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General methods. All reagents were obtained from commercial suppliers and used
without further purification unless otherwise noted. *H and *C NMR spectra were
recorded with a 400 MHz or 100 MHz spectrometer in the indicated solvents at 25 °C.
Chemical shifts are expressed in parts per million (8) using residual proton resonances
of the deuterated solvents as the internal standards. Crystals were measured using
Bruker D8 Venture-Metaljet diffractometer equipped with an PHOTON Il area
detector and HELIOS multilayer optics monochrommated Mo-Ka radiation (A =
0.71073 A). Crystal structures were solved by direct method and refined by
full-matrix least-squares methods based on F2 using SHELXL-2014 software. X-ray
diffraction (XRD) patterns were obtained on a Bruker D8 Advance diffractometer
with a Cu Ko radiation operated at 40 kV and 40 mA. Hirshfeld surfaces and
fingerprint plots were calculated by CrystalExplorer-21.5 software. CCDC (Nos.
2261133, 2261139, 2261140) contains the related crystallographic data, which can be
obtained free of charge from The Cambridge Crystallographic Data Centre via
www.ccdc.cam.ac.uk/data_request/cif.
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Compound 3. To a solution of compound 4 (365 mg, 0.57 mmol), compound 5 (670
mg, 2.87 mmol), Pd(dppf)Cl2 (42 mg, 0.057 mmol) and Cs.COz (819 mg, 1.72 mmol)
in 1,4-dioxane/H2O (20 mL). The reaction mixture was stirred at 85°C for overnight
under N2. The reaction was monitored by TLC. After reaction finished, the mixture
was concentrated and purified by flash column chromatography on silica geleluted
with (DCM/MeOH=10/1) to give compound 3 (184 mg, 44 %) as an off-white solid.
'HNMR (400 MHz, CDCls): & 8.36 (s, 8H), 7.42 (d, J = 8.4 Hz, 8H), 7.11 (d, J = 8.8
Hz, 8H), 2.08 (s, 24H). *3C NMR (100 MHz, CDCls) J (ppm): 148.85, 148.47, 145.73,
136.22, 131.39, 130.76, 127.56, 29.72, 17.34. HR-MS (ESI): Calcd for Cs3HaoNa4
[M+H]*: 741.3957. Found: 741.3963.

Co-crystal of 1-2. Compound 2 (10.8 mg, 0.027 mmol) and Compound 1 (10 mg,
0.013 mmol) were dissolved in dichloromethane (5.0 mL), and then dimethyl
sulfoxide (0.05 mL) was added to the mixture. The co-crystal suitable for X-ray
diffraction of compound 1 and 2 was obtained by slowly evaporation crystallization of
the mixed solvent.

Co-crystal of solvate 1-2-CHCIs. Compound 2 (10.8 mg, 0.027 mmol) and
Compound 1 (10 mg, 0.013 mmol) were dissolved in chloroform (5.0 mL), and then
dimethyl sulfoxide (0.05 mL) was added to the mixture. The co-crystal suitable for
X-ray diffraction of compound 1, 2 and CHCI3s was obtained by slowly evaporation
crystallization of the mixed solvent.

Co-crystal of solvate 1-CHCIs. Compound 1 (10 mg, 0.013 mmol) were dissolved in
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chloroform (5.0 mL). The co-crystal suitable for X-ray diffraction of solvate 1-CHCls
was obtained by slowly evaporation crystallization of the mixed solvent.
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Figure S1. *H NMR (400 MHz, CDCls) spectrum of compound 3 at 25 °C.

0 230 20 210 200 190 180 170 160 M 140 130 120 110 100 K 50 70 60 50 o 20 0 10 1l
£l (ppm)

Figure S2. 3°C NMR (100 MHz, CDCls3) spectrum of compound 3 at 25 °C.
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Figure S3. HR-MS (ESI) of compound 3.

