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CunresupoBano HoBoe coequnenne neHrapropaneranming CqFsN(H)C(O)CH;, nepcriektus-
HOe U1 00pa30BaHMsI KOOPAMHAIIMOHHBIX COSANHEHNH ¢ KaTHOHAMH MeTaiioB. OnpeneneHa
ero kpucrayumdeckas crpykrypa (mudpaxromerp APEX DUO, AMoK,, rpaduToBbIii MOHO-
xpomarop, 7=150K). Kpucrammorpadpuueckne manusie mms CgH,FsNO: mp.tp. C2/c,
a=18,2460(7), b =10,5840(4), ¢ =9,4489(4) A, B=116,198(1)°, V=163728(11) A, Z=38.
CtpyKTypa COeAMHEHUs] MOJIEKYJISIpHAsI, IIOCTPOSHA U3 M30JIMPOBAHHBIX MOJIEKYN IeHTadTop-
anetaHmma. B dermnsHOM KombIle cpennue paccrosaus C—C 1,39, C—F 1,34 A. Mornexy-
JIIPHOE CTPOGHHE HCCIEIOBAHHOrO COeMHeHHs moxareepxkiaeHo F u 'H SIMP B pactBope
CCl,/CDCl; = 1:1 (viv).

DOI: 10.15372/JSC20150630

KawueBble cJioBa: neHrapropaneTaHuIN, KPUCTAUIMIECKas: CTPYKTYPa, MOJIEKYJISp-
Hoe cTpoenue, SIMP.

B Hacrosiiiee BpeMst BEIETCs IOUCK COSTUHEHUN, TIPUTOIHBIX B KaduecTBe SIMP-cercopoB Guoso-
rudeckux 00bekToB [ 1]. OcoOblil MHTEpeC MPencTaBiISFOT (TOPCOJAepKAIINE OPTAaHHYECKUE COCIH-
HEHUs, IMEIOIINe 3JIEKTPOH-JOHOPHBIE TeTePOaTOMbI KHUCIIOpoaa. B kadecTBe OHOTO M3 TaKHWX Tep-
CIIEKTUBHBIX COCIUHCHUU, MOTCHIIUAIBHO CIIOCOOHBIX KOOPAMHUPOBATHCS C aTOMaMH METAJIJIOB, SIB-
JIieTCsl IeHTaTOpaleTaHmInA. B cBA3M ¢ 3TUM Ha TIEPBOM 3Tale B paMKaxX HACTOSIIEr0 UCCIEI0Ba-
HUs ObLIa ITOCTaBIIeHA 33aJladya OXapaKTepPU30BaTh METOIaMU PEHTTEHOCTPYKTYPHOTO aHallu3a M CIeK-
tpockoruu SIMP monekynspHoe ctpoenue nentadropaneranunmna C¢FsN(H)C(O)CH; kak ncxomno-
r0 COCIUHEHUS AJIsl MOJYUYCHHUS B MEPCIEKTUBE KOOPAUHAIIMOHHBIX COCIUMHEHUN C KAaTHOHAMU MeETall-
JIOB.

Ymobuemm criocobom cuuTe3a coenuHeHus CgqFsN(H)C(O)CH; sBnsercs peakmust meHtadtop-
AHWIMHA C aHTHIPUIOM YKCYCHOUM KUCTOTHI [ 2, 3 |. IIoCKOIBKY aHTHAPHUI YKCYCHOM KUCIOTHI BXOIUT
B MIEPEUYCHb BEIECTB, MTOJICIKAIINX CIIEIUATBHOMY KOHTpOI0 B PO [ 4 ], coequHeHne ObUIO MOIy4YeHO
Mo MOAU(UIINPOBAHHON METOIMKE U3 00JIee TOCTYIMHBIX PEareHTOB:

NH,
PCl; + CH,CO,H
~60°C,3 4
K 0,86 r (4,70 mmons) nentadTopanmauHa B 0,90 T (14,99 MMoIb) JessHOW YKCYCHON KHCIOTE

nobasmsim 0,30 r (2,18 mmoins) PCls, 3atem peaknmonnyto maccy HarpeBanu npu ~60 °C npu mepe-
MeIIMBaHUU B TeueHue 3 4. [1o okoHUaHMM peakuuu Maccy BBIIMBAIM B 5 M BoAbl. OcaloK OTQUIBT-

