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Table S1. Crystallographic data of compound 1.
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Figure S1. HR-MS of the reactant solution and the solution of compound 1 in methanol. (a) HR-
MS of {(CH30S0>(OH),)@[CILCo"];—H"+2Cl —2¢}" identified from the reactant solution. (b)
HR-MS of {(CH30SO02(OH),)(CH30S03)@[CILCo"]5+ClI +H"}" identified from the reactant
solution. (¢) HR-MS of {(CH30SO02(OH),)+Na*+2NHs" —H"}" identified from the solution of
compound 1 in methanol. (d) HR-MS of {(CH30SO2(OH),)(CH3;0SO0s3)+3NH,+H +e}"
identified from the solution of compound 1 in methanol.
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Figure S2. TGA for compound 1.
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Figure S3. Side view of the structure of the boat-shaped macrocycle templating by
[CH30SO2(OH)2]” and [CH30S0s3]" in compound 1. (inset: structure of the ester
hydrate [CH30SO2(OH)2]™ in compound 1.)

Figure S4. The pcu-h network of compound 1 when treating [CILCo"]" as node and
the n-stacked pair of benzimidazoylmethyl arms as linker.
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Figure S5. PXRD patterns for compound 1.