The preparation of powder samples were similar to that of co-crystal samples, but
the difference was that the solvent was evaporated quickly, dried under vacuum at
room temperature, and then ground with a mortar to obtain samples suitable for
powder X-ray diffraction (PXRD).

a) b)

Mixture of compound 1 and 2 and CHCI, (powder)

— Mixture of compound 1 and 2 (powder)
—— Simulated pattern of cocrystal 1, 2 and CHCI,

— Simulated pattern of cocrystal 1 and 2
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— Mixture of compound 1 and CHCl3 (powder)

c)
d) — Mixture of compound 1 and 2 (powder)
— Mixture of compound 1, 2 and CHCl3 (powder)

— Mixture of compound 1 and CHCI3 (powder)

—— Simulated pattern of cocrystal 1 and CHCIg
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Figure S4. PXRD patterns of powder samples and simulated PXRD pattern of the
cocrystal samples. (a) Comparison of the mixture of compound 1 and 2 (powder, red

line) and simulated pattern of the co-crystal of 1-2 (black line). (b) Comparison of the
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mixture of compound 1, compound 2 and CHCIs (powder, red line) and simulated
pattern of the co-crystal of solvate 1-2-CHCIs (black line). (¢) Comparison of the
mixture of compound 1 and CHCIs (powder, red line) and simulated pattern of the
co-crystal of solvate 1-CHCIs (black line). (d) Comparison of the mixture of
compound 1 and CHCIs (powder, black line), mixture of compound 1 and compound
2 (powder, red line), mixture of compound 1, compound 2 and CHCIs (powder, blue
line). (The equivalence ratio of compound 2 to 1 is 2:1.)
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Figure S5. The co-crystal structure of a) 1-2; b) solvate 1-2-CHClIs; c) solvate
1-CHCIs (all atoms were labeled).

Figure S6. The five-interpenetrated networks of co-crystal solvate 1-2-CHCIs (For
clarity, hydrogen atoms and molecules of chloroform were omitted from the
interpenetrating structure).

The 3D network stucture of co-crystal solvate 1-2-CHCIsz exhibited
five-interpenetrated networks (Figure S5). From the crystal structure, it can be seen
that the red grid unit in the middle was associated with four other grid units on the left
and right sides, resulting in a five-interpenetrated structure.
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Figure S7. a) The co-crystal structure of solvate 1-CHCIs. (For clarity, molecules of
chloroform associated with pyridine rings C and D were not shown). b) The
intermolecular packing mode of compound 1 (For clarity, the hydrogen atoms in
compound 1 were omitted). ¢) The five-monomer array. d) The 3D supramolecular
XBOF.

When compound 1 was crystal cultured in chloroform without compound 2, as
expected, the co-crystal suitable for X-ray diffraction of compounds solvate 1-CHCls
was obtained. The asymmetric unit has one quarter of compound 1 with C14 centre
and one molecule of CHCIz in a general position and linked to compound 1 by a
well-defined C15-H15---N1 hydrogen bond. And the co-crystal structure revealed that
The N atoms in the four terminal pyridine groups of compound 1 were respectively
hydrogen-bonded (H---N distance: 1.83 A, C-H---N bond angle: 149.7°) to a
chloroform molecules. Each molecule of chloroform further bonded two other
molecules of chloroform through Cl---Cl (Cl---Cl distance: 3.459(5) A, C-Cl---Cl
bond angle: 89.8(5)°) halogen bonding (Figure S7a, 7b). Detailed halogen and
hydrogen bond lengths and angles for co-crystal of solvate 1-CHCIs were given in
Table S4-S5. The three nearest molecules of chloroform were hydrogen-bonded with
pyridine terminals, which belong to three independent monomers, to form a
five-monomer array shown in Figure S7c. In this five-monomer array, one
tetraphenylmethane tetrapyridine molecule associated with other four molecules
simultaneously through H---N hydrogen bonding and ClI---CI halogen bonding, and
the other four molecules further binded to other molecules. Finally, a 3D
supramolecular XBOF was obtained (Figure S7d).



Table S1 Halogen bonds for co-crystal of 1-2 [A and °]

D-1..A d(D-1) d(l...A) d(D...A) <(DIA)

C(30)-1(1)...N(2) 2.100(8) 2.849(6) 4.95(1) 178.4(2)

C(33)-1(2)...N(2) 2.092(7) 2.859(7) 4.93(1) 170.5(2)
Table S2 Hydrogen bonds for co-crystal of solvate 1-2-CHCIs [A and °]

D-H..A d(D-H) d(H...A) d(D...A) <(DHA)

C(31)-H(31)...N(2) 0.98 2.33 3.24(3) 153
Table S3 Halogen bonds for co-crystal of solvate 1-2-CHCIs [A and °]

D-H..A d(D-I) d(l...A) d(D...A) <(DIA)

C(29)-1(2)...N(2) 2.09(1) 2.83(1) 4.92(2) 176.5(5)
Table S4 Hydrogen bonds for co-crystal of solvate 1.CHCIs [A and °]

D-H..A d(D-H) d(H...A) d(D...A) <(DHA)

