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ITpoBeneHbI CUHTE3 M PEHTTeHOCTPYKTYPHbII aHAIN3 a30MEeTHHA, TPOU3BOIHOTO 3,5-TNXJI0PCaTULIMIIOBO-
ro ajpleruia u auimiamMmuHa. B coemmHeHUn peaansyercsi eHOJIMMUHHas TayToMepHas (popma (aToM Bo-
JIOpOJIa JTJOKAJIN30BaH PSIIOM ¢ aTOMOM Kucioponaa). CTpyKTypa cTabuaIn3npoBaHa BHYTPUMOJIEKYJISIPHOIT
BonopoaHoii cesizbio O(1)—H(14)-N(1) (O—H 0.82 A, H-N 1.91 A, O-N 2.580 A, yro1 O—H—N 138°).

DOI: 10.31857/S0023476120010233

BBEAEHUE TayTOMEpPOB (a—B), COOTHOIIIEHNUE MEXKIY KOTOPHI-

Pesynbrarbl MHOIOYUCIIEHHBIX ucciegoBaHuii MW 3aBUCHT OT MIPUPOABI pacTBOpUTEsICH 1 a30Me-
MOKa3aJiv, YTO B pacTBOpax OpraHM4YeCcKux pactpo- THUHOB [1-3]. [Tpu nx KpUCTAIITU3ALMK U3 PACTBO-
puTeseil CaTuIMIMIEHUMUHBL (0-OKCMAa30METUHBI)  POB BO3MOXHA (PUKCALMA CIIEAYIOUIUX TAyTOMEPHBIX
CYLIECTBYIOT B BUJl€ PABHOBECHOI CMECH Pa3IUuYHbIX  (OPM:

O H 7 0‘~}’1 N O:'If
T, QXL ok,
(a) (6)

(B)
OGeH30MIHAS XUHOWTHASI UTTEP-NOHHAS
(€eHOJTMMIHHAST) (XMHOHAMMWHHAs) (GuITOIISIpHAST)

B HexkoTopbIX ciydyasix CAIMLMIUICHUMUWHBI KpU- JIM3allMM B XOJIOAWJIbLHUKE Ha CyTKU. Brelnasiiue
CTAJUIU3YIOTCSI B BUIIE€ CMECU PABHOBECHBIX TayTO-  KPHUCTAUIbI XEJTOTO 1BeTa (DUIBTPOBAIMU C MOMO-
MmepHbIXx OH- u NH-bopwMm, cogepxkanue kaxnoid u3  1mpto ¢unbrpa lloTrTa, MpoMbIBaJIM XOJOAHBIM 3Ta-
KOTOPBIX KOJIEONeTCs MPU U3MEHEHUU TeMIIEpaTypbl  HOJIOM W CYLIWJIU B TOKE CyXOro aprosa, 7,, = 54—
[4, 5]. 55°C.

B HacrosiiemM COOOIIECHNM TIPEACTaBJICHbI pe- HUK-cnexmp 1 perucTpupoBaiy Ha CIEKTPOMETPE
3YJILTaThl CUHTE3a M PEHTITEHOCTPYKTYPHOTO aHaJIN3a  UKC-29 B cycrieH3uM BaszenumHoBoro macia. MK-
(PCA) asomeTHHa, NPOM3BOAHOTO 3,5-MUXJIOPCATN-  criekTp MpeACTABIsUI coboil HaGop momoc: 1645,

LMJIOBOTO AbACIMIA 1 almtamuia (I). 1627, 1600, 1575, 1320, 1300, 1280, 1220, 1180, 1100,
1030, 990, 930, 880, 868, 852, 820, 740, 710, 640, 562,
DKCITEPUMEHTAJIbBHAS YACTH 460 cm~'.

