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Supplementary Information
New coordination polymers with extended arm cyclotriguaiacyclene ligands: 1D chains,

and interpenetrating or polycatenating 2D (4.6%)(4.6%), networks

Marc A. Little, Tanya K. Ronson and Michaele J. Hardie, School of Chemistry, University of
Leeds, Leeds, LS2 9JT, UK

Contents:

o Thermogravimetric Analysis (TGA) traces of selected complexes

e Additional diagrams of crystal structures for selected complexes

TGA trace of [Cd»(4phdpy)(NO3)3(H,0)>(DMA),].(NO3).(DMA), 1

File: CATAData\SDTIMALYMAL430_29¢ 001

Sample: MAL430_29¢c DSC-TGA
Size: 3.0990 mg -
Method: std method Run Date: 02-Mar-2011 08:36
Instrument: SDT Q600 V20.9 Build 20
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Approximately 18% weight loss is consistent with loss of ~4 molecules of dimethylacetamide (DMA). Only one

such molecule was located in the crystal structure, but additional solvation is consistent with void space in the

crystal lattice.
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TGA trace of [Zn(4phdpy),(CF;COO)(H,0)].(CF;COO)(NMP), 2

Sample: MALcomplex2 DSC-TGA File: EX\AMALcomplex2 001
Size: 54350 mg - Operator: {j
Method: std method Run Date: 01-Jul-2011 09:12
Instrument: SDT Q600 V20.9 Build 20
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Approximately 25% weight loss is consistent with the loss of ~5 molecules of N-methylpyrrolidone (NMP) and
one water. Only the water and two NMP molecules were located in the crystal structure, but additional solvation

is consistent with void space in the crystal lattice.

TGA trace of [Co(3ph3py)(NO3),].(NMP)4 3
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Sample: MAL431_Ta DSC-TGA

Size: 29110 mg

Method: std method

File: CATA\Data\SDTIMALIMAL431_7a.001

Run Date: 01-Mar-2011 07:34
Instrument: SDT Q600 V20.9 Build 20
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Approximately 19% weight loss is consistent with loss of 3 molecules of N-methylpyrrolidone (NMP).

TGA trace of [Cd»(4ph4py)2(NO3)s(NMP)].(NMP)o(H,0), 4

Sample: MAL430_29a

Size: 3.7200 mg DSC-TGA
Method: std method

Comment: ramp 30 to 500 at 5deg/min
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File: CATA\Data\SDTIMALIMAL430_29a.002

Run Date: 23-Feb-2011 12:27
Instrument: SDT Q600 V20.9 Build 20
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Approximately 2% weight loss is consistent with loss of 4 molecules of water, while subsequent weight loss is

consistent with loss of ~ 10 molecules of NMP. Only two NMP molecules and no water positions were refined
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in the crystal structure, however the presence of additional solvent molecules is approximately consistent with

the size of the voids in the crystal lattice.

TGA trace of [Co(4ph4py)(H20):].(NO3),.(DMF), complex 5:

Sample: MALcomplex5 File: EAMALcomplex5.001
Size: 6.5560 mg DSC-TGA Operator: tj
Method: std method Run Date: 28-Jun-2011 14:15
Instrument: SDT Q600 V20.9 Build 20
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Each approximately 6% weight loss is consistent with loss of a dimethylformamide and water (= 6.9%). DMF
molecules were not located in the crystal structure however the presence of additional solvent molecules is
consistent with voids in the crystal lattice. Voids are sufficiently large to contain more solvent molecules

however TGA did not give evidence of these

TGA trace of [Co,(3phdpy)»(NO3)(H,0)5].(NO3);.(DMF); 6:
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Approximately 20% weight loss is consistent with loss nine moelcules of DMF. DMF molecules were not

located in the crystal structure, however the presence of these additional solvent molecules is consistent with the

size of the voids in the crystal lattice.
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Additional Diagrams of Crystal Structures

Fig. S1. Asymmetric unit of crystalline clathrate complex 3phdpy.(CHCl5); 5 showing the disorder model for
methyl and pyridyl groups.

Fig. S2. Asymmetric unit of inclusion complex 4ph3py.(Et,0).(NMP), with NMP shown as ball-and-stick.
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Fig. S3. Asymmetric unit of Cd,(4phdpy)(NO3)3;(H,0),(DMF),].(NO;).(DMF) 1 showing disorder model for
aquo ligands and DMF solvent (ball-and-stick)
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(b)

Fig. S4 Complex [Zn(4ph4py),(CF;COO)(H,0)].(CF;COO)(NMP), 2 (a) asymmetric unit; (b) highlight of

disorder of phenyl-pyridine side arms for chain containing Znl
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Fig. S5 Packing diagram of complex [Zn(4ph4py),(CF;COO)(H,0)].(CF;COO)(NMP), 2.

Fig. S6 Asymmetric unit of complex [Co(3ph3py)(NO3),].(NMP),4 3
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Fig
S7 Asymmetric unit of complex [Cd,(4phdpy),(NO;)4(NMP)].(NMP) 4.

Fig S8 Asymmetric unit of the structure of [Co(4phdpy)(H,0),].(NO3), 5 illustrating the severe disorder of the
structure with pyridyl and Co(H,O) groups disordered.
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Fig S9 (a) and (b) Packing diagrams for complex [Co,(3ph4py),(NO;3)(H,0)5].(NO3); 6, with different 2D

polymers shown in different colours.
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