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1. EXPERIMENTAL METHODS 37 

 38 

1.1 Single X-ray crystallographic analysis 39 

Single crystal X-ray diffraction (SCXRD) intensity data of the different crystal forms of Efinaconazole 40 

were collected using a D8 Venture system equipped with a multilayer monochromator and a Mo 41 

microfocus (λ = 0.71073 Å). Frames were integrated with the Bruker SAINT software package using a 42 

SAINT algorithm. Data were corrected for absorption effects using the multi-scan method (SADABS).1 43 

The structures were solved and refined using the Bruker SHELXTL Software Package, a computer 44 

program for automatic solution of crystal structures and refined by full-matrix least-squares method with 45 

ShelXle Version 4.8.0, a Qt graphical user interface for SHELXL computer program.2 46 

 47 

 48 

1.2 Powder X-ray Diffraction Analysis 49 

Powder X-ray diffraction (PXRD) patterns were obtained on a PANalytical X’Pert PRO MPD 50 

diffractometer in transmission configuration using Cu Kα1+2 radiation (λ = 1.5406 Å) with a focusing 51 

elliptic mirror and a PIXcel detector working at a maximum detector’s active length of 3.347º. 52 

Configuration of convergent beam with a focalizing mirror and a transmission geometry with flat sample 53 

sandwiched between low absorbing films measuring from 2 to 40º in 2θ, with a step size of 0.026º and a 54 

total measuring time of 30 minutes to 2 hours at room temperature (298 K). 55 

56 



2.- CRYSTAL DATA AND STRUCTURE REFINEMENT 57 
 58 

2.1 Efinaconazole Form I (mo_023VB48_0m_a): 1996492 59 

 60 

Table S1. Crystal data and structure refinement for mo_023VB48_0m_a. 61 

 62 

 63 

Table S2. Hydrogens bonds for mo_023VB48_0m_a. 64 

 65 

 66 

 67 

 68 



2.2 Efinaconazole Form II (mo_023UB227_0ma_aa): 1996493 69 

 70 

Table S3. Crystal data and structure refinement for mo_023UB227_0ma_aa. 71 

 72 

 73 

 74 

Table S4. Hydrogen bonds for mo_023UB227_0ma_aa. 75 

 76 

 77 

 78 

 79 
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 84 



2.3 Efinaconazole Form III (mo_023UB226_0ma_aa): 1996494 85 

 86 

Table S5. Crystal data and structure refinement for mo_023UB226_0ma_aa. 87 

 88 

 89 

 90 

Table S6. Torsion angles [°] for mo_023ub226_0m_aa. 91 

 92 
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3.- RMSD ANALYSIS 94 
 95 

 96 
 97 
 98 
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4.- HIRSHFELD ANALYSIS 102 
 103 

4.1 Hirshfeld surfaces fingerprint plots of Form I: comparative footprint and contribution (%) of 104 

intermolecular contacts 105 

 106 
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4.2 Hirshfeld surfaces fingerprint plots of Form II: comparative footprint 121 
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4.3 Hirshfeld surfaces fingerprint plots of Form III: comparative footprint 142 

 143 
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