C(15)-H(15A)...N(2) 0.979 1.829 2.72(1) 149.7
Table S5 Halogen bonds for co-crystal of solvate 1-CHCIs [A and °]

D-CI...A d(D-CI) d(Cl..A) d(D...A) <(DCIA)

C(15")-CI(3)...CI(2) 1.85(1) 3.459(5) 3.91(2) 89.8(5)

Table S6 Crystal data and structure refinement of co-crystal of 1.2, co-crystal of
solvate 1-2-CHCls and co-crystal of solvate 1-CHCls.

co-crystal of co-crystal of co-crystal of

1.2 solvate 1-2-CHCIs solvate 1-CHCls

Formula CesHasClI3F81sNs  Cs1Hs50ClsF412N4 Cs7H52Cl12Ny
Mr. 1663.03 1381.55 1218.43
Cryst. system Monoclinic Monoclinic Tetragonal

T (K) 296 297 296

Space group C2/c C2/c 14(1)/a

alA 13.123(4) 29.043(3) 21.037(5)

b /A 43.843(14) 14.0514(12) 21.037(5)
c/A 13.393(4) 20.8239(17) 14.026(4)
alA 90 90 90

BIA 114.914(5) 133.661(2) 90

yIA 90 90 90

V (A% 6989(4) 6147.9(10) 6207(3)

z 4 4 4

Dx (g/cmd) 1.581 1.493 1.304

u (mm™) 1.959 1.337 0.574

F (000) 3228.0 2752.0 2504.0

R (reflections) 0.0442 (4773) 0.1065 (3854) 0.1350 (1707)
WR2 (reflections) 0.1422 (6077) 0.2587 (5405) 0.2750 (2658)
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Co-crystal of 1-2

check CIF/PLATON report

You have not supplied uny structure factors. As a result the full set of tests cannot be run.

THIS REPORT IS FOR GUIDANCE ONLY. IF USED AS PART OF A REVIEW PROCEDURE FOR
PUBLICATION, IT SHOULD NOT REPLACE THE EXPERTISE OF AN EXPERIENCED
CRYSTALLOGRAPHIC REFEREE.

Nao syntax errors found, CIF dictionary Interpreting this report

Datablock: a
Bond precision: c-¢ = 0.0087 A Wavelength=0,.71073
Cell: a=13.123(4) b=43.843(14) c=13.393(4)
alpha=90 beta=114.914(5) gamma=90
Temperature: 296 K
Calculated Reported
Volume 69289 (4) €989 (4)
Space group c 2/c c2/e
Hall group -C 2ye ?
Moiery formula gi; RN MY 21C8. BA-IN)S © ?
Sum formula CE6 H48 C13 FB I4 N4 C66 HAB C1l3 FE I4 N4
Mr 1663.03 1663.03
Dx,g cm-3 1.5%31 1.581
Z 4 4
Mu (mem-1) 1.95%9 1.959
F000 3228.0 3228.0
FO00* 3223.55
h,k, imax 15,52,15 15,52,15
Nref 6159 6077
Tmin, Tmax 0.572,0.663 0.600,0.684
Tmin’ 0,561

Correction method= # Reported T Limits: Tmin«0,600 Tmax~0.684
AbsCorr = MULTI-SCAN

Pata completeness= 0,%37 Theta (max)= 25,000

wR2 (reflecticons)=

Rireflections)= 0,0442¢( 4773) 0.1422( 6077)

8 - 1.058 Npar= 393



Co-crystal of 1-2

The following ALERTS wete generated. Each ALERT han the format
~nane ALERT alect

Last

~type_alert-level.