Cunmes 1. K pactBopy 1.91 1 (0.01 monp) 3,5-au-
XJIOpCcaJTULIMIIOBOrO anbaeruaa B 20 M aTaHoja J10-
6asisn 0.57 1 (0.01 Mmonp) ammmmiaamuHa. CMech K- DKCcIIepuMEeHTaIbLHEIN MaTeprat IJIst KpUCTaIoB 1
OSITUIN B TeueHre 10 MUH 1 OCTaBIISIN IUIST KPUCTaI-  TTOJIydeH Ha aBToMaTndecKoM audpakromerpe Enraf
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Taomuna 1. Kpucrannorpaguueckrue naHHble, OCHOBHBIE
XapaKTepUCTUKU IKCIIEPUMEHTA U PE3YJIbTaThl yTOUHEHUST

mapamMeTpoB CTPYKTYpHI 1
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Tab6muna 2. JInuHBI CBsI3eit M BAJICHTHBIE YIJIbI B CTPYKTYpE

Nonius CAD-4. CtpykTrypa pacimmdpoBaHa IIPSIMBIM
METOAOM M YTOYHEHA METOJAOM HaMMEHBIIMX KBaJ-
paToB B MOJTHOMATPUYHOM aHU30TPOIHOM ITpUOIM-
2KEHUH TeTUIOBBIX CMEIIICHI BCEX aTOMOB, KDOME aTO-
MoB Bogopoaa (SHELXL-97) [6]. [To3uiuu atToMOB
BOJOpOAa pacCYUTAHBI TEOMETPUYCCKHA U YTOUHEHBI
C WCIIOJIb30BaHUEM MOAEAU “Hae3mHUKa”. ATOM
H(1A) B ctpykTtype I HaiineH 13 pa3HOCTHOTO CMHTE3a
Ddypbe ¥ YTOYHEH B U30TPOITHOM ITPUOIMKEHUM TEI-
JIOBBIX cMeltieHmnit. [1lapameTphl aireMeHTapHOI sTJeii-
KM 1 OCHOBHBIC XapaKTEPUCTUKM IKCIIEPUMEHTA TIPU-
BeICHBI B TA0JI. 1, MEXXaTOMHBIE pACCTOSIHUS U BAJICHT-
HBIE YTJIBI — B TabmI. 2. ITomHbIe
KpUcTauiorpaduyeckue XapakTepuCcTUKU TETTOHUPO-
BaHbl B KeMOpHMIKCKMIT 0aHK CTPYKTYPHBIX JAHHBIX
(CCDC Ne 1844695; http://www.ccdc.cam.ac.uk/de-

posit/).

PE3VIIBTATHI 1 UX OBCYXIEHUWNE

[Momasnsronias YacTh peHTT€HOCTPYKTYPHBIX HC-
clegoBaHUl OOCyKIaeMoro Kjacca COCOAUHEHUM
OTHOCHUTCSI K canmuminaeH-N-(apui- UIn TreTa-
pui-)uMuHaM  (R-IpOM3BOMHBIM apOMAaTUYECKUX
WIA TeTePOLMKINYECKUX aMHuHOB). Caluuuanie-
HalKmMuHaM (R-ajkuiaM) MOCBSIIEHO 3HA4M-
TEJbHO MEHbIIE ITyOoInKauuid. B yacTHoCcTH, aBTOPBI
[7] metomom PCA omnpepenuau, 4to 2,3-TUTHI-
POKCHOCH3WINACHAJUIMIIMMUH KPUCTAJUIU3YETCS B
eHonnMuHHOM popme. ITpoBenennsnit PCA o-okcn-
a30METHHOB, MPOU3BOIHBIX 3aMEIIIEHHBIX CATULIVIOBBIX
aIbaerunoB, u 2-dypdypuwiamuxa (R = CH,C,H,0) no-
Ka3aJjl, YTO B 3aBUCUMOCTH OT IIPUPOIBI Y TIOJIOKEHUS
3aMEeCTUTENS B alIbIETUIHOM (pbparMeHTe B KpUCTaI-
Jie a30MeTHHA peain3yeTcs IM00 eHOJIMMUHHAs (£ =
= 3-OMe) (II) [8], mnbo OumoasIpHasi HIBUTTEP-UOH-
Hasg (Z = 4-OH) (III) tayromepHas ¢opMma [9]. Xu-
HOHaMWHHasl ¢hopMa C BKJIaaOM OMIOISIPHO Oompe-
JIleJieHa B CTPYKType 3-HUTPO-5-OpoMcaTumIniacH-
2-pypdypunumuna (IV) [10].

