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OOHapy»XeHa M PEHTTeHOCTPYKTYPHBIM aHAJIM30M YCTaHOBJICHA KPUCTAIMYECKasi CTPYKTypa
6-Opomrieranona B HOBOW mosuMopdHOi Moanpukauuu. s KpucTan4eckod CTPyKTypHI
HOBOTO MOJIUMOp(Qa TakKe XapaKTepHO 00pa30BaHKE IIEHTPOCUMMETPUYHOTO 3aMKHYTOT'O JTU-
Mepa (accormmara), COCTOSIIETO U3 IBYX MOJIEKYJ OpoMIeraHoia, CBA3aHHBIX 'BCTPEYHBIMU"
LEHTPOCUMMETPUYHBIME BoopoaHbIMU cBsi3simu O—H...N(1). Jlausslii nommmopd otiamya-
eTcsl OT M3BECTHOW MOANM(HUKAMK B3aUMHBIM PACIIOJIOKECHHEM M B3aMMOAEHCTBUEM ATHX ac-
COITMATOB.

KiwueBble €J0Ba: agkalonabl, XHUHA30IUHBI, TOIUMOP(HHU3M, PCHTTEHOCTPYKTYPHBIH
aHaIN3.

Panee HamMm yCTaHOBJIEHAa KpHCTaUITMUeCKasl CTpykTypa 6-Opommeranona (A) ¢ Ty, 190 °C —
MPOIYyKTa OPOMUPOBAHUS APOMATHUECKOTO KOJIbIIa ajKajJoua Ae30Kcurieraniia [ 1 | 1 mosydeHsl ero
pa3IUYHBIC TBEPIbIE PACTBOPHI (CMEIIAHHBIC KPUCTAILIBI) ¢ mieraHoiaoM [ 2 |. [Ipu momnbITke MoIy4nuTh
HOBBIE CMEIIaHHbIe KPUCTAIUIBI 6-OpoMIeraHoiia ¢ IpyruM XMHA30JIMHOBBIM allKaJOuIOM — TeTaHu-
HOM BbITIaNK KprcTawsl (B) ¢ HOBBIMU TapaMeTpaMH 3JIeMEHTAPHBIX SYEeK.
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[Tockonbky B KpHUCTAIIIM3YyEMOM PacTBOpPE MPUCYTCTBOBAJIM OpOMIETaHON W MEraHuH (B MOJb-
HBIX COOTHOIIEHHSX 1:1), BBIPAIIEHHBIH KPUCTAIT MOXKET ObITh HOBBIM MOTUMOPGOM OpoMIIeraHosa
(v meraHWHA), HO TAaKXKe HE UCKIIOYEHO 00pa30BaHHE HOBBIX THIIOB CMEIIAHHBIX KPUCTAIUIOB, MU
COKPHCTAIJIOB, WIIM KPUCTAJUIOCOIBBATOB MOJIEKYJI aNKaJOUAOB. [ BBISICHEHHUS 3TOTO BOIPOCA MPO-
BEJICH PCHTICHOCTPYKTYPHBIN aHAIN3, U B HACTOSAIICH pabOTe MPUBOSTCSA PE3YNIBTAThl CTPYKTYPHOTO
UCCIICIOBAHUS MOTyYSHHBIX KPUCTAJLIOB.

TemnepaTypy IUIaBICHUS KPUCTAJIOB omnpeneiawiu Ha npubope Boetius. Kpucramier B umerot
Tn 163—165 °C. Mcnonb30BaHHBIE B 3KCIICPUMEHTE KPUCTAILTBI OpoMITeraHojia ObUTA BEIPAIEHBI U3
pactBopa anetoHa. [lapaMeTpsl 31eMEeHTapHON SYEHKH KPUCTAJIOB ONpENEIeHbl 1 YTOYHEHBI Ha JH-
thpaxTomerpe Stoe Stadi-4 (7'=293 K, rpaduroBsiii MoHOXpoMaTop). B Tabmure nprBeneHs OCHOB-
HBIC MApaMeTPbl PEHTTCHOCTPYKTYPHOTO DKCIIEPHUMEHTA W PACUETOB. TpEeXMEpHBIH HA00p OTpaXKCHUH
MOJTydeH Ha TOM XK€ JuQpakToMeTpe /20-MeToJOM CKaHWPOBaHUS C UCIOJIb30BaHWEM MoK, -u3iy-
yenus. [lonpaBka Ha moriomeHre BBOIWIACh MeToZioM Psi Scan.
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OcHosHble KpucmaniozpaguiecKkue napamempul U Xapakmepucmuk peHmeeHOCmpYKmypHO20 3KCRePUMEHMA
ona nonumopga B, o5 cpasnenus npusedensvt smu 0anuvie 0as noaumopga A

