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TBEP/IBIE ®OPMBbI 4H-IIUPAH-4-OHA B KAYECTBE CTPYKTYPUPOBAHHOI'O
HHI'MBUTOPA CYP11A1

OIIMCAHME

0061acTh TEXHUKH, K KOTOPOil 0THOCUTCH HACTOAIee H300peTeHHe

Hacrosimee u300peTeHHE OTHOCHTCS K HOBBIM TBEPAbIM (opMaM 2-(HM30MH/IOIHH-2-
mwimetrn)-5-((1-(metuncynsdonmn)nunepuaua-4-un)Metokcn )-4H-upan-4-osa (I) 1 Kk ux
nonyyeHuto. Kpome Toro, Hacrosumee wu300peTeHME OTHOCUTCS K (apManeBTHIECKUM

KOMIIO3UIUAM, COACPKAIIIUM TaKUC HOBBIC (l)OpMBI.

IlpeamecTBYIOMMii YPOBEHb TEXHAKHN HACTOSIIEr0 H300peTeHUs

CoenuneHne 2-(n3ouHAO0NMH-2-uMeTH)-5-((1-(MeTrcy T OHMT ) TUIEpUANH-4-
mwi)MeTokcH)-4H-mupan-4-on  ¢opmynsl (I) u ero npousBojHble OBUIM PacKpPHITHI B
MexayHapoaHoi nareHTHOH 3asBke WO 2018/115591. Coenunenue dpopmyisl (1) mpeacrapiser
coboii cenextuBHBIM uHrHOMTOp (Qepmenta CYP11Al wm okasblBacTcs NpPUTOAHBIM TS
MICTIOJIb30BaHUs B JICYEHUH TOPMOHAIIBHO PEryIMPYEMBIX OHKOJOIMYECKUX 3a00JIeBaHMM, TaKUX

KaK pak IIpeACTaTeIbHOM JKelle3bl U paK MOIIOYHOMN JKEIe3bl.

] Q
N
(I)

Kak npaBumo, Juisi HM3roTOBICHHS (DapMalleBTHYECKOH KOMIIO3UIMH JOJDKHA OBITh
HaiizieHa (opMa aKTHBHOIO HMHIPEIUEHTa, KOTOpas MMeeT cOajaHCHMpPOBaHHBIE XXeaTelIbHEIE
CBOMCTBa, TakMe KaK CKOPOCTh PacTBOPEHHUS, OMOIOCTYIHOCTb, CHIIYYECTh, TEXHOJIOTUIHOCTE,
GUIETPYEMOCTh, TUTPOCKOINMYHOCTh, IPECCYEMOCTh HW/WIM YCTOMYMBOCTH IIPU XpaHCHUH.
Hanpumep, oka3bpIBaeTcs JKenarelbHbIM, YTOOBI hOpMa aKTHBHOTO MHIPEIUEHTA, KOTOpast HMEET
TpeOyeMyI0 pacTBOPUMOCTh M OHMOJOCTYIIHOCTb, TaK)KE€ HMMEJIa JOCTATOYHYIO yCTOMYHMBOCTB,
TakuM o0pa3oMm, 4TOOEI OHAa HE IOJBEpPrajiach IPEBPAIICHUIO B TEUYECHHE H3TOTOBJICHHUS HIIA
XpaHeHUs: (apMaleBTHIECKONH KOMIIO3UIIMM C 00pa3oBaHHEM HHOI (OpMBI, KOTOpas HUMEET
HWHBIC CBOJMCTBA.

Taxum 06pa3zoM, OKa3BIBAIOTCS KENATEIHHBIMU OJIHA MJIA HECKOJIBEKO (GOPM COECIUHEHUS

(I), wmmerommue cBOWCTBA M YCTOHYMBOCTH, KOTOpHIE oOOecmedmMBalOT KpymHOMAacITabHOE
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IIPOM3BOJICTBO TOBAapHOrO (apManeBTUYECKOTO MPOJYKTa, IMOAXOASAINETO JJIA JICUYCHHS

3a00JIeBaHUM, TaKUX KaK pak.