B onmmcanHO# B HacTosIIIEe paboTe KpUCTaIMde-
cKoit cTpykType coenuHeHus I, kak u B I, peanusy-

CBs13b d,A Cas13b d,A Vron ®, Tpam Vron o, rpan
CI(H—CQ3) | 1.722(7) ||[C)—CB3) | 1.374(9) ||C(@)—0(1)—H(I4) | 105(5) |O(1)—C@&)—C(5) | 120.7(7)
ClQ)-C() | L731(7) |[o—Cc@) | 1339¢7) |lc)—Nm—c@) | 18.1(7) ||c3)—C@)—C) | 118.9¢6)
C3)—C@) | 1.388(10) |lc@—c5) | 142509) |lce)—c(—c) | 120.9¢7) ||c6)—C5)—C@) | 117.5(7)
O()—H(I4) | 0.82(7) ||C(5)=C(6) | 1.3999) |lC(6)—C(1)—Cl2) | 120.4(6) ||C(6)-C(G5)—C(7) | 121.1(7)
N()—C(7) | 12778) |lc5)—c) | 1.456(10) ||c)—c()—c12) | 118.7(7) ||lc@—ci)—cy | 121.3(6)
N(—C(@8) | 1.460(11) ||C(®)—C©) | 1.476(12) |[c()—c@)—c3) | 119.8(8) ||c(y—c6)—c(5) | 121.57)
C(H—C(6) | 1.360(10) ||C(9)—C(10) | 1.292(13) |lc@)—c3)—C@) | 121.26) ||N(1)—C()—C(5) | 120.8(7)
C()-C2) | 1.362(10) C(2)—C3)—=CI(1) | 119.3(6) ||[N(1)—C(8)—C(9) | 110.4(9)

C(4)—C(3)—CI(1) | 119.5(5) ||C10)—C(©)—C(8) | 123.1(10)
0(1)—C(4)—C(3) | 120.3(6)
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Puc. 1. Ctpoenue moJiekysr 1.

eTcsl eHOJIMMWHHAasI TayroMepHas ¢opma (a) (aTom
Bonoponaa H(1A4) nokaiuzoBaH psiioM C aTOMOM KK C-
Jopona O(1)). Anunsl cBs3eit B ctpyktype I (O(1)—
C(4) 1.339(7), N(1)—C(7) 1.277(8) A) comocTaBUMBI
C aHAJIOTUYHBLIMU BeandruHamu B cTpykrype II (O—C
1.352(2), N—C 1.275(2) A). B ctpykType IV, B KOTO-
poii cBsa3u N—C 1.278(7) £ 0.014 A, xak u B I, II,
WMEIOT TOBBILIEHHYIO KpPaTHOCTb, CYIIECTBEHEH
BKJIaJl XMHOHAMWHHOUI (hopMbl (aToM H nokanuzo-
BaH psinoM ¢ atomoM N). TemM He MeHee AJIMHHAS
cesi3b N—H 1.07(9) A B ctpykrype IV cBUIETEBLCTBY-
€T 0 3HAaUYUTEbHOM 10Jie IBUTTEP-UOHHOI OUITOJISIP-
Holi TayToMepHoit dopmbl. B ctpykrype IIT 06e kpu-
crajiorpadyecku HEe3KBUBAJCHTHBIE MOJIEKYJIbI
UMEIOT LBUTTEp-MOoHHYI0 ¢dopmy (O—H 0.91(8) *+

KPUCTAJIJLIOTPA®UA  TtomM 65 Nel 2020

+0.04 A, N—C 1.301(7) £ 0.003 A, O—C 1.349(7) +
+ 0.001 A). Ormerum, uto cBsi3u O—C B CTPYKTYpe
III cymiectBeHHO anuHHee, yeM B I, 11, IV.

B crpykrype I, kak u B II-1IV, 3ambIkaeTcs 1mecTr-
yieHHblt H-umkin NC;0H 3a cuet npo4yHoii BHYTpU-
MoJIeKyJIsipHOi BogopomHoii cBsa3u O(1)—H(14)-N(1)
(O—H 0.82(7) A, H--N 1.91(7) A, O--N 2.580(9) A,
yroia O—H—N 138(7)°).
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