Click on the hyperlinks for more details of the tesat,

¥ Alert level C

PLAT220_ALERT _2_C VonSolvent Read 1 C Jeg (max) /Ueq inln) Range 3.5 Ratlo
FLAT241_ALERT_Z_C High ‘MainMol’ Ueq as Compared to Nolghbora of C1 Check
FLATZ4L_ALERT_2_C High ‘MainMol’ Ueq as Conpared to Neighbors of C3 Check
PLAT241_ALERT_2_C High ‘MainMol’ Ueq as Conpared to Neighbors of €17 check
PLAT242_ALERT 2 € Low ‘MainMol’ Ueq a= Conpared to Neighbora of <2 Check
PLAT242_ALERT_Z C Low ‘MalnNol’ Usq as Conpared to Nelghbora of €15 Check
FLAT230_ALEAT_Z_C Large U3/Ul Ratio for Average U{i,)} Tensor .... 3.8 Note
PLAT260_ALERT_Z_C Large Average Usq of Residue Including cil 0,295 Check
PLAT342_ALERT_3_C Low Bopd Precision on €+C Bonde .vvvuvvvrarnse 0.00871 Ang.
FLAT601_ALERT _2_C Unit Cell Containg Solvent Accessible VOIDS af B% Ang<**3
¥ Alert level G
PLATOOI_ALYERT_2_G Nunber of Uimo or Uij Restrained non-H Atoms ... 3 Report
PLATOO5_ALERT 5 G No Enbeddad Relinement Detalls Found In the CIF Please Do !
PLATOSZ _ALERT _Z_G SHELXL Second Parameter in WGHT Unusually Large 15.%0 Why 7
PLATI0O0_ALERT 4_G Atom Site Ceocupancy of Cl1 Constrained at C.% Chaeck
PLATIO0O_ALERT_4_G Atom Site Cocupancy of CM Constrained at 0.5 check
PLAT302_ALYRT_4_G Anion/Solyent/Minor-Residus Disorder (Resd 3 ) 504 Note
PLATIS0_ALERT _4_G Incorrectly? Orlented X{ag2)-Methyl Nolety ..... C7 Check
PLAT3IS0_ALERT_4_G Incorrectly? Oriented X{sp2i-Methyl Moiety ..... CE Check
PLAT4ML_ALERT_Z2_G Short Inter HL..R CTontact I «sNL . 2,85 Ang.
1éx,~ley, 2 = 1_645 Check
PLAT431_ALERT_2_0 Short Inter HL..A Contact 12 .-NZ . 2.86 Ang.
3/2-%x,-1/24y,3/2-2 = 4_645 Check
PLATT64_ALERT_4_G Overcomplete CIF Bond List Uetected (Rep/Expd| . 1.16 Ratio
PLAT?79_ALERT_4_G Suspect or Irrelevant (Bond} Angle(s) in CIF ... 39.30 Deq.
£34 ~CL1 ~<C34 1555 1.555 2_656 ...... 128 Check
FLATTT2_ALERT _4_G Suupect oF Jrrelevant (Bond) Angle(s) In CIF ... 38.00 Dey.
c3§ -CLi -CL2 1_485% 1553 2686 .....4 130 Check
PLATT79_ALERT_4_G Suspect or Irrelevant (Bond) Angle(s) in CIF ... 40,40 Deg.
C2q -CLl ~<L2 2_656 1 555 2 656 ...,.. 132 Chesk
FEATTTS_ALERT_4_G Suspect or Irrelevant (Bond) Angle(s) in CIF ... 42.70 Dag.
C3§ -CLz -CL1 2_6%6 1_55% 2,686 suiiaa 134 Check
PLATT79_ALERT_4_G Suspect or Irrelevant |Bond) Angle(s) in CIF ... 37.60 Deg.
ci  -CL2 -CL2 2_656 1.555 2.656°..,... 136 Che<k
FLATT7S_ALERT _4_0 Suspect or Irrelevant (Band} Angle(s) in CIF ... 35.00 Deg.
34 -CL2 -CL2 1_55% 1_555 2686 c.sc.n 137 Chack
FLAT260_ALERT_3_G Nunmber of Least-5quares Restraints .....icieeees 18 Note
PLATS99_ALERT 4_G SHMELXLY) is Deprecated and Sucoeeded by SHELXL/ 2018 Note
{ ALERT level A = Most likely A serious problem - resolve or explain
0 ALERT laval B - A potentially serlous problem, conaider carefolly
10 ALERT level C ~ Check, Ensure it is not caused by an omission or oversight
19 ALERT level G = General information/checX it is not something unexpected
O ALERT type 1 CIF construction/syntax ecror, Inconsistent or missing data



Co-crystal of 1-2

13 ALERT type 2 Indicator that the structure nodel may be wrong or deficient
2 ALERT type 3 Indicator that the structure quality may e low

131 ALERT type 4 Improvement, methodology, query or suggestion

1 ALERT type 5 Informative message, check

It is advisable 1o attempt to resolve as many as possable of the alerts i all categones. Often the minor
alerts point to easily fixed oversights, erors and omissions in your CIF or refinement strategy, so
attention to these fine details can be worthwhile. In order to resolve some of the moree senows problems

i may be necessary 1o carry out additional or structure refinements. However, the
purpose of your study may justify the reported devmuons and the more serious of these should
normally be commented upon in the discussion or exg I section of a paper or in the

