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N,N-(Tanoni-riiniuH CHHTE3UPOBAH IO IEHCTBUEM MUKPOBOJIHOBOW aKTHBAIMU O€3 pacTBO-
puresisi. Ero HAaHOIOPUCTBIN COJIBBAT, MMOJYYEHHbIH TPU MEPEKPUCTAITH3ALUH, U3Y4YE€H METO-
JIAMH MOHOKPHCTAIBHONW M TIOPOIIKOBOM JHU(PPAKINM, TEPMOTPABUMETPUN U MACC-CIIEKTPO-
MeTpur. KpucTaiibl cOCTOAT U3 AUMEPOB, 0Opa3yroMNX KapKacHYI0 CTPYKTYpy ¢ OecKoHed-
HBIMH KaHAJIaMH IHAMETPOM OKOJIO 4 A, B KOTOPBIX HAXOAUTCS HECTEXHOMETPHYECKOE KOJIH-
4yecTBO XJiopodopma (MosbHas moiist 6imska k 0,35). [Ipupoaa BKIFOUEHHBIX CONBBATHBIX MO-
JIeKyJ1 Onpe/ieieHa ¢ UCTOIb30BAHIEM MAaCC-CIICKTPOMETPUH BBICOKOTO Pa3peIIeHHs, a X KO-
JIMYECTBO — C TIOMOIIBIO TEPMOTPABUMETPHH.

KawueBbie ciaoBa: N,N—(I)TaJ'IOI/IJ'I-FJ'II/IHI/IHa HaHOHOpPICTLIfI COJIbBAT, KPUCTAJUINYICCKAA
CTPYKTYpa, TCPMOTrpaBUMETPUS, MACC-CIICKTPOMETPUA BLICOKOI'O pa3pClICHUA.

[Ipon3BoHBIE UMHIOB SBISIFOTCS BKHBIM KJIACCOM XMMHYECKHX BEIIECTB, HAXOIAMINX MpUMe-
HeHHue B cuHTe3e [ 1, 2 | ¥ mposBisiroux (PU3H0JIOTHYECKYI0 aKTUBHOCTS [ 3, 4 |. 3BecTHO, 4TO TJIu-
IIWH U Y-aMuHOMAacisHas kuciora (TAMK) sBistoTes HelipoMeTnaTopaMu MO3Ta, a IJIsT PON3BOIHBIX
3THX aMUHOKHCIIOT, BKIItouas (ranmmuy riaununaa u Gramumun 'AMK, nmokazaHo, 4To oHM 00JIaaroT
MIPOTUBOCYAOPOXKHBIME cBoHcTBamH [ 5 |. [lonmmmopdusm, T.e. cymecTBoBaHHe OoJiee YeM OTHOW KpH-
CTAJTIYECKOH (hOPMBI XUMHUYECKOTO COCTUHEHHS, IMEET 0c000e 3HaUeHHE MPH pa3padOTKe JIEKapCTB
[ 6], mOCKOIBKY MOKET BIUATH Ha TAKHE BAKHBIC CBOWCTBA JICKAPCTBEHHOTO BEIIECTBA KAK CTAOMIIb-
HOCTb, TEXHOJIOTHYHOCTH MPOU3BOJICTBA, PACTBOPHUMOCTh M OuomoctymnHocTh [ 7 ]. CrenoBaTenbHO,
XapaKkTepH3aIusl BCeX BO3MOXKHBIX MOJUMOP(]HBIX (popM U BBEIOOP Hambosee MoaXxoaamux (hopM He-
00XOMMMBI TSI CO3TaHMSI HAJCKHOTO MpoIiecca MPOU3BOACTBA JekapcTsa [ 8 |. Llenpto Hamiei paboThl
OBLIO UCClieoBaHUE (PU3UYCCKHUMH METOJAMH KPUCTALTMYECKON CTPYKTYpbl N,N-(TaloWI-TIHINHA,
CHUHTE3UPOBAHHOT'O TIOJ] ACWCTBHEM MUKPOBOJIIHOBOW aKTUBAIlMU 0€3 MCII0JIb30BaHUS PACTBOPUTEIIS U3
rmnuHa ¥ QTaneBoro aHruapuaa. Panee momydenue N,N-QTanowa-TaunnHa, TPOBEACHHOE B OBITO-
BOIl MUKpOBOJHOBOM Teuu, ObIIO OomMcaHo B JuTepatype [ 9 ], ogHako TeMmeparypa IiaBieHus Ipo-
nykta (110—111 °C) [ 9 ] 3HaunTensHO OTINYANach OT 3HAYEHUS, IPUBEIEHHOIO B APYTOM UCTOYHHU-
ke s N,N-pramomr-rivnuaa (194—196 °C) [ 10 ]. Bo3HukI0 mpeanookeHne, 9To pedb UIeT O pas3-
JYHBIX MOJUMOP(HBIX MOAU(PHUKALUAX STOr0 coeAMHEHHs. sl MPOsICHEHUs 3TOW CUTYaIlMH ObLIO
MIPOBEJICHO CTPYKTYPHOE HCCIIeI0OBaHKE MTPOYKTa MUKPOBOJIHOBOTO cCHHTe3a N, N-(Talon-TIIHIHA.

