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Abstract

C22H35NO(,, monoclinic, C12/c1 (no. 15), a = 21.727(4) A,
=10. 954(2)A c=22.073(4) A, B = 116.609(4)°,

V 4697.0 A3, Z = 8, Rg(F) = 0.046, wRre( F) = 0.128,
=120K.

Source of material

The title compound was synthesized by the reaction of terz-butyl
isocyanide and bis(ters-butyl)-acetylene dicarboxylate with 1,3-
pentanedione in the presence of triethylamine as a base in hot 1,4-
xylene, then purified by column chromatography on silica-gel us-
ing amixture of ethylacetate and hexane (v/v 30:70) as eluent. Re-
crystallization from acetone gave crystals suitable for X-ray
structure analysis.

Discussion

Some of 2-amino-4H-pyran derivatives have fairly low stability,
for example in the presence of little amounts of H" ions or NaOH
the ring transformation process take place and furan and pyridine
derivatives are produced [1,2]. Some substituted 2-amino-4H-
pyrans contain electron withdrawing groups, and fused hetero-
cyclic rings are stable and have been shown to exhibit biological
activities [3]. There are some new reports on the crystal structures
of 2-amino-4H-pyrans with electron withdrawing groups [4-8].
Recently we have reported the crystal structure of an 2-amino-
4H-pyran derivative [9].
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The crystal structure analysis of the title compound was per-
formed in view of its good stability. The molecule is stabilized by
one intramolecular N-H---O bond. Details of N1-H1A..-O2 are:
d(N1—H!1A) = 0.86 A; d(H1A--02) = 2.01 A, d(N1--02) =
2.675A, LN1-H1A.-O2 = 134°. The three-dimensional network
is formed by Van der Waals forces as well as intermolecular hy-
drogen bonding.

Table 1. Data collection and handling.

Crystal: colorless plate, size 0.60 x 0.45 x 0.35 mm
Wavelength: Mo K, radiation (0.71073 A)
: 0.83cm™!

Bruker SMART 1000 CCD, ¢/w
20max: 56°

N(hkl}ymeasied, N(hkiJunique: 21560, 5204

Criterion for Iobs, N(hkl)g: Tobs > 2 0(Ions), 4181

N(param jrefined: 262

Programs: SHELXS-97 [10], SHELXL-97 [11]

Table 2. Atomic coordinates and displacement parameters (in Az).

Atom Site x y z Uiso

H(1A) 8&f 0.1067 04277 0.2880 0.033
H(3A) §8f 0.2682 0.2564 0.2376 0.027
H(7A) 8f 0.1189 0.3184 04143 0.060
H(7B) 8f 0.1420 0.4169 04719 0.060
H(7C) 8f 0.1966 0.3558 0.4534 0.060
H@BA) §8f 0.0332 0.4635 0.3347 0.052
H(8B) 8f 0.0565 0.5921 0.3215 0.052
H@EBC) 8f 0.0563 0.5642 0.3911 0.052
H@QA) §&f 0.1786 0.6546 0.3819 0.050
H(9B) 8f 0.2339 0.5653 0.4330 0.050
HEOC) 8&f 0.1793 0.6257 0.4518 0.050
H(12A) §&f 0.1627 0.1537 0.0677 0.062
H(12B) 8f 0.1649 0.2887 0.0452 0.062
H(12C) 8f 0.1032 0.2036 0.0003 0.062
H(13A) §8&f 0.0304 0.1873 0.1169 0.059
H(13B) 8&f 0.0857 0.0951 0.1170 0.059
H(13C) 8&f 0.0229 0.1316 0.0485 0.059
H(14A) 8&f 0.0281 0.4012 0.0766 0.067
H(14B) 8f 0.0198 0.3564 0.0058 0.067
H(14C) 8f 0.0812 0.4422 0.0505 0.067
H(17A) 8&f 0.4388 0.3756 0.1881 0.164
H(17B) §&f 0.4207 0.4561 0.1236 0.164
H(17C) §&f 0.3750 0.3427 0.1196 0.164
H(18A) &f 0.3701 0.6362 0.2276 0.063
H(18B) §&f 0.4226 0.6323 0.1968 0.063
H(18C) §&f 0.4326 0.5458 0.2571 0.063
H(19A) 8f 0.2703 0.5952 0.1218 0.153
H(19B) 8f 0.2684 0.4817 0.0777 0.153
H(19C) 8f 0.3145 0.5946 0.0818 0.153
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Table 2. Continued. Table 2. Continued.

Atom Site x y z Uiso Atom Site x y z Uiso
HQ21A) 8f 0.4350 0.1286 0.3087 0.054 H(22A) 8f 04131 0.3260 0.4655 0.051
H(21B) §&f 0.3696 0.1896 0.2514 0.054 H(22B) 8&f 0.3515 03121 0.4838 0.051
HQ2I1C) 8f 0.3617 0.0959 0.3011 0.054 H(22C) §&f 03779 0.4424 0.4774 0.051
Table 3. Atomic coordinates and displacement parameters (in A%