"special_details” fields of the CIF. checkCIF was carcfull) designed to identify outliers and unusual
parametess, but every test has its limitations and alerts that are not important in a particulor case may
appear. Conversely, the absence of alerts does not guarantee there are no aspects of the results needing
attention, [t is up to the individual to critically assess their own results and, if necessary, seck expert
advice,

Publication of your CIF in IUCF journals

A basic structural check has been run on your CIF, These basic chccks will be run on aII ClFs
submitted for publication in 1UCy journals (Acta Crystallographica, Journal of Appli
Crystallography, Journal of Synchrotron Radiation); however, if you intend 1o submit o Acta
Crvstallogeaphica Section € o E of 10CrData. you should make sure that [full publication checks| ase
run on the final version of your CIF prior (o submission.

Publication of your CIF in other journals

Please refer to the Natex for Authors of the relevant jounal for any special instructions relating w CIF
submission.

PLATON version of 1200/2022; check.def file version of 09/08/2022



Co-crystal of 1-2
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Co-crystal solvate 1-2-CHCI3

checkCIF/PLATON report

Structure factors have been supplied for datablock(s) |

THIS REPORT IS FOR GUIDANCE ONLY. IF USED AS PART OF A REVIEW PROCEDURE FOR
PUBLICATION, IT SHOULD NOT REPLACE THE EXPERTISE OF AN EXPERIENCED

CRYSTALLOGRAPHIC REFEREE.

Na syntax errors found, CIF dictionary Interpreting this report

Datablock: 1

Bond precision: c-C = 0.0174 A

Wavelength=0,.71073

Cell: a=29,043(3) b=14.0514(12) e=20.8239017)
alpha=920 beta=133.661(2) gamma=%0
Temperature: 297 K
Calculated Reported
Volume 6147.9(10) 6147.9(9)
Space group c 2/c C1i12/c1l
Hall group -C 2ye -C 2yc
C5%3 H48 N4, C6 F4 I2, 2{C HCE F4 I2, 2({C H Cl3), CS3
Moiery formula c13) HAS N4
Sum formula C61 H50 C1& F4 IZ N4 C61 H50 Cl6 Fd4 IZ2 N4
Mr 1381.55 1381.55
Dx,g cm-3 1.493 1.493
Z 4 4
My (mm-1) 1.337 1.337
FOo00 27352.0 2752.0
FO00* 2752.73
h, k, imax 34,16, 24 34,16,24
Nref 3418 5405
Tmin, Tmax 0.773,0.765 0.458,0.746
Tmin’ 0.758

Correction method= # Reported T Limits: Tmin«0,458 Tmax~0.746

AbsCorr = NONE

Pata completeness= 0,998

Rireflections)= 0,1065( 3834)

S - 1,110 Npar= 352

11

Theta (max)= 24,998

wR2 (reflecticons)=
0.2387( 5405)



Co-crystal solvate 1-2-CHCI3

The following ALERTS wete generated. Each ALERT han the format
Last-nane ALERT alect-type alert-level.
Click on the hyperlinks for more details of the tesat,

@ Alert level B
BINTAOL_ALERT 3 B The value of Rint is greater than 0.18

Rint given 0,187

FLATO20_ALERT_3 B The Value of Rint 1a Creater Than 0.12 .,....... 0.187 Report
¥ Alert level C