IKCMepUMeHTANbHASl YaCcTh. Peaknnu mpoBoauian B J1a00pPaTOPHON MHKPOBOTHOBOH MOHOMO-
noBoii cucteme Discover™ System S-Class (CEM corp., USA), cHaGXeHHOI CHCTEMOH KOHTPOIIS
TEMIIEPaTyphl, JABJICHUS U TOJaBacMON MOIIHOCTH. TemrepaTypy IUIaBICHUS OIPEe/suId Ha ara-
pate Kodnepa, cniextpst SIMP °C peructpuposanu Ha criektpomerpe Varian AV300 B IMCO-dj.
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Hnst monmyuenust N,N-(pTanonn-riimiuHa cMech TBEPAbIX pearcHToB ((TaneBblii aHTUAPUA U TIIH-
LMH), B3ATHIX B 9KBUMOJbHBIX KOJMYECTBAX, BBIICPKHUBAJIN B MUKPOBOJIHOBOM PEAKTOPE 5 MUH IPHU
130 °C, nogaBaemoit mourHocty 200 BT u cpeaHell cKopoCTH MepeMelnBaHus, Mocjie Yero peakiu-
OHHYIO MAacCy BBIICPKUBAIU nonoiaHuTenabHo 5 MuH npu 240 °C, momaBaemoit mourHoctu 200 BT
U CpeaHEel CKOpOCTH MepeMeIInBaHus. PeaknonHyto cMmech oOpabaTsiBaiu, Kak B padore [ 9 |, mepe-
KPUCTAILIM3AIMEH POIYKTa U3 X10pohopMa MOMYHHIH MOHOKpHCTAILTHL, crektp SIMP °C coorser-
CTBOBAJI JIMTEPATYPHBIM JaHHBIM Juisd N,N-pranoui-riunuHa [ 11 ]. [Tpu niaBieHnn nojaydeHHbIX MO-
HOKPUCTAIIJIOB, NMPHU AOCTHKeHUU TemmepaTypsl 130 °C, oHM mpeBpamainch B HECKOJIBKO MENKHX
KPHCTAJUIOB, KOTOPBIE INIABUIIUCH MpHU TeMmiepaType 197—198 °C; mamHas TemrepaTypa IUIaBICHUS
corjlacyercs C JIUTepaTypHbIMH JaHHbIME it N,N-ranoun-rivmuna [ 10 ].

Kpucrannuueckasi CTpyKTypa NpoayKTa 0 M HOCJIE pa3pylieHHss MOHOKPUCTAJIOB Oblila uccie-
JIOBaHa METOJaMH MOHOKPHCTAJIBHOI'O U NOPOILIKOBOTO PEHTTCHOCTPYKTYpPHOIO aHaiu3a. PeHrtreHo-
CTPYKTYpPHBIH OKCIIEPUMEHT MPOBOJMIN C HCIOJIB30BAHHEM MOHOKPHUCTAIBHOTO TU(paKTOMETpa
Oxford Diffraction Gemini Ultra CCD (MoK,-n3nyuenue (A = 0,71073 A), rpaduTOBBIII MOHOXpOMA-
TOp, ®-CKaHHUpPOBaHME). beclBeTHbIEe KpUCTAJIBI MPU XPaHEHWH Ha BO3JyXe MOCTENEHHO MYTHENN
U pa3pyLIaiuch, MO3TOMY AJs cOopa AM(PaKIMOHHBIX AAHHBIX OHU OBUIM MPEABAPUTEIBHO TOKPBITHI
3allIUTHBIM ClIoeM Kpromacia (cryoil) u 3akperuieHsl B gepakareine Mitigen MicroMesh. Coop u o6pa-
OOTKY MaHHBIX OCYIIECTBIIUINA MPH IMOMOINN mporpamMmHoro komruiekca CrysAlis 1.171.32.41 [12].
[ornomenre yuyuThIBaIu 0 MHOKECTBEHHBIM ckaHaMm. CTpyKTypa paciuugpoBaHa HpsSMBIMH METO-
namu ¢ ucnosb3oanueMm nporpammbl SHELXS-97 [ 13 ]. YTouHeHue CTpyKTypbl IPOBEIECHO MOJHO-
matpraasiv MHK o F? ¢ ucronb3oBannem maketros SHELXL-97 [13 ] u X-Step32 [ 14 ] B aumso-
TPOITHOM TPUOIMKEHUH JUIA BCEX HEBOJOPOJIHBIX aTOMOB. Bce aTOMBI BOJOpOJa TIOMEIIEHBI B pac-
CUUTAHHbIE WJICATTU3UPOBAHHBIE MOJIOKEHHUS, KOTOPhIE 3aTeM YTOYHEHbI B "Mojenu HaezqHuka”. Jlins
aHanmM3a CTPYKTyphl mcnoib3oBamn PLATON [15]. Matepuansl s myOiaMKanuy HOATOTOBIICHBI
¢ ucnonb3oBanneM Mercury [ 16 ] m enClIFer [ 17 ]. Bee kpucramiorpadgudeckne gaHHBIE TETOHUPO-
BaHbl B KemOpmmkckoMm Oanke cTpykTypHBIX maHHBIX (CCDC, REFCODE 801062) nu MoryT OBITH
CcBOOOJIHO IOJIyYEHBI ¢ caiita www.ccdc.cam.ac.uk/data_request/cif.