NHCOCH;
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posbiBany, cyumian Hajx CaCl,. [Moxyueno 0,93 r, Beixox 87 %. nst ouncTku BemecTBo okono 0,5 T
MOMECTHJIM Ha QUIBTP U cMbUIH XJopodopmoM. K ¢punpTpaTy 106aBuIM HEMHOTO TOJIyOJIa U OCTaBH-
JIM MEAJICHHO MCHApAThCS B TOKE a30Ta. Uepes CyTku 00pa30BaliCh CBETIIbIEC UT0JIbYATHIC KPUCTAIIIBL,
MIPHUTOTHBIC TSI CTPYKTYPHBIX HCCIaenoBaHui, 1y, 135—136 °C (cronuk bostuyca). CoennHeHue Tak-
e aHAIIM3HPOBAIIM ¢ oMombio criektpockoruy ' F u 'H SIMP. Crextpsl SIMP 3anuchiBany Ha mpu-
6ope Bruker MSL-300 (282 MI'n Ha siapax '°F, 300 MI'y Ha siapax 'H) B amiTysax [uaMeTpoM 5 MM.
[TonoxuTenpHbBIC 3HAaUEHUSI XUMUYECKHUX CIIBUTOB COOTBETCTBYIOT CMELICHHUIO CHTHajla B ciiaboe moiie
ot C¢F¢ 1 TMC, BayTpennne ctangaptel — CeF¢ 1 IMJIC (0,04 m.1. ot TMC).

[Tony4yennsie B HacTosieil pabore SIMP crnekrpaibHble AaHHBIC UIS PacTBOpa HCCIETyEMOTO
BEIIECTBA COMIACYIOTCS CO CNEKTPAJIBHBIMU JAHHBIMM, HAlIEHHBIMH paHee JUIsl 3TOTO COEIUHEHHS

[3]
Crextp "F SIMP [CCl, + CDCls], 8, m.i.: —1,3 M (F*), 5,2 1 (F*, Jp4_ 35 20,5 T'mr), 16,7 m (F*°).
Crextp 'H SIMP [CCl, + CDCl3], 8, m.x.: 4,20 c.

Taxkum obOpas3om, pe3ynbTarhl HcciaeqoBaHus MetonoM SIMP moaTBepknaloT MIAESHTUYHOCTH Be-
IIECTB, TOMYYCHHBIX B padoTax [ 2, 3 | u mo MoaudUIMPOBAaHHOW METOIMKE, MPEACTABICHHON B Ha-
crosieit padoTe.

PeHTreHocTpyKTypHOE HCCIEeJOBaHHE MOHOKPUCTAJIa MIPOBEACHO HAa aBTOMAaTHUYECKOM AUdpak-
tometpe Bruker Nonius DUO (MoK,-u3nyyenune, rpa)uTOBbIi MOHOXPOMATOP, ABYXKOOPAWHATHBIN
CCD-pnerexrop) pu 7= 150(2) K. CtpykTypa pelreHa npsMbIM METOAOM M YTOYHEHA B aHH30TPOI-
HOM (M30TPOIHOM — IJI1 aTOMOB BOJIOPOJa) IPUOIMKEHNH. ATOMBI BOIOPOJa JIOKAJIM30BaHbI HKCIIE-
PUMEHTAJIbHO U YyTOUYHEHBI B MPUOIMKEHUH JKECTKOTO Tena. Bce pacueTsl BBIIIOTHEHBI IO KOMILIEKCY
nporpamm SHELX-97 [ 5 ]. KpuctamiocTpyKTypHble XapaKTepUCTUKH U PE3yJIbTaThl 00pabOTKH DKC-
IepUMEHTa AaHbl B Tabnuie. KoopauHatel U TEIUIOBbIE ITapaMeTpbl aTOMOB JENOHUPOBaHbl B Kem-
Opumkckuii 6aHK CTpyKTypHBIX HaHHBIX CCDC 1010575 [6] u MOryT OBITH MOJYYEHBI IO aIpecy
www.ccde.cam.ac.uk/data_request/cif.

Kpucmannoepaguueckue xapaxmepucmuxu, oemanu 9KCRepUMeHma U YmoyHeHus CmpyKnypbl

Bbpyrro dhopmyna CgH,4FsNO
M 225,12
CuHronust MoOHOKJIMHHAS
[IpocTpancTBeHHas rpynmna C2/c (Ne 15)
a, b, c, A 18,2460(7), 10,5840(4), 9,4489(4)
B, rpan. 116,198(1)
v, A 1637,28(11)
Z; p(BbI.), r/em’ 8; 1,827

W, MM ! 0,197
Pasmepsl kpuctamia, MM 0,35%0,35%0,22
OO6sacTh CKaHUpPOBaHUs, 0, TpaI. 2,29—27,62
N usMmep. / He3aBHC. OTPAKCHUI 6053 /1882
Rin 0,0171
Yucno otpaxenuti ¢ [ > 26(1) 1667
Yucno yToYHSIEMBIX TapaMeTpoB 137
GOOF 1o F* 1,003
R-daxrop s [ > 26(1) 0,0303
wRy nnst I > 26(1) 0,0834
R-daxrop (1o BceM Ij,) 0,0342
WR, 0,0865
OcTtaroyHas AIeKTpOHHAs IDIOTHOCTH (Max / min), /A’ 0,328 /-0,289
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Puc. 1. Ctpoenune kommiekca CqFsN(H)C(O)CHs.