PLATO42 _ALERT_1_C Calc. and Reported Molety¥armulae Strings ODiffer Pleaszs Check
PLATOSZ _ALERT_2_C High Rl VAlUR ... ecceerenommrcasvasnmnsorannns 0.11 Report
PLATOS4 _ALERT_2_C High wR2 Value {1.8. > 0.25) .o prncronerannans 0,26 Reporc
FLAT220_ALEZRT_Z_C NonSolvent Resa 1 C Uagimax) /Ueqinin) Range 6.0 Ratio
FLAT222_ALERT_3 T NonSolvent Resd 1 H  Uiso(max) /Uisclmin) Range 4.1 Ratio
PLAT234_ALERT_4_C Large Hirphfeld Difference N1 -—-G23 . 0.16 Ang.
PLAT234_ALERT _4_C Large Hirshfeld Difference C2 -—-C13 . 0,20 Ang-
FLAT24Z_ALERT_Z_C Low ‘MainNol’ Ueq as Tompared to Neighbora of Cl1% Check
PLATZ42_ALERT_2_C Low ‘MainMol’ Ueq as Compared to Neighbora of €25 Check
PLAT242_ALERT_Z_ € Low ‘MainNol’ Ueq ar Conpared to Neighbora of €30 Chwek
PLAT244_ALERT 4 _C Low f8elvent’ Uoq as Compared to Nelghbora of €31 Check
PLAT230_ALERT_Z_C Large D3/Ul Ratio for Average U{i,y) Tensor .... 2.4 Note
PLATZ60_ALERT 2 T Large Average Ueg of Residue Including cil 0.126 Check
PLAT3I34_ALERT_2_C YSmall <C-C> Bwngwne Dist, c2 -C7 - 1,37 Ang.
PLAT334_ALERT_2_C Small <C«C> Benpzsanw Dist, cis ~GZ0 . 1.36 Ang.
FLAT334_ALERT_2_C Small «<C-C> Benzena Dist. cz8 -C30_a . 1.37 Ang.
PLATI42_ALERT_3_C Low Bond Procizicn on T-C BODAS iiccvevisiasaes 0.01742 Ang.
PLATGOL_ALYRT 2 _C Unit Cell Contains Solvent Accessible WOIDS of . 40 Ang**)
PLATT6T_ALERT _4_C INS Enbeckied LIST 6 Instruction Should be LIST 4 Pleass Check
PLATS0&E_ALERT _3_C Large K Value in tha Analysis of Variance ...... 33.480 Check
PLAT206_ALERT_3_C Large K Value in the Analysis of Variance ...... 2,722 Check
PLATI06_ALYRT_3_C Large K Value in the Analysis of Variance .i.... $.606 Check
PLAT906_ALERT_3_C Larae K Valuw In the Analysis of Varlance ...... 2.462 Check
PLATII1_ALERT 3 _C Misaing FCF Refl Botween Thmin & STh/Le 4.59% 10 Report
PLATYI2 ALERT 3 C Missing # of Very Strong Reflections in FCF .... 5 Note
¥ Alert level G

PLATOS3_ALERT_Z_G SHELXL Second Parameter in WGHT Unuzually Large 121.61 Why ?
FLATI2E ALERT _4_0 Alturnate 3etting for Input Space Group Czfe I2/a Notwm
FLATIZ0_ALERT _4_G Incorrectly? Oriented X{sp2)-Methyl Moiety ..... €27 Check
PLAT4S1_ALERT 2 G Short Inter HL,.A Contact 11 N1 . 2,63 Ang.

L=%,¥,3/2-2 = 2_656 Check
PLATAZZ_ALIRT 2 _G Short Inter X...Y Contact 11 ..C24 - 3.46 Ang.
1-%x,y,3/2-2 = 2_6%6 Check

PLAT909_ALERT 3 G Percentage of [>2mig(l) Data at Theta(Max) Stall 54% Note
PLAT910_ALERT_3_ G Misaing ¢ of FCF Reflection(a) Belew Theta (Min|. 4 Note
PLATO33 _ALERT_Z_G Nunber of HKL-OMIT Records in Embedded .res File 3 Notw
FLAT96L_ALERT 5 0 Dataset Contains no Negative Intensities ....... Please Check
FLATIST_ALERT_%5_G Note: Two-Theta Cutoff Value in Embedded .res .. S0.0 Degree
PLATOTE_ALYRT 2_G Nunber C-C Bonde with Positive Residual Denasity, 3 Info
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Co-crystal solvate 1-2-CHCI3

O ALRRT level A = Nost likely a serious problem - resolve or explain

2 ALERT level B « A potentially serious problesm, conalder carefully

2% ALERT level C = Check, EZnsure it is not caused by an omission or oversight
11 ALERT level G =~ General information/check it is not something unexpected

1 ALERY type 1 CI¥ construction/syntax error, inconsietent or missing data
16 ALERT type 2 Indicater that the structure model may be wrony or daficlent
13 ALERT type I Indicator that the strocture quality may be low

6 ALERT type 4 Ingrovement, nethodology, query or auggestion
ALERT type S Informative nmesasage, check

o

It is advisable to attempt to resolve as many as possible of the alerts in all categones. Often the minos
ulerts point to casily fixed oversights, ervors and omissions in your CIF or refinement strategy, so
attention to these fine details can be worthwhile. In order to resolve some of the more serious problems
it may be necessary to carry out additional measurements or structure refinements. However, the
purpose of your study may justify the reported deviations and the more serious of these should
normally be commented upon in the discussion or experimental section of a paper or in the
"special_details” fields of the CIF. checkCIF was corefully designed to identify outliers and unusal
parameters, bat every test has its limitattons and alerts that are not important in a particular case may
appear. Conversely, the absence of alerts does not guarantee there are no aspects of the results needing
attention. It 1s up o the individual to entically assess their own results and, if necessary, seek expert
advice,

Publication of your CIF in IUCr Journals

A basic structural check has been run on your CIF. These basic checks will be run on all CTFs
submitted for publication in IUCr journals (Acta Crystallographica, Jowrnal of Applied
Crystallography. Jowrnal of Synchrotron Radiation). however, if you i 1 10 submit to Acta
Crystallographica Section € or E or IUCrData, you should make sure that [full publication checks) are
run on the final version of your CIFF prior to submission.

