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NMR titration experiment of calix 1 with Ba%*
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NMR titration experiment of calix 1 with Pb?*
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NMR titration plots of calix 1 with Ba?*, Sr**, and Pb**
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UV/Vis titration experiment of calix 1 with Ba?*, Sr?*, Pb?*

1.0 —— 0 equiv.
——0.10 equiv.,
——0.16 equiv.
——0.22 equiv.
——0.28 equiv.
. 0.8 —— 0.34 equiv.
= —— 0.40 equiv.
© —— 0.46 equiv.
= ——0.52 equiv.,
——0.58 equiv.
§ 06+ ——0.64 equiv.
© (—— 0.7 equiv.
2 ——0.76 equiv.
8 ——0.82 equiv.,
n ——0.88 equiv.
g 04 —— 1.00 equiv.
——1.10 equiv.
—— 1.20 equiv.
—— 1.50 equiv.
. ——2.00 equiv.
02 ——6.00 equiv.
——10.0 equiv.
0.0 . .
260 280 300
A/nm
1.0 —— 0 equiv.
[——0.10 equiv,
i —— 0.16 equiv.
—— 0.22 equiv.
—— 0.28 equiv.
. 0.8+ —— 0.34 equiv,
3 —— 0.40 equiv.
[1:] 4 —— 0.46 equiv.
— —— 0.52 equiv|
3 06 —— 0.58 equiv.
c -4 —— 0.64 eq!.liv.
[+ —— 0.7 equiv.
= 1 ——0.76 equiv,
8 —— 0.82 equiv.
i —— 0.88 equiv.|
o 04 — 1.00 equiv.
—— 1.10 equiv.
1 —— 1.20 equiv.
—— 1.50 equiv.
_ ——2.00 equiv.
0.2 —— 6.00 equiv.
——10.0 equiv.
0.0 " | : i
260 280 300
A/nm
1.0 —— 0 equiv.
—— 0.10 equiv.
4 —— 0.16 equiv.
—— 0.22 equiv.
—— 0.28 equiv.
. 0.8 [—— 0.34 equiv.
=3 —— 0.40 equiv.
[1+] 4 —— 0.45 equiv.
et —— 0.52 equiv.
@ —— 0.58 equiv.
2 064 — 0.64 equiv.
[+ —— 0.7 equiv.
e —— 0.78 equiv.
[=} —— 0.82 equiv.
g 0.4 —— 0.23 equiv.
© - —— 1.00 equiv.
—— 1.10 equiv.
—— 1.20 equiv.
—— 1.50 equiv.
- —— 2.00 equiv.
0.2 ——6.00 equiv.
0.0 | T

260 280 300
A/nm



UV/Vis titration plots of calix ligand 1 with Ba?*, Sr?*, and Pb?*
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Crystal data for ligand 1

Crystal data

Chemical formula C;5Hg6Cl4016

Mr 1421.26

Crystal system, space group Monoclinic, P2/n

Temperature (K) 123

a, b, c(A) 10.0307 (3), 14.0336 (5), 12.5626 (4)
B(°) 100.105 (1)

Vv (A3) 1741.0 (1)

V4 1

Radiation type Mo Ka

u(mm?) 0.24

Crystal size (mm)

0.15x0.13x0.13

Data collection

Diffractometer

Bruker APEX-1l CCD

Absorption correction

Multi-scan Bruker-Nonius SADABS

No. of measured, independent and
observed [/ > 20(/)] reflections

22332, 6567, 5055

Rint 0.035

(sin 9/A) max (A1) 0.770

Refinement

R[F? > 20(F?)], wR(F?), S 0.046, 0.125, 1.03

No. of reflections 6567

No. of parameters 264

H-atom treatment H-atom parameters constrained
DPrmax, BPrmin (€ A3) 0.45,-0.36

Computer programs: Bruker APEX2, Bruker SAINT, SHELXS2014 (Sheldrick, 2014), SHELXL2014 (Sheldrick, 2014), Bruker SHELXTL.



