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Figure S2(A) The simulated diffractograms of y- (orange) and a-INM (blue). The corresponding CCDC
entries are INDMET (T.J. Kistemmacher & R.E. Marsh, 1972) and INDMETO04 (M. Arisawa, et al 2011)
Numbers were presented 20 angles and Miller indexes h, k, and | were in parenthesis.
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Figure S2(B) The simulated diffractograms of DCF. The corresponding CCDC entries are SIKLIH (P.
Moster, et al. 1990) for HD1 crystal, SIKLIHO2 (C. Castellari & A. Ottani, 1997) for HD1 , and SIKLIHO4
(N. Jaiboon, et al. 2001) for HD3. Numbers were presented 28 angles and Miller indexes h, k, and.|
were in parenthesis.
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Figure S2(C) The simulated diffractograms of A- (black) and B-FAM (blue). The corresponding CCDC
entries are FOGVIGO1 (L. Golic, et al., 1989) and FOGVIGO02 (K. Shankland, et al. , 2002). Numbers
were presented 20 angles and Miller indexes h, k, and | were in parenthesis. !
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Figure S2(D) The simulated diffractograms of A- (red), B- (blue), C- (green) and z-CIM (black). The

corresponding CCDC entries are CIMETDO2 (S.R. Critchley, 1979), CIMETDO06 (M.C.G. Afonso, et al.,

2019), CIMETDO04 (A. Arakcheeva, et al., 2013) and CIMETDO1 (L.Parkanyi, et al., 1984).
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Figure S2(E) The simulated diffractograms of the 3-CyD cage (burgundy), corresponding to the CCDC
entry BCDEXDOS3 (T.Steiner et al., 1994), and the observed pattern of the plain 3-CD with a cage form.
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Figure S2(F) The simulated diffractograms of the B-CyD channel (black) corresponding to the CCDC
entry OFAXID (E-J. Wang et al.,2007), and the observed pattern of CIM/B-CD with a channel form:
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Figure S3(B) The 400 MHz *H-NMR spectrum of the neat DCF in DMSO-d,



O

3.6933 s

DCF/B-CyD mixture in DMSO-dg

2.5000

HO 7.2538s Q|
H 3.5377
7.2012 dd? N ;'ggfﬁ’zd 3.3707
7.32 Hz ' g 'ggfj
6.8558 td ;';26:’; 3.5709
7.32 Hz Cl ' 3.5755
0.92 Hz 7.5233d '
: 2 50 Hy 3.5984
: 3.6075
7.1657 5.6818 36121 3.3249
7.1863 5.6761 4 8914 4.4610 3.6304
7.2069 5.72417 | o3 : 4.4747 | 44461 3.6338
71920 5.7413 4.8306 OHE 3.6521 3.3158
7.5135 (2108 OH2 H1 3.6578 3.3066
7.5330 3.6933 3.2997
6.8762
6.8728
6.8568 3.6739
6.8545 3.6784
7.2538 6.8385 |
6.8362 J J
JJL L L
7 6 5 4 3
chemical shift /ppm

Figure S3(C) The 400 MHz *H-NMR spectrum of the DCF/B-CD mixture in DMSO-d,

10



6.4964

6.8282 br
HoN

6.8282 br

7,/NH2

S /
6.4964 s N
2.4748 dd \ E/

neat FAM in DMSO-d,

3.6132

2.5000

2.5046 |- 2.4954

8.24 Hz 2.5092 || 2.4908
684Hz 57361325
N ‘(\éﬁgsa dd A
O\\S’\ - 8.46 Hz 2.6911 2.4851
H N’ N 2 6.66 Hz 2.6956 2 4645
2 7.3385 br-s 2.7128
6.577 8.2469 br-s 2.4474
8.2469 7.3385 6.8282
S SN , L -
8 7 6 5 4 3 2

chemical shift /ppm

Figure S3(D) The 400 MHz *H-NMR spectrum of the neat FAM in DMSO-d,

11



FAM/B-CD mixture in DMSO-d, 2.5000
6.8259 br 6.8950 br 2.5046 |- 2.4954
H2N Y NH 3.5457 2.5092 || - 2.4908
3.5709
S [(] 3.5743
0.4953 8 \ »/ 5.6795 3.6132
N 5.6738
S 5.7230 oH3 4.4576
2.4742 dd 3.6132s 5.7401 4.4713 | 4.4427 3 5099
6.4953 oHo 4.8214 OH6
SS. NH Al 3.3238
/ \O 2
H2N 7.3350 br-s ?é.?éggg
6.5?? 8.2446 br-s S 5090 2 6750
3.2734 2 4645
2.6911 ,
7.3350 2 6045 2.4462
8.2446 6.8259
8 V4 4 3

Figure S3(E) The 400 MHz *H-NMR spectrum of the FAM/B-CD mixture in DMSO-d,

6 _ 5
chemical shift /ppm

12



plain 3-CyD in D,O 3.8859

Hy
_ _ J=10.08
J=3.68
5.0734 pd H2 36147
. 3.5918
H3 39499 3.6490
' 3.6650 3.5689
N 3.9739
| 3.9739t a 3.6742
3.9980 '
H, 3.8721
3.8630 H4
J=3.68
Hg 3.8550 319,38
J=9.40
H5, H6
J=9.40 J=6.88
J=3.20
55 5.3 5.1 4.9 4.7 4.5 4.3 4.1 3.9 3.7 3.5

chemical shift /ppm

Figure S4(A) The 400 MHz *H-NMR spectrum of the plain 3-CD in D,O (at 4.8000 ppm)
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Figure S4(C) The 400 MHz *H-NMR spectrum of the DCF/B-CD complex in D,O (at 4.8000 ppm)
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Figure S4(D) The 400 MHz tH-NMR spectrum of the neat FAM in D,O (at 4.8000 ppm)
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Figure S4(E) The 400 MHz *H-NMR spectrum of the FAM/B-CD complex in D,O (at 4.8000 ppm)
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Figure S7(H) The 5-th singular vector (blue) compared with the patterns of the a- and y-INM crystals.
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Figure S7(I) The 6-th singular vector (indigo) compared with the patterns of the INMs and CDs.
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Figure S8 (A) Diffractograms of INM and their mixtures reproduced with 1st-7th components obtained by
SVD on 1751 X 35 matrix. Those of neat INM (burgundy), a-INM (magenta), the SM-prepared INM/B3-CD

mixtures at various molar ratios, neat 3-CD (indigo), and PM-treated INM/B-CD (brown).
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Figure S8 (B) Diffractograms of DCF and their mixtures reproduced with 1st-7th components obtained by
SVD on 1751 X 35 matrix. Those of neat DCF (burgundy), the SM-prepared DCF/B-CD mixtures at various
molar ratios, neat 3-CD (indigo), and PM-treated DCF/B-CD (brown).
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Figure S8 (C) Diffractograms of FAM and their mixtures reproduced with 1st-7th components obtained by
SVD on 1751 X 35 matrix. Those of neat FAM (burgundy), the SM-prepared FAM/3-CD mixtures at various

molar ratios, neat 3-CD (indigo), and PM-treated FAM/B-CD (brown).
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Figure S8 (D) Diffractograms of CIM and their mixtures reproduced with 1st-7th components obtained by
SVD on 1751 X 35 matrix. Those of neat CIM (burgundy), the SM-prepared CIM/B-CD mixtures at various

molar ratios, neat 3-CD (indigo), and PM-treated CIM/B-CD (brown).
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