Publication of your CIF in other journals

Please refer to the Notes for Authors of the relevant journal for any specinl instructions relating to CIF
submisston,

PLATON version of 28/11/2022; check.def file version of 28/11/2022
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Co-crystal solvate 1-CHClI3

checkCIF/PLATON report

You have not supplied uny structure factors. As a result the full set of tests cannot be run.

THIS REPORT IS FOR GUIDANCE ONLY. IF USED AS PART OF A REVIEW PROCEDURE FOR
PUBLICATION, IT SHOULD NOT REPLACE THE EXPERTISE OF AN EXPERIENCED
CRYSTALLOGRAPHIC REFEREE.

Na syntax errors found, CIF dictionary Interpreting this report

Datablock: a
Bond precision: c-C = 00,0106 A Wavelength=0,.71073
Cell: a=21,037(5) b=21.037(5) c=14.026(4)
alpha=920 beta=30 gamma=90
Temperature: 296 K
Calculated Reported
Volume €207 (3) §208(3)
Space group I 41/a I4(1) /a
Hall group -1 4ad 7
Moiety formula C53 H48 N4, 4(C H Cl3) ?
Sum formula C37 H32 Cii2 N4 €57 H5Z €112 N4
Mr 1218.43 1218.43
Dx,g cm-3 1.304 1.304
z 4 -
Mu (mem-1) 0,574 0.574
Fooo 2504.0 2504.0
FO00’ 2511.73
h, k, imax 24,24,1% 24,24,16
Nref 2741 2658
Tmin, Tmax 0.827,0.907 0.833,0.909
Tmin’ 0.827

Correctlon method= § Reported T Limits: Tmin=0.833 Tmax-=0.909
AbaCorr = MULTI-SCAN

Data completenesz= 0.970 Theta(max)= 25.000

wR2 (reflecticns)=

R(reflactions)= 0.1350( 1707} 0.2750 ( 2658)

S = 1.092 Npar= 170

15



Co-crystal solvate 1-CHCI3

The following ALERTS wete generated., Each ALERT has the format
Last-nane ALERT alect-type alert-level.
Click on the hyperlinks for more details of tho test,

@ Alert level B
PLAT2312 ALERT 2 B ADP of Atom C15 is N.2.D. or (nearly) 2D . Please Check
PLAT340_ALERT_3_B Low Bond Precision on C-C Bonde o..cvvrvrivanns 0.01057 Ang.

¥ Alert level C

FLATOZY_ALERT_3_C _diffrn_measured_fraction_theta_full wvalue Low . 0.970 why?
PLATOSL_ALERT_4_C Pefined Extinction Parameter Mithin Range of ... 2,875 Sigma
PLATOS8Z _ALERT_2_C High Rl VAlUR ... ecceererommrcasvaanmnsorsnans 0.14 Report
PLATOS4 _ALERT_2_C High WwiR2 Value (1.8, > 0.5} sc.cprenranonnnaann 0.28 Reporc
FLAT2Z0_ALERT_Z_C NonSolvent Resd 1 C Uaqimax)/Ueq(min) Range 4.2 Ratio
FLATZ242_ALERT_2_C Low ‘MainMol’ Ueq as Conpared to Neighbors of C2 Check
PLAT242_ALERT_2_C Low 'MainMol’ Ueq ss Compared to Neighbocra of <8 Check
PLAT243_ALERT _4_C High fSelvent’ Useq as Conpared to Nelghbors of €11 Check
FLAT243_ALERT_4_C High ‘Solvent’ Uaq as Tompared to Reighbora of C12 Check
PLATZ60_ALERT_2_C Large Average Ueg of Residue Inoluding cll 0,113 Check
PLAT334_ALERT_Z_C Small <C-C> Benzens Dist, ca -c13 . 1.37 Ang.
PLAT336_ALERT 2 _C Long Bond Distance for ..... CO15 -C11 1,881 Ang.
PLATTI0_ALERT_4_C Centre of Gravity not Within Unit Cell: Resd. ¢ 1 Note
CS3 H4® Nd