Macc-CneKTpOMETPHIO BBICOKOTO pa3pelIeHUs] BBINOMHSIM Ha Macc-cnekTpoMeTrpe Thermo
Electron DFS (Double Focusing System) mpu yCIIOBUSAX: DJIEKTPOHHAS HOHU3ANMS ¢ DHEPTHEH MOHU-
3upyromux auekTpoHoB 70 3B, mporpesBaemsblil mpsiMoii BBOJ 0Opasiia B Macc-CIIeKTPOMETp B 0c000it
kroBete (stueiike Kuyzacena).

TepmorpasumeTtpuro BoimonHsuH Ha ipudope Netzsch TG 209 (ckopocts Harpea 6 K/muH).

Pe3yabTaThl M ux o0cy:xiaeHue. CTpyKTypa KpUCTAJUIOB, IIOJIyUYEHHbBIX B HACTOsAIIEH paboTe, HE
COBIIa/Iaa HU ¢ OJHOM U3 MONMMOP(HBIX MoANUKAIHA, onrcaHHBIX B KeMOpumkckoM OaHKe CTpyK-
TypHBIX AaHHBIX [ 18] mist N,N-pramoun-rmunuHa (pomOudeckort (a=7,573(2), b=21,152(5), c=
=11,756(2) A, Pbca), wccnenoBaHHOW TpH HOPMAIBHBIX YCIOBUSX [19], m TpukimuHHOU (a =
=17,224(1), b=10,559(1), c = 12,267(1) /&, o =85,36(1), B =88,35(1), y="74,23(1)°, PT), W3YYCHHOM
mpu 120 K [ 20 ]). Kak oka3anoch, MONIy4eHHBIA B BHAE MOHOKPUCTAIIOB MPOIYKT MPEICTABISI CO-
0ol HaHOMOpPHCTHIA conbBar N,N-¢ramown-raumnuaa (puc. 1), comepikanuii HeCTEXUOMETPHUECKOE
KommdecTBo xyiopodopma (MompHas moss Ommska K 0,35): CioH7:.NOLCls,, x = 0,35, M= 246,94,
GeclBeTHbIC IIACTHHKH ¢ pasMepamu 0,07x0,2x0,5 MM®, MOHOK/THHHASL CHHIOHHS, TPOCTPAHCTBEHHAS
rpynma cummerpun C2/c, mpu 293 K a=24,8417(17), b=12,2869(9) u c=73240(5)A, p=
=97,986(6)°, V=2213,8(3) A°, Z=8, p(MoK,) = 0,356 cM ', dye = 1,482 r-cM °, 21879 H3MEPEHHBIX
pediekcos, 3685 HezaBUCHMBIX pediekcoB (Riy = 0,0446), 1854 nabnromaeMbIX peduiekcoB C Fg >