TTokazana HyMEpalus aroOMOB U 3JIJIUIICOU Bl TEIUIOBBIX KoJIe0aHHi

Pentrenorpadudeckoe mccieoBaHUE TOJUKPUCTAILIOB MPOBEIcHO Ha mudpakromeTpe Shima-
dzu XRD-7000 (CuK,-n3nyuenue, Ni-puibTp, cxema bparra—bpeHTano, koMHaTHas TemIepaTypa).
JudpaxkrorpaMma MOJTHOCTHIO MPOUHIUIMPOBAHA 110 JAaHHBIM HCCIEIOBAHUS MOHOKpPHUCTAIIA, YTO
MOATBEPKAaeT OAHO(PA3HOCTh CHHTE3UPOBAHHOTO MPOIYKTA.

CrtpyKkTypa COeAMHEHUs MOJEKYJIsIpHAs, IOCTPOSHA U3 M30JMPOBAHHBIX MOJIEKYJ IeHTapTOpaIeT-
aHWINAA, CTPOGHHE KOTOPOTO TOKa3aHo Ha puc. 1. Monekyna nmeHTadTopaneTaHIINAa HE TUIOCKa,
YTOJI Pa3BOpOTa MEKAY TIOCKOCTBIO aPOMATHUECKOTO KOJIbIA U alleTaAMHUIHBIM TPEYTOJILHUKOM PaBEeH
51,9°. B apomarnueckoM koiblie 3HadeHUs pacctosanii C—C mexart B maTepBasie 1,382—1,397 /OX,
a C—F 1,338—1,341 A. 3HAUEHHS BAEHTHBIX yriioB C—C—C nexat B uHTepBaie 116,7—121,9°.
CpenHee OTKIIOHEHHE aTOMOB MEHTA(PTOP(EHMITHHOTO KOJNbIA OT CPEAHEKBAAPATHYHON IIIIOCKOCTH
cocrasisier 0,03 A, a MakcuMaIbHOE He npesbitraer 0,09 A. PaccrosiHust C(1)—N(1) 1,404, N(1)—
C(7) 1,373, O(1)—C(7) 1,220, C(7)—C(8) 1,504 A, BaleHTHbIC yriel O(1)—C(7)—N(1) 121,7,
O(1)—C(7)—C(8) 123,5, N(1)—C(7)—C(8) 114,8, C(1)—N(1)—C(7) 121,8°.

YmnakoBka MOJIEKYJI B HAlpaBICHWW OCH Y MOKa3aHa Ha puc. 2. B cTpykType coennHeHUs Tpu-
CYTCTBYIOT Bogopozaubie cBs3u tuma O...H—N cpenneit cunbl, pacctosiaue O...N paBHO 2,846(1) A.
Kpargaitmme paccrosaus F...F 2,870(1) A He COOTBETCTBYIOT CITEIM(PHUECKIM KOHTaKTaM, MPEBBI-

Puc. 2. Bug kpucraumaeckoit ctpyktypsl CoFsN(H)C(O)CH; B HanpaBneHuu ocu Y.
AToMsbl Botopoaa U propa mokazaHsl TOYkaMu. LLITpUXOBBIMH TMHUSMH TTOKa3aHbI MEKMOJICKY-
nspable KoHTakThL: O...N, O...H, F...F



JXYPHAJI CTPYKTYPHOWM XUMUU. 2015. T. 56, Ne 6 1259

Iasi CyMMy BaH-JIeP-BaalbCOBBIX PajinycoB. BomopoaHbIe CBA3M OOBEIUHSIIOT MOJICKYJIIbI TIEHTA(TOP-
areTaHWINIA B [IETIOYKH, MPOTSIHYBIIUECS BJOJb Mapamerpa c¢. [Ipu 3ToM HabmoaaeTcs yrnopsaode-
HUE TUIOCKOCTEH apOMAaTHYCCKUX KOJIEI COCCHUX MOJIEKYJ B MapajlieIbHOM HarpaBlICHUU C Pa3BoO-
POTOM OTHOCHUTEIJIBHO HAMPABJIEHUS BOJIOPOIHOCBI3aHHOM 1IETIOYKH.

B Hacrosiiei paboTe MeToJaMH PEHTTEHOCTPYKTYPHOTO aHalu3a u crekrpockonuu SIMP ompe-
nenaeHo MosekyisapHoe crpoenne meHtadropaneranmmuga CqFsN(H)C(O)CH; B KpuCTaIMYeCKOM
¢a3ze u B pactBope. OxapakTepU30BaHHOE BEIIECTBO MEPCICKTUBHO IS €r0 UCIIOIb30BAHKS B KA4eCT-
B€ JINTaH/la B KOOPAWHAIIMOHHBIX COCJAMHEHUSIX C KaTHOHAMH METaJUIoB. Pe3ynbTarhl SKCIIEpUMEH-
TAJBHBIX HCCICTOBAHNN KOMIUIEKCOB MeHTadTOpaleTaHuInaa ¢ katnonamu P3D OyayT mpeacrasie-
HBI B OmoKaiiieM Oy mymiem.

PaGora BeImoMHEHa Tipy (PUHAHCOBOI TOIepkKe TpaHTa Poccuiickoro ¢onma dbyHmamMeHTa h-
HBIX nccnenoBannii 14-03-00386a.
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