KpaTkoe packpbiTHEe HACTOAIIET0 H300peTeHns

Beuto obnHapyxeno, uro coeaunenue (I) Moxer OBITH NHOJMY4EHO B OXHOM MK
HECKOJIBKUX TBEPABIX (opMax, KOTOpPHIE HMMEIOT HE0OXOAWMBIE CBOMCTBA, B TOM YHUCIIE
YCTOMYMBOCT M TEXHOJIOTHYHOCTh, KOTOpbIe OOECIeYMBAIOT HMX HCIOJIL30BAaHHE B
KpyIHOMAacIITaOHOM IPOM3BOJACTBE (PapMaleBTUUYECKUX MPOAYKTOB, TAKMX KaK TaOJIETKH WIIA
KalCyJIbL

CornacHO OJHOMY acleKTy HAcTOSINEr0 WM300peTeHHs IpeUIoKeH 2-(M30UHA0IUH-2-
wimetrn)-3-((1-(meTuncynsdonmn)nunepuauH-4-uin)mMetokcn )-4 H-nupan-4-ox ) B
KpUCTJINYECKO# dopMe.

CoracHo cieyromeMy aclleKTy HacTOSINEro H300peTeHus! IpeaIoxKeH 2-(M301MHI0INH-
2-mnmetn)-5-((1-(MeTricyns¢hoHrT ) IUNepU ANH-4-11)MeToKCH )-4H-tnpan-4-oxn ) B
KpUCTLTA4YecKoi dopwme 1.

CortacHo cneayrolineMy acneKTy HacTOAMEro n300peTeHns peasioxNeH 2-(M30UH 10IHH-
2-unmetn)-5-((1-(MeTriicy ¢ oHMT ) IUIepU ANH-4-1)MeToKCH )-4H-tpan-4-oH @ B
Kkpuctaummdeckoid  ¢opme 2. CormacHO cleIyloImeMy acleKTy  BBINEYIOMSHyTas
KpucTaummieckas Gpopma 2 nmpucyTcTByeT B popme quruapara.

CornacHo crneayiomeMy acleKTy HacTOsIero n300peTeHus npeioxeH 2-(M301H /10IAH-
2-mwmeTin)-5-((1-(MeTrcy ms¢GoHII ) IUNepu ANH-4-11)MeToKcH -4 H-tupan-4-oxn D B
KPUCTALTHIECKOM opme 3.

CorracHO cieayrlneMy acleKTy HAcTOAIMEro H300peTeHns peaioxNeH 2-(M30MH 10 IMH-
2-unmetwin)-5-((1-(MeTrncy neonun)mune puaun-4-min)MeTokcH )-4 H-nmupan-4-ou ) B
KpUCTALTHIECKOH opme 4.

CoracHo cieayromeMy acllekKTy HacTOSINEero H300peTeHus! IpeaIoxKeH 2-(M301MH/10/IUH-
2-ummetmin)-5-((1-(meTrncyneonun)munepuauH-4-min)MeTokcn )-4 H-mupan-4-ox 1)) B
kpuctayummdeckod  ¢opme 5. CormacHo clexylomeMy — acleKTy — BBINEYIIOMSHyTas
KpHUCTauIH4eckas ¢popma S MpUCYTCTBYET B (JOpME IEPEMEHHOI0 THpaTa.

CormnacHo cieyromeMy aclleKTy HacTOSINEero H300peTeHusl IpeaIoxKeH 2-(M301MH/I0/IUH-
2-mimetmn)-5-((1-(MeTrncyms¢h ORI ) IUIepU ANH-4-11)MeToKCcH)-4H-tupan-4-oxn ) B
amopdHoit Gopme.