>26(F?), 154 mapametpa, 6 orpanmuenuii. Mrorossie R,(F?) pasust 0,0997 (1> 20(1)) u 0,1614 (sce
0

nauubie), wR, pasuel 0,3196 (I>20(I)) u 0,3533 (Bce maumbie). GOOF mo F? pasen 1,115, makcu-
MaJbHOC U MUHMMAJILHOE 3HAYCHUS OCTAaTOYHON DJIEKTPOHHOHN MIOTHOCTH paBHEI 0,909 u —0,568 eA’ ,
o(Ap) = 0,106 eA’. TlopomkoBas pentrenosckas mudpaxuus (mudppakromerp STOE STADI MP) mo-
JUKPUCTAJITIYECKOT0 00pasiia MoATBepAriIa MPEACTaBUTEIBHOCTh KPUCTAILIA.
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Puc. 1. Monexynspaas reomerpust N,N-

(ranonn-rannuHa B KpucTamie B mpen- Puc. 2. YnakoBka Moiiekyn N,N-QTaJoui-TUIMHA B MPOCK-

CTaBJICHUM aTOMOB 3JUIMIICOMJAMH TCII0- K ab. Hanpapnenue kaHajIoB NMEPHEHANKYIISPHO IIOCKOCTH
o o) =

BBIX KoJIeOaHHii ¢ 50%0-i BEpOATHOCTEIO. pucyHnka. Mosekyinsl xsiopodopMa pasynopsaodeHsl U MoKa-

Iloxasana Hymepaius aTomMos 3aHBI B IIAPO-CTEP’KHEBOM MPEICTABICHUH.

ATOMBI BOIOpPOJa HE MOKA3aHbI

[Ipupoay BKJIIOUEHHBIX COJBBATHBIX MOJIEKYJ M UX KOJMYECTBO M3HAYAIbHO HE YJaBajloCh Ha-
JIEKHO ONPEAETIUTh TOJbKO Ha OCHOBAaHUM AAHHBIX AU(PAKLMOHHOrO HccnenoBanud. [losromy s
oTpesesieHHs TUIa BKJIIOUEHHUH Obljla MPUMEHEeHa MacC-CIEeKTPOMETPHS BBICOKOTO Pa3pelIeHns, a ux
KOJIN4YeCTBa — TepMorpaBuMeTpusi. be3 HarpeBa macc-cnekTp oOpasua He ¢ukcupoaicsi. B uHTep-
Basie Temmepatyp ot 60 no 80 °C 6bu1 3apukcuposan macc-ciektp CHCl;, HaOnroqancy MUKH, COOT-
BeTcTBYIoNuMe Xaopodopmy: 118 (M), 120, 122, 124, 83, 85, 87, 89. B unrtepnaie temneparyp ot 80
1o 100 °C ¢ukcupoBaiucey ogHoBpeMeHHO Macc-criekTpsl CHCl; u N,N-(Tanoun-riunrHa, s KOTo-
poro HaOmomanuch cruenyromue muka: macca 205,0900 cooTBETCTBYIOMAs MOJIEKYIIPHOMY HOHY,
M" =205, C,0H;NO,; macca 160,0389 cootBercTBytomas ockomounomy uoHy CoH¢NO,; macca
104,0256 cootBercTByromas ockoiaounomy uoHy C;H4O. Ilpu Gonee BbICOKO# Temmeparype (QHKCH-
poBaiicst Macc-CleKTp Toabko N,N-dranoun-rnuuuaa. KonnyecTBo colbBaTHBIX MOJICKYJT YCTaHOBJIE-
HO Ha OCHOBaHMH JIaHHBIX TepMorpaBumerpuu. [Ipu ckopoctu HarpeBa 6 K/MuH neconbBaTanus Ha-
ypHanzack npu ~40 °C u mpomorkanack MEeUICHHO BIUIOTH 10 ~70 °C (mmoTeps Macchl B 3TOM JHAITa30-
He TemIeparyp coctaBuia ~1 %); 3arem Habm0AaIachk OCHOBHAs MOTEpsl Macchl BIIOThH 10 ~100 °C,
MoCJIe Yero JecoybBaTamus npekpamanack. CymmapHas motepsi Macchl coctaBmwia 16,8 %. Orta Heza-
BUCHMasl WHpOpMaLUs Oblila UCIONB30BaHA IJIS1 AAaJbHEHIEr0 YTOUYHEHUS! KPUCTAIIMYECKON CTPYK-
TYpHI 110 1U(PPAKUMOHHBIM AaHHBIM. [lonokeHre u oprueHTanus pa3ynopaJOYeHHBIX MOJIEKYJI XJIOpO-
dopMa B CTPYKType YTOUHSJIMCH B IPEAINIOJOXKEHUH, YTO MOJIEKYJAa COXPAaHAET TETPasApPUUECKYIO
¢dopmy, Bce ummHbI cBsizeit C—Cl ocTaroTcst paBHBIMH MEXTy OO0, HO MOTYT IPH 3TOM UMETh MPO-
M3BOJIBHYIO JJTHHY .

