Supplementary Material (two pages) to

""NMR Crystallography of the Polymorphs of Metergoline"

by Czernek, Urbanova and Brus (Crystals 2018):

Results of the analysis of the HETCOR spectrum described in the main text; in Table 1 below,
atoms are numbered as in the XRD structure [reference 1];

d is the experimental chemical shift as actually used;

o is the GIPAW-RPBE chemical shielding as parsed from the CASTEP output;

¢ is the theoretical chemical shift (in an ideal case, € and 6 would be the same for a given

nucleus) [references 2, 3] approximated by entering a ¢ value into the corresponding model:
e(C) = —0.978947*0(C) + 169.5016 ppm; e(H) = —-1.01795*%¢(H) + 31.5801 ppm;

the quantification of an level of agreement between theoretical and measured 2D spectra
(which are expressed in terms of [¢(C); e(H)] and [6(C); 6(H)] pairs, respectively) leads to the

following values of key statistical parameters [references 2, 3]:

sc=1.26 ppm; sgy= 0.471 ppm; scy = 0.125 (ppm)2
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Table 1

resolved

se_ty | cincF | O C o”c e °C Hinae | oM o'H et
pair # (ppm) (ppm) (ppm) (ppm) (ppm) (ppm)
1 C101 | 121.41 | 51.8772 | 118.7166 | H1011 6.09 | 245009 | 6.6393
2 C103 | 2464 | 1486116 | 240187 | H1031 225 | 282562 | 2.8166
3 ditto ditto ditto ditto H1032 031 | 305250 | 0.5071
4 C104 | 67.23 | 106.1006 | 656348 | H1041 1.87 | 289373 | 2.1233
5 C105 | 63.20 | 1083439 | 63.4387 | H1051 164 | 29.0951 | 1.9626
6 ditto ditto ditto ditto H1052 257 | 27.7577 | 3.3240
7 Cl106 | 37.73 | 1345571 | 37.7774 | H1061 224 | 28.9386 | 2.1219
8 C107 | 34.14 |139.4236 | 33.0133 | H1071 117 | 29.8190 | 1.2257
9 ditto ditto ditto ditto H1072 328 | 28.1017 | 2.9739
10 C108 | 3892 |133.2320 | 39.0746 | H1081 121 | 30.0440 | 0.9967
11 C110 | 112.18 | 59.3606 | 111.3907 | H1101 722 | 24.4351 | 6.7063
12 C111 | 119.98 | 50.2540 | 120.3056 | H1111 6.77 | 24.9321 | 6.2004
13 C112 | 105.70 | 66.7012 | 1042047 | H1121 364 | 26.1867 | 4.9232
14 C117 | 4627 | 1255884 | 465572 | H1171 375 | 27.7005 | 3.3823
15 ditto ditto ditto ditto H1172 ditto | 26.8250 | 4.2735
16 C115 3208 | 1407491 | 317157 | 2Veragedt | 5 on | 283701 | 2.6015
H1151-3
17 c116 | 4348 |128.8369 | 433771 | 28 | o7 | 284028 | 2.5757
H1161-3
18 C119 | 67.35 |100.9125 | 70.7136 | H1191 6.04 | 24.9636 | 6.1683
19 ditto ditto ditto ditto H1192 469 | 26.2504 | 4.8584
20 C123 | 12632 | 42.5093 | 127.8873 | H1231 741 | 23.6617 | 7.4936
21 C201 | 121.22 | 51.2631 | 119.3178 | H2011 6.52 | 24.0662 | 7.0818
22 C203 | 2475 |147.2782 | 253241 | H2031 022 | 30.9611 | 0.0631
23 ditto ditto ditto ditto H2032 312 | 29.0271 | 2.0318
24 C204 | 6657 | 104.8818 | 66.8279 | H2041 207 | 29.1581 | 1.8985
25 C205 | 6228 |110.2163 | 61.6057 | H2051 257 | 28.6031 | 2.4635
26 ditto ditto | 110.2163 | 61.6057 | H2052 1.99 | 28.9585 | 2.1017
27 C206 | 3525 |136.9671 | 354181 | H2061 305 | 283934 | 2.6769
28 C207 | 31.19 | 142.9404 | 29.5705 | H2071 270 | 28.6342 | 2.4318
29 ditto ditto ditto ditto H2072 213 | 29.0801 | 1.9779
30 C208 | 39.44 | 132.8446 | 39.4538 | H2081 293 | 284761 | 2.5927
31 C210 | 121.22 | 59.0362 | 111.7083 | H2101 6.52 | 24.8680 | 6.2656
32 C211 | 119.98 | 49.6622 | 120.8850 | H2111 6.54 | 254018 | 5.7222
33 C212 | 105.26 | 655099 | 1053709 | H2121 546 | 250529 | 6.0774
34 C217 | 46.45 | 1253728 | 46.7683 | H2171 299 | 27.6303 | 3.4537
35 ditto ditto ditto ditto H2172 ditto | 27.6346 | 3.4493
36 215 | 3425 |138.0452 | 343627 | 2V€"8% | 443 | 269396 | 4.1568
H2151-3
37 216 | 4427 |126.6297 | 455379 | 2V€T38e% | 158 | 980853 | 2.0744
H2161-3
38 C219 | 6821 | 101.7565 | 69.8874 | H2191 487 | 26.5025 | 4.6018
39 ditto ditto ditto ditto H2192 525 | 259588 | 5.1552
40 C223 | 130.04 | 40.0567 | 130.2882 | H2231 797 | 23.7541 | 7.3995