CormacHO crenyromeMy acleKTy HacTOSIIEero M300peTeHus IpeaioKeHbl TPAKTHYECKH

YMCTBIE KpHcTaumdeckue ¢opmel 1-5 coequnenus (I), mpudem mo Mensmeir mepe 90%,
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IIPEeANIOYTUTEIRHO 110 MeHbIel Mepe 95%, npeamouTuTenbHee o0 MeHbIne mepe 98% macchr
coequHeHus (I) IpUCYTCTBYET B BRIICYIIOMSIHYTOM KpUCTaUIMYECKOH hopme.

CornacHo cleAyIomeMy acleKTy HAaCTOSINEr0 U300peTeHus MPEAIOKEH CI0co0 TedeHUs
3aboseBanuid, re oka3siBaeTcs xenarensHeM uHrubuposanue CYP11Al, B wactHOCTH, ctoco6
JeYeHUsT TOPMOHAIBHO PEryJIHpPYEMBIX OHKOJIIOTHYECKHX 3a00NeBaHM, TaKMX Kak pak
IIPEJICTATeNILHOM KeJle3bl ¥ paK MOJIOYHOM JKeNle3nl, BKIIOYAOMUN BBEACHUE HYXIAIOMIEMYCS B
3TOM CyOBEKTY TepameBTHYeCKU 3()(HEKTHBHOIO KOJHMYECTBA OO0 M3 NMEPEIUCIICHHBIX BBIIIE
TBepAbIX hopm coexuuerus (I).

CornmacHo  crnexyromeMy — acleKTy — HACTOSIIEro  M300peTeHMs  MpejIoKEHBI
(hapMalleBTUYECKUE KOMIIO3UIIUH, COJAEpXKAIUe IOOBIE W3 IMEPEUUCICHHBIX BBINIE TBEPABIX

(bOpBI COCIUHCHUS (I) BMCCTC ¢ OTHHUM HNJIN HCCKOJIBKMMH BCIIOMOI'aTCIIbHBIMH BCIIICCTBAMMH.

Kpatkoe onucanue ¢puryp

Ha ¢ur. 1 npommmocTpupoBaHa pPEHTTEHOBCKas IIOPOINKOBas IudpakTorpamMma
KpucTaummieckoii ¢popMmel 1 coequnenus (I).

Ha ¢wur. 2 ppomumocTpupoBaHa pPEHTICHOBCKAas IIOPOIIKOBas audpakrorpamma
KpucTaumieckoit popmer 2 coequnenus (I).

Ha ¢wur. 3 npomumocTpupoBaHa pEHTTCHOBCKAas IIOPOIIKOBas AudpakTorpamma
KpucTaumm4ecKoi ¢popmel 3 coegunenus (I).

Ha o¢ur. 4 mnpowumocTpupoBaHa pPEHTTEHOBCKas IOPOIIKOBas audpaxTorpamMma
KpUcTaLTH4ecKoit popmer 4 coequnenus (I).

Ha ¢ur. 5 nppommmocTpupoBaHa PEHTTCHOBCKAas IIOPOINKOBas AudpakTorpamma
KpUCTLTHYECKOi GopMel 5 (coaeprxanue Boasl 0,3-0,6) coequnenus (I).

Ha ¢wur. 6 npomumrocTpupoBaHa pPEHTICHOBCKAas IIOPOLIKOBas audpakrorpamma
KpUCcTaJLTMUecKOi GopMel 5 (comepxkanue Boasl 0,3) coequnenus (I).

Ha ¢ur. 7 npomumocTpupoBaHa pEHTTCHOBCKAas IIOPOINKOBas AuQpakTorpaMmma
KpUCTLTNYeCKOi GopMel 5 (comepkanue Boasl 0,6) coequnenus (I).

Ha ¢wur. 8 npommmocTpupoBaHa pEHTTCHOBCKas IIOPOINKOBas AudpakTorpamMma
amopdaoit popmel coequnenus (I).

