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Figure S1. '"H NMR spectrum of (S,5)-1 (acetone-ds, 500 MHz)
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Figure S2. *C NMR spectrum of (S,5)-1 (acetone-ds, 75.5 MHz)
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8.6 8.5 8.4

8.8 8.7

8.9

9.0

S7



NIEQD SE0
NDEQD 2410
k1] (11" \
]
NOEQD £8'
NJEQD OT'E
Z5ET— -
PULT—
R < g
— ——— | R = =
Gl A
" . —— <+
- ) = o
W n .
e =
= u
ree— F el r e -
[
" -8
b —
[
M~
L2 = |5
48}
-, M
o0
— ™
L h—= SLE e o
Yy mr ez~ — o W
(=1 =
O~ ageI— —— s
60'1L~ R — o
6214 .nﬂr L R =
08'1¢ " il B
7 - Fl. - -
620¢ mm.amﬁlulﬂw e
16 pim— —— 9 .
- o
~ Wn Lo
m
n =
rou = M
' ~ M
~ TVEE— == =
o =
L= . <
o BOTRET = - o
_ - ™~ T2 b= - |
6294 — n -
- -0
POTIT— -
L) =LA - .l. HE
99'£zT
o
SE'8ET
14321
@m.mﬁ.\
19'621
66'0ET
60'1ET
15T
POTBET
T2bET
S.mI%
ST'2p1
26191~
61 b9
o5 b1~ v

I
N/
Lo/
(S.5)3

-10
S8

70 60 50 40 30 20 10

80

a0

& (ppm)
Figure S6. >C NMR spectrum of (S,5)-3 (CDsCN, 125 MHz)

190 180 170 160 150 140 130 120 110 100

200




Figure S7. "H NMR spectrum of (S,5)-4 (CDCls, 500 MHz)
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Figure S9. 'H NMR spectrum of (S,5)-6 (CDCls, 300 MHz)
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Evaluation of 2D NMR spectra of (S,5)-1—(S,S)-3

2D ROESY and HMBC spectra were recorded for further support of structures (S,5)-1—(S,S)-3.
The ROESY spectrum of ligand (S,5)-2 showed a cross-peak between the triazole proton (8.25
ppm) and pyridine proton (7.71 ppm). Similarly, the triazole proton (8.82 ppm) and pyridine
proton (7.77 ppm) of ligand (S,5)-3 gave a ROE signal. These interactions could not be detected

for the corresponding 1,5-isomers.
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Figure S15. Parts of the structures of sensor molecules (S,S)-1—(S,S)-3 with proton and carbon
signal values (ppm) used for verifying the structures by 2D NMR techniques

In the case of ligand (S,5)-1, a ROE signal between the triazole proton (9.09 ppm) and
phenyl proton (7.88 ppm) as well as the absence of a cross-peak between the pyridine proton
(7.87 ppm) and phenyl proton (7.88 ppm) would support structure (S,S)-1 and exclude its 1,5-
isomer, but due to the very similar chemical shifts (7.87 and 7.88 ppm), these interactions could

not be evaluated. Therefore, a HMBC spectrum was recorded. A weak HMBC signal between

S17



the triazole proton (9.09 ppm) and phenyl carbon (131.34 ppm) confirmed structure (S,S)-1,
because this correlation would not be expected for its 1,5-isomer through a four-bond distance.
Furthermore, the predicted chemical shifts (by ACD/Spectrus software) for the triazole carbons
of (5,5)-1 are 121.96 ppm (C5) and 146.70 ppm (C4), in contrast to 134.28 ppm (C5) and 141.32
ppm (C4) for its 1,5-isomer. Thus, the corresponding measured values of 121.41 ppm (C5) and
146.63 ppm (C4) also suggest structure (S,S)-1.
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