Iapamerp Afl] B
MonekymsipHas popmyiia C;1H;;N,OBr C;1H;;N,OBr
M,/rmon ! 267,13 267,13
[IpocTpancTBeHHas rpyma P2\/c, Z=4 Pbcn, Z=8
a,b,c, A 8,040(8), 15,565(4), 9,367(2) | 15,600(6), 10,221(3), 13,312(9)
o, B, v, rpan. 90, 119,09(3), 90 90, 90, 90
Vv, R 1024,3 2122,6(18)

p, r/em’ 1,732 1,672
Pa3meps! kpHCT., MM — 0,40 x 0,50 x 0,55
Oo6nactb ckanupoBanus 20, rpaj. — 1,53<60<26,0
Hexp (cM ) — 3,846
Uucno orpaxeHuit 1992 2090
Yucno orpaxenwuii ¢ [ > 2o(/) 1727 1054

R1 (I>20(I) u ob1uee) 0,042 (0,051) 0,091 (0,185)
wR2 — 0,117 (0,149)
GOOF — 1,185
PasnocTtabie muku D11, eA? — 0,377, 0,417

CtpykTypa pacmmdpoBaHa MpsSMbIM METOJOM B paMKax Komiuiekca mporpamm SHELXS-97.
PacdeTsl 1o yTOUHEHHIO CTPYKTYP BEINOMHEHBI 110 porpamme SHELXL-97. Bece HeBomopoIHbEIE aTO-
MbI YTOUHEHbl METOJOM HaMMeHbIINX KBaapaToB (MHK) mo F’ B HONHOMATPHYHOM aHH30TPOITHOM
npubmkeHnd. [looXeHns: aToOMOB BOZIOpPOJa BBISBIICHBI T€OMETPUYECKA M YTOYHEHBI C (DUKCHPO-
BaHHBIMH ITapaMeTpaMy U30TPOnHOro cMemeHus Ui, = nUegq, Tie n = 1,5 I MeTUNBHBIX Tpynn u 1,2
JUIA OCTaNbHBIX, @ U,y — DKBHBAJICHTHBIA H30TPOIHBIA IIaPAMETP CMEIIEHU COOTBETCTBYIOIINX aTO-
MOB yrieposa. B cTpykType BOoAOpOAHBIM aTOM T'MAPOKCUIBHBIX TPy Hai/leH U3 pa3HOCTHOTO CHH-
Te3a AIEKTPOHHOI MIIOTHOCTH. MaTepualibl peHTTeHOCTPYKTypHOTO aHanu3a B Bune CIF-daiina germo-
HHUpOBaHBI B KeMOPHUIHKCKOM MEHTPE KPUCTALIOCTPYKTYpHBIX maHHBIX (CCDC 683209).

Pesynbratel PCA moiy4eHHOTO KpucTailla MOKa3aJld, YTO OH JIEHCTBUTENBHO SIBISETCS OpoMIe-
raHojioM B HOBOM nonumop¢Hoi Moaudukanuu B. IlapameTphl sneMeHTapHON SYeHKH M IPOCTpaH-
CTBEHHAsI TPYIIIa €ro OTIMYAI0TCS OT TAKOBOH, paHee HalAeHHOU At OpoMneranona (monumopda A)
[1].