Ha ¢ur. 9 npommmocTpupoBana TepMmorpamma auddepeHnnanbHON CKaHUpYOIIEH
xanopuMmetpud (JICK) xpucramumyeckoit popmsr 1 coegunenus (I).

Ha ¢ur. 10 mpommmocTtpupoBaHa TepMmorpamma auddepeHInansHON cKaHUpyromei

kanopumetpuu (JICK) xpucrammueckoit popmer 2 coeunenus (I).
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Ha ¢wur. 11 mpowmmoctpupoBaHa TepMorpamma auddepeHIMaIsHON CKaHUPYOIEeH
kanopuMmetpuu (JICK) xpucrammueckoit popmst 3 coenunenus (I).

Ha ¢ur. 12 npowmumoctpupoBaHa TepMorpamma Iu¢depeHIMaT-HON CKaHUpYOmE
kanopumetpuu (JICK) xpucrammueckoit popmst 4 coenunenus (1).

Ha ¢wur. 13 npowmmoctpupoBaHa TepMorpamma auddepeHIMaIsHO CKaHUPYOImel
kanopumetpuu (JICK) xpucrammaeckoit popmst 5 (copeprxanue Boas! 0,3-0,6) coenunenus (I).

Ha ¢wur. 14 npowmnmocTpupoBaHa TepMorpamma IuddepeHIMaTLHOM CKaHUPYIOMEH
kanopumetpuu (JICK) xpucrammueckoit popmsr 5 (coaepkanue Bojsl 0,3) coegunenns (I).

Ha ¢wur. 15 npowmmoctpupoBaHa TepMorpamma auddepeHIraIsHOM CKaHUPYOIEe
xanopumetpuu (JICK) xpucrammueckoit popmsl 5 (coaepxkanue Boasl 0,6) coequnenus (I).

Ha ¢wur. 16 npexncraBisieT MOMydYEHHOE ¢ IOMOIIBI0 CKAHHUPYIOIIETO 3JICKTPOHHOTO
Mukpockona u3obpaxenue (100-kparHoe yBemmueHwe, mkaiga 200 MKM) KpHUCTaUIAYECKOH
dopmel 3 coenunenns (1).

Ha ¢wur. 17 npexncraBiseT IOMydYEeHHOE ¢ IIOMOIIBIO CKAaHHUPYIOIIETO 3JICKTPOHHOTO
MuKkpockona uzobpaxenue (100-kpaTtHoe yBenmueHme, mxana 200 MKM) KpHCTaJUIMYECKOH

dopmel 5 (conepxanue Boasl 0,3-0,6) coequnenus ().

Iloapo6HoOe packpbITHE HACTOANIEr0 H300peTeHUs

CoryacHO HacrosieMy H300peTEeHUI0 IpeAsIoKeH 2-(M30MHAO0IMH-2-uiameTn)-S-((1-
(MeTricynphoHWI ) IUIepUARH-4-1nn1)MeToKeH )-4H-tupan-4-on (1) B KpucTamwmmdeckoit popme.

Kpucrammaeckue ¢opmer 1-5 coequnenus (I) Obu oXapakTepH30BaHBEI B Pe3yJIETATE
VCCJICJIOBAHMIA METOJIOM PEHTTEHOBCKOM OPOIMKOBOM JTU(GPAKTOMETPHH.

CoOTBETCTBEHHO, COIJIACHO OJHOMY ACIEKTy HACTOSMINEro H300peTeHMs IpeasioKeHa
Kpuctaummdeckas ¢opma 1 coegunenus (I), uMerommas PEeHTICHOBCKYIO IOPOIIKOBYIO
I(PaKTOrpaMMy C XapaKTCPUCTHICCKMMY ITMKaMH, BRIPAKEHHBIMHU B Ipajlycax 3HaYCHUSAMH 20,
KOTOPBIE COCTaBIISIOT Ipubam3uTensHo 4,5, 8,8, 9,0, 15,9, 17,6 u 20,5.