¥ Alert level G

PLATOOZ _ALEAT 2 0 Nunber of Ulso or Ul) Restralned non-H Atoma ... 1 Rmport
PLATOO5_ALERT 5 _G No Embeddaed Refinement Details Found 4in the CIF Please Do !
PLATOS6_ALERT_I_G Fredicted and Reported TminikTmax Range Identical 7 Check
PLATOS3_ALERT 2 _G SHELXL Second Parameter in WGHT Unuzually Large 72.00 Why ?
FLAT300 _ALERT _4_GC Aton Site Occupancy of C15 Constralned at £.6 Check
FLAT300_ALEZRT_4_G Atom Site Cccupancy of Cl3%* Constrained at 0.4 Check
PLATI02_ALERT _4_G Anion/Solvent/Minor-Residue Diporder (Resd 2 ) 25% Note
PLATISO_ALERY_4_5 Incorrectly? Oriented X{spl2)-Methyl Molety ..... €7 Check
FLATA3Z_ALERT 2 G Short Inter X...Y Cantact N1 <.Cl5 - 2.72 Ang.
~1/24%,¥,3/2~2 = 10_557 CheeX
PLAT?84_ALIZRT 4_G Overcomplete CIF Bond List Detected [Rep/Expd) . 1.19 Ratio.
PLATT79_ALERT_{4_G Suspect or Irrelevant (Bond) Angle(s) in CIF ... 12,20 Deg,
C16* -CLI <15 1555 1.5855 1,555 .eyv0e L] 2 Che<k
FLATT7S_ALERT_4_0 Suspect or Irrelevant (Bond) Angle(s) in CIF ... 13.20 Deg.
c1%* -c12 -C1% 1_5%3 1_5%% 19898 ..o L] 3 Check
PLATTTO_ALENT 4_G Suspect or Irrelevant (Bond) Angle(s) in CI¥ ... T.70 Deg.
C15* «CL3 +<15 1.555 1.5585  1.555 .....0 L] 4 Check
PLAT860_ALIRT_3_G Nunbar of Laast-Squares Rastralnts ..... o e e £ Note
FLAT839_ALERT_4_G SHELXLY? i3 Deprecated and Succeeded by SHELXL/ 2018 Note

J ALERT level A = Most likely a serious problem - resolve or explain

2 ALERT level B = A potentially serious problem, consider carefully

13 ALERT level C = Check. Ensute It is not caused by an omlassion or oversight
15 ALERT level G « Caneral information/check it lu not something unexpected

1 ALERT type | CI¥ conptruction/syntax ecror, inconsistent or missing data

16



Co-crystal solvate 1-CHCI3

11 ALERT type 2 Indicator that the structure nrodel may be wrong or deficient
4 ALERT type 3 Indicator that the structure quallity nmay e low

13 ALERT type 4 Improvement, methodology, query or suggestion

1 ALERT type 5 Informative nessage, check

It is advisable 1o attempt to resolve as many as possable of the alerts i all categones. Often the minor
alerts point to easily fixed oversights, erors and omissions in your CIF or refinement strategy, so
attention to these fine details can be worthwhile. In order to resolve some of the moree senows problems
1may be necessary 1o carry out additional measurements or structure refinements. However, the
purpose of your study may justify the reported deviations and the more serious of these should
normally be commented upon in the discussion or expertmental section of a paper or in the
"special_details” fields of the CIF. checkCIF was carefully designed to identify outliers and unusual
parametess, but every test has its limitations and alerts that are not important in a particulor case may
appear. Conversely, the absence of alerts does not guarantee there are no aspects of the results needing
attention, [t is up to the individual to critically assess their own results and., if necessary, seck expert
advice,

Publication of your CIF in IUCF journals

A basic structural check has been run on your CIF, These basic checks wall be run on all ClFs
submitted for publication in IUCr journals (Acta Crystallographica, Journal of Applied
Crystallography, Journal of Synchrotron Radiation); however, if you intend 1o submit to Acta
Crvstallogeaphica Section € o E of 10CrData. you should make sure that [full publication checks| ase
run on the final version of your CIF prior (o submission.

Publication of your CIF in other journals

Please refer to the Natey for Authors of the relevant journal for any special instructions relating to CIF
submission.

PLATON version of 1805/2022; check.def file version of 17/05/2022
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Co-crystal solvate 1-CHCI3
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