST —
86°LST —
98'65T —

89V9T —

Cl

18

180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20
f1 (ppm)

190

Wy
j344
'y
(344
05y
1134
65y
09
9%
1744
Uy
&Ly

SN =

L0L—
9L —

F

TFeoz

TZ

Fesso
Fors

6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 15 1.0 0.5 0.0
f1 (ppm)

6.5

8.5 8.0 7.5

9.0

S21



PEBT
58T
€L'8C
26'8C
f4%°74
TE6T
05'6Z

w99
999 v.
0908 ~—

L2 —

9T'60T —

90°STT —

PEEPT —

PO6PT —

LLEIT —

64691 —

LT'S0C —

F

30

40

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60
f1 (ppm)

220

6TT ~_
€T

06T —

L9 —

€69 —

0L —

179

Fre

Fa

E-60°€

Feso

Fo

0.0

0.5

1.0

2.0

2.5

3.0

4.0
f1 (ppm)

4.5

5.0

6.0

6.5

7.5 7.0

8.0

S22



—163.73
— 159.86
— 155.65
— 150.80
— 14830

139.85

TR R .
N ~
NN Y O
(0] _N
5f
Cl

119.68

— 10666
98.60
98,51

9651

8225

~80.71
65.58
65.38

<o

RN
S&RA
BN
FETT

T+ ooy
&=

TET

7.

7.

6.
— 3173
—29.38
—21.81

%

13.62

T T T T T T T
190 180 170 160 150 140 130

T
120

T
110 100
f1 (ppm)

Table S1. Conditions screening for the radiolabeling of compound 18.

Product
Reaction Radiochemical
Entry HPLC conditions Collected
conditions purity
(mCi)
['CIMeOTf, 5 Mpq)KOH 3 45% acetonitrile in 0.1 M
1 ‘ ‘ 14.7 > 99%
uL, DMF 200 uL, 85 °C, 5 min | ammonium formate, pH 4.5
[M'CIMeOTt, 5 Mpq)KOH 3 45% acetonitrile in 0.1 M
2 ' . 24.5 79%
uL, DMF 200 uL, 60 °C, 5 min | ammonium formate, pH 4.5
[''C]Mel, solid Cs,CO;, DMF | 45% acetonitrile in 0.1 M
3 ‘ ‘ 2.1 > 99%
200 uL, 85 °C, 5 min ammonium formate, pH 4.5
['C]Mel, 5Mq)KOH 3 uL, | 45% acetonitrile in 0.1 M
4 26.9 71%
DMF 200 L, 85 °C, 5 min ammonium formate, pH 4.5
[M'C]Mel, 5 M(yq) CsOH 3 uL, | 45% acetonitrile in 0.1 M
5 15.8 >99%

DMF 200 uL, 85 °C, 5 min

ammonium formate, pH 6.5
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[''C]Mel, 5 M(,q, KOH, DMF | 45% acetonitrile in 0.1 M
6 . . 31.1 >99%
200 uL, 85 °C, S min ammonium formate, pH 6.5
100 Thermo_UV_Vis1
mv WWVL:254 nm
A 18 1-2.459
I
I
A0+ | ||
_ | |
I
A
I3
7 — b T
- — e e — ; . —
0.00 1.00 2.00 3.00 4.00 5.00 7.00 3.00
50.0 Thermo_UWV_Vis1
amy WWVL254 nmi
] B
d 5a
25.0-
1 T T min
-7.0 T 7 T T T T T _* ' '
0.00 1.00 2.00 3.00 4.00 5.00 7.00 a.00
60.0 Thermo_UV_Vis1
amy WWVL254 nm
] C
1-2.455
III
25.0 ||| 2-5a-5495
] I| [ A
II |II|
__ B ____..J;\.'__ — — — — — - ml_n
-7.0 T 7 | R T T T L A
0.00 1.00 2.00 3.00 4.00 5.00 7.00 3.00

Figure S1. Analytical HPLC chromatograms of ['!C]5a precursor 18 (panel A), nonradiolabeled standard
5a (panel B), and co-injection of 18 and 5a (panel C). Analytical HPLC conditions: Agilent Zorbax SB-
C18 column, 250 x 4.6 mm, mobile phase 55% acetonitrile in 0.1 M ammonium formate, pH 4.5, flow rate
1.2 mL/min, detection wavelength 254 nm.
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Figure S2. Typical analytical HPLC trace of formulated ['®F]5a. Panel A shows UV trace for [!'C]5a with
10% EtOH in saline; panel B: [!!C]5a radiochemical trace; panel C: UV trace for co-injection of ['!C]5a
and 5a; panel D: radiochemical trace for co-injection of [''C]5a and 5a. Analytical HPLC conditions:
Agilent Zorbax SB-C18 column, 250 x 4.6 mm, mobile phase 55% acetonitrile in 0.1 M ammonium
formate, pH 4.5, flow rate 1.2 mL/min, detection wavelength 254 nm.
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