CormacHo  cnexymomieMy — acleKTy  HAcTOsIIEero  u300pereHus  IpesioKeHa
Kpuctayummieckas ¢opma 2 coegunenus (I), umeromas pPEHTTEHOBCKYIO IOPOIIKOBYIO
I PaKTOrpaMMy C XapaKTEPUCTHICCKMMU NTMKaMU, BRIPAKEHHBIMHU B Ipajlycax 3Ha4YCHUsIMH 20,
KOTOpBIE COCTABIISIOT Ipubau3uTensro 4,6, 7,2, 9,1, 14,8, 16,6 m 17,3.

CorymacHO  CIIEQYIOMIEMY  aClEeKTy  HACTOSIIEro  M300peTeHWs  MpeaoeHa
Kpuctaumieckas ¢opma 3 coegunenust (I), umeromas pPEHTTEHOBCKYIO IOPOIIKOBYIO
TG paKTOrpaMMy ¢ XapaKTEPUCTUISCKAMU IIMKaMH, BEIPAXKEHHBIMH B rpajlycax 3Ha4eHUAMH 20,

KOTOpBIE COCTABIISIOT Ipubnusutensuo 9,2, 12,7, 14,8, 16,3, 17,0 m 21,3.



CormacHo  cieAyomeMy — acmekTy — HACTOSINEro  H300peTeHMs  IpeajioKeHa
Kpuctayumieckas ¢opma 4 coegunenust (I), umeromas PEHTTCHOBCKYIO IIOPOIIKOBYIO
I PaKTOrpaMMy C XapaKTepUCTIIECKMMY NTMKaMU, BEIPAXKEHHBIMHU B Ipaycax 3Ha4CHUIMH 20,
KOTOpbIE COCTABILIIOT IpubnusutensHo 6,3, 15,7, 16,5, 19,6, 20,8 u 21,5.

CornmacHo  ciegyomeMy — acmekTy — HACTOSINEero  M300peTeHWs  IpeasioXKeHa
Kpuctaummueckas ¢opma S5 coeguneHus (I), uMeromas PEHTITCHOBCKYIO IIOPOIIKOBYHO
TU(QPaKTOrpaMMy C XapaKTECPUCTHICCKMMY ITMKAMH, BRIPAKEHHBIMHU B Ipajycax 3Ha4CHUSIMH 20,
KOTOpBIE COCTAaBIIIOT pubnusutensHo 9,4, 10,0, 10,5, 11,6, 13,5, 15,2, 16,5 u 20,0.

CornacHo  cleAyomeMy  acmekTy  HACTOMINEr0  H300peTeHMs  IpeajiokeHa
Kpuctayummdeckas ¢opma 1 coegunenust (I), umMmeromass PEHTTCHOBCKYIO IOPOIIKOBYIO
I PaKTOrpaMMy C XapaKTECPUCTHICCKUMY ITMKaMU, BRIPAXKEHHBIMHU B Ipajycax 3Ha4CHUIMH 20,
KOTOpBIE COCTaBILIIOT npubmmsutensHo 4,5, 8.8, 9,0, 15,9, 17,6, 19,6, 19,7, 20,5 u 21,3.
CornacHO JIONOJHUTEILHOMY AacCleKTy KpucTauimdeckads ¢opMa 1 IONOJHUTEIHHO
OXapaKkTepu30BaHa PEHTTEHOBCKO# TOPOIIKOBOM T paKTorpaMMoi, KOoTOpas
IPOMJLTIOCTPUpOBaHa Ha ¢wur. 1.