B kpucrammmueckoll CTpyKType cobBaTa MOJEKYIBI N,N-(pTamomi-TauinHa o0pa3yoT JUMEpPHI,
CBsA3aHHbIe CHIbHOW BozopogHON cBa3bio O(1)—H(1)...0(2) mMexnay KapOOKCHIBHBIMH TPYIIIaMH,
KaK B CTPYKType TPUKIMHHOW MOTUMOpP(HONH MOIUHUKALUU. DTH AUMEpPHl 00pasyloT KapKacHYIO
CTPYKTYpY (pHc. 2) ¢ 6eCKOHEUHBIMU KaHaJlaMH AUaMETPOM OKoJio 4 A. Ecnn mckmodnts xJI0poopm
U3 YTOYHSEMON MOJICNI CTPYKTYPBI, TO CBOOOHBIN 00bEM, JOCTYIHBIN [ BKIIIOUSHHUST pACTBOPUTE-
51, paccuntanubiit mpu momontd PLATON, cocrasmser 467,6 A Ha aMeMeHTapHyro sueriky (21 % ot
cyMMapHoro o0beMa). Mosekyibsl Xa0podopma, 3al0IHAIOLUIME YACTUYHO KaHalbl B CTPYKTYpE, pa3y-
MOPSIIOYCHBI.

[Ipu xpaHeHUH Ha BO3AyXe COJIbBAT MEAJICHHO TEpsi XJopodopM, mpeBpaiasich, Kak MoKa3aio
MCCIIeIOBAaHME TP MOMOIIM METOZa MOPOILIKOBOW AM(PAKINHU, B U3BECTHYIO POMOMUYECKYIO MOJIH-
MopdHYI0 Mogudukanuio N,N-QTaTouI-TIuuHa. ITo 00BICHIET, TIOUeMy TeMIlepaTypa TUIaBIICHUS,
M3MepeHHas 1JIsl JaHHOTO o0pasia, CoBMnaaaia ¢ TeMrepaTypoi miasieHus N,N-hTanoni-riuiuuta mo
JIUTEpaTypHBIM JaHHbIM [ 10 |: maBaeHnIo npeAecTBOBaja JecoibBaTalusl.
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BoiBoabl. Takum 00pa3om, 1O JCHCTBHEM MHKPOBOJHOBOW aKTHUBAIMK 0€3 UCIIOJIb30BAHUS Pac-
TBOpUTENs cuHTe3npoBaH N,N-dramonn-raumuH. Kpucrammsanuei n3 ximopodopma MoJIydeH ero HaHO-
TIOPUCTHIN COJIBBAT, CTPYKTypa KOTOPOTO MPEICTaBIsCT cOOOW Kapkac w3 aumepoB N,N-dramom-
TJIMouHa C OECKOHEYHBIMH KaHaJlaMH. XapaKTep " KOJIMYECTBO COJIbBATUPOBAHHBIX MOJICKYJ, BKJIIO-
YEHHBIX B KPUCTAJUIMYECKUI KapKac, OMpe/IeIeHbl ¢ UCTIOIh30BAHHEM MaCC-CIIEKTPOMETPUN BBICOKOTO
paspemieHust ¥ TepMOTPaBUMETPHH.

PabGota BeimosnHeHa npu noanepxke rpanta nporpammsl BRHE (RUX0-008-NO-06), rocynapct-
BeHHOT0 KoHTpakTa P2529 u rpanTta Ne 11.G34.31.0033. MOHOKpUCTAIBHBIA AUPPAKTOMETP MPHOO-
peteH Ha cpenctBa MHHOBanmonHoro npoekta "Oo6pazoBanue” Ne 456 MunobpHayku P®. [l muk-
POBOJTHOBOTO CHHTE3a MCIONIb3oBaHo obopymoBanue ATULL HI'Y; mis MOHOKpHUCTATHHOW U TTOPOIII-
KOBOW PEHTTeHOBCKOW Audpakimu, a Takke TepMorpaBumerpun — obopynoBanne HOL[ MJIDBT
HI'Y. IMP, macc-ciekTpoMeTpHsi, U3MEpeHHs TeMIIepaTyphl MJIaBJICHUs] ObUIM BBIOJHEHBI Ha 000-
pynoanuu HUIOX CO PAH.

ABTOpsI 6marogapaT kK.X.H. B.A. JIpedymaka (HOLl MJIOBT) 3a npoBenenue TepMorpaBuMeTpH-
YECKUX U3MEPEHHH.
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