Morekyna OpoMmeraHona B KpHCTaJUIe MOYTH IUIOCKAas: CPeJHEKBaIpaTHUYHOE OTKIOHEHHE aTo-
MOB OT IUTOCKOCTH, TIPOBEICHHON 110 BCEM aTOMOB MOJIEKYJIBI, uckiodas OH-rpynmsr, pasao £0,10 A.
Hab6monaetcs Hebompmmoit u3rud mMonekysl o ToukaMm N(1) u C(4). AToM KHCIIOpoaa THAPOKCHITE-
HOW TPYIIBI OTKJIOHSAETCS OT 3TOW MIOCKOCTH B CTOPOHY 00Pa30BaHUs LEHTPOCUMMETPUYHOTO TUMe-
pa ("Bctpeunoit” H-ces3m) Ha 1,575 A.

B nonumopde B, kak Habmar0man0Ch U B IPYTHX KPUCTAIMYECKHX (opMax OpomIieraHoia, ABe
MOJIEKYJIBI OpoMIleraHoja, IpeoOpa3oBaHHbIE LIEHTPOM CHMMETpHH, Oiarofaps "BcrpeuHsiM” H-cBs-
3sm O(1)—H...N(1) obpa3yioT acconuar — AuMep, KOTOPbIi moka3aH Ha puc. 1. [lapamerpsr 3To#
H-cBsi3u cnemytomnue: paccrosaus N(1)...0(1) 2,81, N(1)...H 2,03 Au yron N(1)...H—O(1) 170°.

VYnakoBka MOJeKysl B kpuctaiie B (B mpocTpaHCTBEHHOM
rpynme Pbcn) nokazaHa Ha puc. 2, 37iech TaKkKe Ui CpaBHEHHS
NPUBOJIUTCS YIAaKOBKAa MOJIEKYJ B HM3BECTHOM monumopde A
(P2,/c). Kak BUIHO W3 PUCYHKA, XapaKTep B3aMMOJICHCTBUN Me-

Puc. 1. ®opmupoBaHue accouuaTa B KPUCTAJUIMYECKOH CTPYKType
Opowmrieranosna
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Puc. 2. YakoBka MoJexyn Opomreranona B monuMopgpax A u B

Ky acconuaraMd (LEHTPOCUMMETPUYHO CBSI3aHHBIMH AMMEPaMH) B ATHX HOIUMOpQax pasHBIM.
B momumopde A ucxomawiii qumep cBsizad deteipbMs N(1)...Br (3,14 /3) B3aUMOJICHCTBHUAMH, OJIaro-
JIaps deMy oOpasyercsl TIOCKOCTh JOHOP-aKIENTOPHBIX B3aMMOCHCTBUN, PAcIIONOKEeHHAs Iapall-
JIENBHO TIOCKOCTH X, ), 0.

Opnako B monumopde B auMepsl, TpaHCTUPOBaHHBIC BIIOJb OCH b, CBS3aHBI B3aUMO/ICHCTBUSIMH
O(1)...Br (3,40 ﬂ). DTO B3aUMOJCHCTBUE OCYIIECTBIISICTCS TAKXKE TOMAPHO MEXKIY MPeoOpa3OBaHHBI-
MU IIEHTPOM CHMMETPHH MOJeKylamu. B pesynbrare oOpasyercs OeckoHedHas ogHOMepHas "neHra”
BIIOJIb KpHCTaLIOrpadudeckoit ocu b.

Takum 00pazoM, B HOBOM noyiuMop(he OpoMIieraHoia Takxke o0pa3yeTcs XapaKTepHbIM LEHTPO-
CUMMETPHYHBIN 3aMKHYTHIH nuMep (accoruar), 0iarogaps "BCTpedHBIM” IEHTPOCHMMETPUIHBIM BO-
nopogaabiM cBsi3zsiM O—H.. . N(1), a pasnuume B MEXMOJCKYJSPHBIX B3aHMMOICHCTBUSAX MPUBOJIUT
K pa3HbIM yIIaKOBKaM 3THX JUMEPOB, UTO SIBIISIETCS IPUIHHOIN 00pazoBaHUs MOIUMOP(HOB.
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