CornmacHo  cieAyomeMy — aclmekKTy  HACTOSINEero  M300peTeHMs  IpeajioXKeHa
Kpuctaummdeckas ¢opma 2 coeguHenus (I), umeromas pPEeHTICHOBCKYIO IOPOIIKOBYIO
I PaKTOrpaMMy C XapaKTECpUCTHIECKMMY NTMKaMU, BEIPaXKEHHBIMHU B Ipajycax 3Ha4CHUsIMH 20,
KOTOpBIE COCTaBILIIOT IpubnmsutensrHo 4,6, 7,2, 9,1, 10,7, 11,1, 12,1, 13,7, 14,8, 16,6, 17,0,
17,3, 17,8, 18,3, 21,7 u 22,3. CornacHo AONOJHUTEILHOMY acleKTy KpucTaumadeckas gopma 2
JIOIIOJIHATEIBHO OXapaKTepH30BaHA PEHTTEHOBCKOM MOPOIIKOBOM Au(paKTOrpaMMOid, KOTOpas
npowunocTpupoBaHa Ha ¢ur. 2. CorjacHo cleAyIOmEMY acleKTy BBIIICYTIOMSHYTas
KpUcTaJLTMIecKas popma 2 mpuCyTCTBYET B popMe quruapara.

CornacHo  cIeAyIOmMIEMY  acleKTy  HACTOMINEro  HM300peTeHMs  IpeajioKeHa
Kpuctaummyeckas ¢opma 3 coeaunenus (I), uMerommas PEeHTICHOBCKYIO IOPOIIKOBYIO
I(PaKTOrpaMMy C XapaKTCPUCTHICCKMMY ITMKaMH, BRIPAKEHHBIMHU B Ipajlycax 3HaYCHUSAMH 20,
KOTOpBIE cocTaBlsitoT npubmmsutensuo 5,0, 8,2, 9,2, 10,1, 10,8, 12,7, 14,8, 15,6, 16,3, 17,0,
17,2, 18,5, 18,9, 19,3, 20,2, 21,3 u 21,7. CornacHO JAOIOJHHUTEIEHOMY AacIEKTy
KpUcTaTM4eckas ¢opMa 3 JOHMOJHUTENBHO OXapaKTEPU3OBaHA PEHTTEHOBCKOM HOPOIIKOBOM
I pakTOrpaMMOit, KOTopas IpOWLTIOCTPUpOBaHa Ha dur. 3.

CorjacHO  CIEAYIOMIEMy  aclekTy  HacTOsIIero  u300peTeHMs  IpeajioKeHa
Kpuctaumueckas ¢opma 4 coegunenuss (I), umeromas pPEeHTTEHOBCKYIO IOPOIIKOBYIO
IN(GPaKTOTPaMMy C XapaKTEPUCTHICCKUMU ITMKaMU, BRIPAXKEHHBIMHU B Ipajlycax 3Ha4YCHUAMH 20,
KOTOpBIE CcOCTaBisAl0T mnpubmmsurensuo 6,3, 15,7, 16,5, 17,1, 17,8, 18,2, 18,7, 19,1,

19,6,20,8,21,3,21,5, 22,2, 22,9 u 27,7. CornacHo JONOJHATEIFHOMY aCIEKTy KpHUCTaJUTMIecKas
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dopMa 4 TONOJHUTEIEHO OXapaKTepU30BaHA PEHTTEHOBCKOM ITOPOINKOBON JU(MPaKTOrpaMMOii,
KOTOpasi IpOMJUTIOCTpHpOBaHa Ha ¢ur. 4.

CorimacHo  clemylomeMy — aclleKTy  HAacTOsSImero  u300peTeHuss  IpesioKeHa
Kpuctayummueckas ¢opma 5 coegunenus (I), uMmeromas peHTITEHOBCKYIO IIOPOIIKOBYIO
TP PaKTOrpaMMy C XapaKTEepPUCTHISCKMMH ITMKaMH, BEIPAXKEHHBIMH B rpajycax 3HaYeHUsAMH 20,
KOTOpBIE cocTaBLIOT npubmmsurensuo 9,4, 10,0, 10,5, 11,6, 13,5, 14,6, 15,2, 16,5, 16,9, 18,1,
18,8,20,0,22,3 u 23,3. CorinacHO CIEOYIOMIEMY acleKTy BBINEYIOMSHYTas KpUCTa/UIMIECKas
¢dopma 5 mprucyTcTByeT B hopMe IIEPEMEHHOT0 THPATa.

