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1. Spectral characterization of compounds
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Figure S1: 'H NMR of compound tetramethoxy derivative 2 (CDCls, 400 MHz).
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Figure S2: 'H NMR of compound 3 (CDCls, 400 MHz).
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Figure S3: 'H NMR of compound 4 (C2D:Cls, 500 MHz, 403 °K).



K168, APT, C200014, 403K

[*1e6]

- a0 rogNE  © oNeow
& & &< ER&RE Rk &cedR caks 8 pe
%m 39 ggggg 2 gag{:g ............... B e ST TREEs) e
o e I3 peeoe T ERER 8355

140 ‘ ‘ ‘ 12‘0 ‘ ‘ ' 1(;0 ' ' ' BIO ‘ ‘ ‘ S‘O ‘ ‘ ‘ 4‘0 ‘ ‘ [pp;n]
Figure S4: BC(APT) NMR of compound 4 (C2D2Cls, 100 MHz, 403 °K)
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Figure S5: 'H NMR of compound 5 (CDCls, 400 MHz).
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Figure S6: 3C NMR of compound 5 (CDCls, 100 MHz)
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Figure S7: HRMS of compound 5 (ESI*).
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Figure S8: 'H NMR of compound 6 (CDCls, 400 MHz).

1(M—282—Ij?—21 r0.019

= = F0.018

r0.017

—91.24
L]
5358

r0.016
r0.015
~0.014
0.013
+0.012
0.011
0.010
(~0.009
~0.008
r0.007
r0.006
0.005
r0.004

r0.002

r0.002
‘ | r0.001

r0.000

-

r-0.001

r-0.002

r T T T T T T T T T T T T T T T T T T T T
10 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
= f1 (ppm) o

Figure S9: 3C NMR of compound 6 (CDCls, 100 MHz)
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Figure S10: HRMS of compound 6 (ESI").
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Figure S11: '"H NMR of compound 7 (CDCls, 400 MHz).
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Figure S12: 'H NMR of compound 1 (CDCls, 400 MHz).
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Figure S13: 'H NMR of compound 8 (CDCls, 400 MHz).
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Figure S14: 'H NMR of compound 9 (CDCls, 400 MHz).
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Figure S15: 'H NMR of compound 10 (CDCls, 400 MHz).
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Figure S16: BC(APT) NMR of compound 10 (CDCls, 100 MHz)
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Figure S17: HRMS of compound 10 (ESI*).
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2. The Variable Temperature (VT) NMR experiments
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Figure S18: '"H NMR of compound 4 (C2D2Cls, 500 MHz, 403 °K)
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Figure S19: 3C NMR of compound 4 (C2D:Cls, 100 MHz, 403 °K)
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Figure $20: 'H NMR of compound 4 (CDCls, 500 MHz).
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Figure S21: 'H NMR of compound 4 (Aromatic part) (CDCI;, . MHz).
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Figure 522: '"H NMR of compound 4 (OH- groups part) (CDCls, 5. MHz).
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Figure 523: 'H NMR of compound 4 (Aromatic part) (CDCls, . MHz).
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Figure S24: 3C(APT) NMR of compound 4 (Aromatic part) (CDCI;, . MHz)
: - : FHLSE_C2D2C14 :-:|:*:.h'w“.:"7:‘- g
403K | I [ | =
g W’w’h‘h’hwmﬁm‘%”ww“\'M-"w‘rXMW-W‘P‘WTN"M-"WN’*ﬂ.ﬁM\r(M-%‘ﬂWMMWW‘ WSy Mmarbido .k' [.u«?m il ety yaiah
393 K ’ FM198 [Z‘DZCJ; 26 1 E.\E:u}:n:.l)l:)y']an',nmLE
: e
wuwwwwWMUMmme s i Y o, MMUWWWW
. FM198 [C2D2Ed4 - -26- - k- - C2AB u.:'_.h'a‘»]l-‘l\:MLE
373K .
MJMWHML‘WWFWWWM}! Ayt it eb VY bl r,.w«wnM«WmWwW*m anerw-w\nWW“
. . . PP (R W . T | . P
353K ' f
AR HtgluA b
|\ FM198_CzD2Cl4 23 1 C:) x\lk\::'.dsts\d;n'\m:L_ o
233K H H :
M i a ta b R LT B "‘. 2 dprey i eatimipnopiny I"" WWMWWMMWWWW Pl sho o o]
313K RHl95_CZD2C14 22 1 C: ]
e M "\ﬂ PR - e L L )
298K : HISE_C2D2C14 21 1 C:\ N
J Nam e T L R o AU T " i L
T T T T T
150 140 130 120 [ppm]

Figure S25: BC(APT) NMR of compound 4 (Aromatic part) (CDCI;, . Hz)
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Figure 526: 3C(APT) NMR of compound 4 (CDCl;, 100 MHz)
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Figure 527: *C(APT) NMR of compound 4 (CDCl;, 100 MHz)
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Figure S29: 3C(APT) NMR of compound 4 (Aromatic part) (CDCI;, . MHz)
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Figure S30: HMQC NMR of compound 4 (Aromatic part, 403 °K) (CDCls, 100 MHz)
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Figure S31: HMBC NMR of compound 4 (Aromatic part 403 °K) (CDCls, 100 MHz)
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Figure S32: HMBC NMR of compound 4 (Aromatic and tert-butyl parts, 403 °K)
(CDCls, 100 MHz)
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3. Crystallographic data
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Figure S33: Numbering scheme of crystal structure 4, with a) full calixarene visible,
disordered tert-butyl groups omitted for clarity and b) the asymmetric unit with tert-
butyl group disorder visible. Weakly occupied atoms depicted as transparent with
dashed bonds. Symmetry codes: (i) 0.5-y, X, z; (ii) 0.5-x, 0.5-y, z; (iii) y, 0.5-x, z.
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Figure S34: Numbering scheme of crystal structure 5. Weakly occupied atoms
depicted as transparent with dashed bonds.
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Figure S35: Numbering scheme of crystal structure 6. Weakly occupied atoms
depicted as transparent with dashed bonds.
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Figure S36: Numbering scheme of crystal structure 10 with a) disordered solvent
omitted b) solvent disorder with color-coding. Weakly occupied atoms depicted as
transparent with dashed bonds. Symmetry code: (i) -x, 2-y, -z.
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