Atom Site x y z Un Un Uss Uz U3 Uz

NQ1) 8f 0.14468(5) 0.43515(9) 0.32445(5) 0.0226(4) 0.035%(5) 0.0247(5) 0.0022(4) 0.01024) -0.0033(4)
o) 8f 0.25980(4) 0.41369%8) 0.37922(4) 0.0232(4) 0.0354(4) 0.0239(4) 0.0039(3) 0.0078(3) -0.0038(3)
0Q2) 8f 0.08182(4) 0.353647) 0.19678(4)  0.0208(4) 0.0328(4) 0.0285(4) 0.0017(3) 0.0091(3) -0.0009(3)
0Q3) 8f 0.15262(4) 0.29795(7) 0.15094(4) 0.0212(4) 0.0349%(4) 0.0230(4) 0.0007(3) 0.0074(3) -0.0024(3)
O4) 8f 0.26739(6) 0.54038(9) 0.22395(7) 0.0468(6) 0.0326(5) 0.0894(8) 0.0110(4) 0.0456(6) 0.0186(5)
O(5) 8f 0.32970(5) 0.40139(8) 0.20066(5) 0.0476(5) 0.0305(4) 0.0411(5) —0.00734) 0.0315(5) -0.0049(3)
O(6) 8f 044991(5) 0.2920(1) 0.38997(5) 0.0230(4) 0.0673(7) 0.0457(6) 0.0059(4) 0.0052(4) —0.0143(5)
(1) 8f 0.20143(5) 0.39999(9) 0.32000(5) 0.0215(5) 0.0239(4) 0.0243(5) 0.0019(4) 0.0086(4) 0.0018(4)
C2) 8f 0.20341(5) 0.35434(9) 0.26324(5) 0.0198(5) 0.0249(5) 0.0233(5) 0.0021(4) 0.0084(4) 0.0014(4)
C(3) 8f 0.27100(5) 0.33235(9) 0.26217(5)  0.0197(5) 0.0242(4) 0.0225(5) 0.0006(4) 0.0086(4) 0.0006(4)
Cc@4) 8f 0.32899(5) 0.32206(9) 0.33331(5) 0.0197(5) 0.0256(5) 0.0246(5) 0.0024(4) 0.0081(4) 0.0009(4)
C(5) 8f 0.32078(5) 0.3632(1) 0.38629(5) 0.0218(5) 0.0272(5) 0.0255(5) 0.0011(4) 0.0074(4) 0.0002(4)
C(6) 8f 0.13846(6) 0.4850(1) 0.38352(6) 0.0253(5) 0.0305(5) 0.0268(5) 0.0015(4) 0.0140(4) -0.00124)
c( 8f 0.15009(8) 0.3847(1) 0.43561(7) 0.0474(8) 0.0421(7) 0.0365(7) 0.0030(6) 0.0233(6) 0.0088(5)
C(8) 8f 0.06421(6) 0.5304(1) 0.35506(7)  0.0265(6) 0.0439(6) 0.0375(6) 0.0024(5) 0.0174(5) —0.0032(5)
Cc©) 8f 0.18709(6) 0.5927(1) 0.41556(7)  0.0300(6) 0.0346(6) 0.0374(6) —0.0014(5) 0.0162(5) -0.0074(5)
C(10) 8f 0.14002(6) 0.33673(9) 0.20234(5) 0.0237(5) 0.0226(4) 0.0246(5) 0.0009(4) 0.0092(4) 0.0011(4)
C(11) 8f 0.09636(6) 0.2657(1) 0.08475(6)  0.0259(5) 0.0373(6) 0.0222(5) 0.0025(4) 0.0065(4) —0.0024(4)
Cc(12) 8 0.13538(7) 0.2241(1) 0.04592(7) 0.0388(7) 0.0545(8) 0.0315(6) —0.0006(6) 0.0164(6) —0.0087(5)
C(13) 8f 0.05504(7) 0.1602(1) 0.09250(7)  0.0330(6) 0.0408(6) 0.0403(7) —0.0058(5) 0.0136(6) —0.0075(5)
C(19) 8f 0.05232(8) 0.3766(1) 0.05136(7)  0.0442(8) 0.0472(7) 0.0296(6) 0.0140¢(6) 0.0057(6) 0.0030(5)
C(15) 8f 0.28792(6) 0.4383(1) 0.22642(6) 0.0223(5) 0.0290(5) 0.0265(5) 0.0017(4) 0.0097(4) 0.0033(4)
C(16) 8f 0.35659(9) 0.4887(1) 0.16733(8) 0.0633(9) 0.0412(7) 0.0447(8) —0.0228(6) 0.0380(7) —0.0117(6)
cQan 8f 0.4020(2) 0.4084(2) 0.1479(2) 0.187(3) 0.057(1) 0.184(3) —0.054(1) 0.173(3) —0.056(1)
C(18) 8f 0.39932(7) 0.5843(1) 0.21664(8) 0.0361(7) 0.0380(6) 0.0560(8) -0.0088(5) 0.0252(6) -0.0104(6)
C(19) 8f 0.2970(1) 0.5453(3) 0.10656(9) 0.101(2) 0.143(2) 0.0361(9) -0.071(2) 0.006(1) 0.029(1)
CQ20) 8f 0.39492(6) 0.2621(1) 0.34433(6) 0.0232(5) 0.0332(5) 0.0315(6) 0.0049(4) 0.0104(5) 0.0017(4)
C@Dn 8f 0.38986(6) 0.1598(1) 0.29714(7)  0.0269(6) 0.0341(6) 0.0460(7) 0.0074(5) 0.0153(5) —0.0029(5)
C(22) 8f 0.37022(6) 0.3607(1) 0.45981(6) 0.0286(6) 0.0414(6) 0.0255(6) 0.0058(5) 0.0072(5) 0.0013(5)
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