TepmuH «ImepeMeHHBIA THUApAT», KOTOPBHIA MCIONB3YyEeTCSs B HACTOSAIIEM JOKYMEHTE,
03HA4YaeT KPUCTAIUIMYECKYIO (OpMY, B KOTOPOH MOXKET COAEPIKATHCS Pa3IMIHOE YUCIIO MOJIEKY
BOJIbI 0€3 HapyIIeHHUs KPUCTALUIMYECKOM pemeTkd. TakuM oOpa3oM, Takas KpUCTaIIMYecKas
dbopmMa MOXKET cCOJepKarb CTEXHOMETPUYECKOE WIM HECTEXHMOMETPHYECKOE KOIUYECTBO
MOJIEKYJI BOJIEI B COCTAaBE CBOEH KPHUCTAILUIMYECKOU CTPYKTYphl. Kak mpaBrio, Kpuctamumieckas
dopma 5 coenmrenms (I) MOXKET coiepkaTh BILUIOTh 10 IPHUOIA3UTEILHO OHOM MOJIEKYIIBI BOABI
Ha ofHy Moiekyiy coexuHenus (I). B gactHOCcTH, KpucTammueckas ¢opma 5 coequnenus (I)
coaepxuT oT npubim3utensHO 0,3 10 npubnuszutensHo 0,6 MOIEKyYIIbI BOABI HA OJIHY MOJIEKYIY
coequaeHus (1).

PenTrenoBckas MopomkoBasi Au¢pakTorpaMma KpACTAUIMYECKo# GopMel 5, B KOTOpoO#
coJilepkaHue BoAsl cocraBiaser npubmusurensHo  0,3-0,6, npubmmsurensno 0,3 wu
npubim3utensHo 0,6 MOEeKyIbl BOjia HA OJHY MOJeKyy coeaunenus (1), mpoummmocTpupoBaHa
Ha ¢ur. 5, 6 u 7, coorBercTBeHHO. COOTBETCTBEHHO, COIJIACHO OJHOMY aCIEKTY,
KpUCTTHYECKass (GopMa 5 JOMOIHUTEIHHO OXapaKTepU30BaHA PEHTTEHOBCKOM MOPOMIKOBOM
I paKTorpaMMoii, KOTopas MPOWLIIOCTPUpOBaHa Ha o0o0#t u3 ¢ur. 5, 6 u 7. HeGonbimue
M3MEHECHHS B IIOJIOKCHUSX MUKOB IIPH CONOCTaBIeHUH (ur. 5, 6 1 7 06ycIOBIEHBI IEpEMEHHEIM,
HECTEXHOMETPHYECKAM COJIEP)KAaHMEM BOJbI, BHEJPCHHOM B KPHUCTAUIMYECKYIO CTPYKTYpPY
KPUCTALINYECKOM HOPMEBI 5 IEPEMEHHOT0 TUApaTa.

IlpuBencHHBIE BBINE IIOJIOKEHUS TNIMKOB HAa  PEHTICHOBCKOH  IOPOIIKOBOM
audpakTorpaMMe IMpEACTABISIOT COOOW 3HAYEHWs, IMOJydYeHHBIE B pe3yJbTaTe M3MEpPEHHS C
ucrons3oBanmeM m3nydenms CuKo (A = 1,5418 A). Kak H3BeCTHO CIENMANHUCTy, Ha
PEHTI€HOBCKOM IOPOIIKOBOM Iu¢paKTorpaMMe IOJIOXEHHS IHMKOB, KOTOphIE YIIOMHHAIOTCS B
HAaCTOSIIEM JOKYMEHTE, MOTYT HOJIBEPraThcs BapuanusM, cocTaBistomuM + 0,2° s yria 20 B
3aBHCHMOCTH OT pa3HO0oOpa3HBIX (aKTOpPOB, TaKMX Kak HCIOJIb3yeMas TeMIepaTypa M
anmaparypa A paboTsl ¢ 06paznamu.

Amopduas popma coenunenus (I) Moxer OBITH COOTBETCTBYIOIIAM 00pa3oM IOIy4eHa,

HampuMep, B pe3ysibTare u3MelbueHus coequHeHns (1) B moIxoaaImeM cocyie ¢ IoCIe Ty OnIM
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HarpeBaHueM J0 TeX II0p, IT0Ka He MPOUCXOUT IUIaBIeHUE. 3aTeM paciliaB MOXeET OBITh OBICTPO
OXJI&X/IEH C HCIOJb30BaHUEM, HAIpUMEp, JXKUAKOTO a30Ta, B pe3yJIbTAT€ YEro IIOIydaeTcs
CTEKII000pa3Hblil aMOp(HEIN MaTepUa.

Kpucrammueckas gopma 1 coegunenus (I) Moxer OBITH COOTBETCTBYIOIIMM 00pa3oM
[IOy4YeHa, HalpuMep, B pe3yibTare pacTBOpeHus coeauHenus (I) B auxiopmerane, a 3areM
OCYIIECTBIISUIM J100aBlICHUE aHTHPACTBOPHUTENb, TAKOW KaK JMITUJIOBBIA 3GHUp U BHIIEICHHUE
KPUCTaIMIECKOr0 IpoAyKTa. B wacTHOCTH, KpucTayuimdeckas ¢popma 1 MOXKeT OBITh HOJTydEeHA
B pe3yibTare pacTBopeHus coeaunenus (1) B ruxmopmerane U JoOaBIIeHHS JUITHIOBOTO dhupa
B YCJIOBHSX IIE€pPEMEIIMBAHUS, IIOCIE UYero OCYLIECTBISETCS BBIACPKMBAHUE CMECH,
IIPEIIOYTUTEIHHO IIpM IIOHMXKEHHOM Temmeparype, Takod kak 0-10°C, nampumep,
npubm3uTensHO 5°C. CoOTHOIEHUE AUATIIIOBOIO 3¢Upa U AUXJIOPMETaHA MOXKET COCTABJIATS,
HampuMmep, ot npubimmsurensHo 3:1 g0 npubmusutensHo 5:1, Hanmpumep, npubausutensHo 4:1
no o6nreMy. BriepxuBaHuMe, Kak NpPaBHIIO, IPOJOIDKACTCS B TEYEHHE HECKOJIBKHX YacoB,
HalnpuMep, B TE€UCHHE IO MEHbINEH Mepe 3 4acoB, Halpumep, NpUOIM3UTENbHO 24 YacoB.
Kpucrammueckas ¢gopma 1 MoxkeT OBITH BBIZICTIEHA, HAIPUMED, B pe3yibTaTe QUILTPOBaHUS U
BBICYIIIEHA [TPY IOHMKEHHOM JaBIICHUH.

Kpucrammdeckas popma 2 coegunerus (I) Moxer ObITH COOTBETCTBYIOIIMM 00pa3oM
IIOJy4YeHa, HalpuMep, B pe3ylbTaTe pacTBOpeHus coequHeHus (I) B cmecH Boabl H
BCIIOMOTaTEIIFHOIO PacCTBOPHUTENS, TAKOTO KaK 2-IPOINAHOJI, alleTOH, 3TaHOJI, allcTOHUTPHI WA
TeTparuaApodypaH, Imociie 4ero OCyILeCTBISIETCS OXJIaX/eHue pacTBopa, Hanpumep, g0 0-10°C.
OxnaxAeHHYI0 CMeCh IPEANOYTUTENBHO BBIACPKHUBAIOT, KaK IPABHIIO, B TEYCHUE HECKOIBKUX
JacoB, HAI[PUMED, B TEUECHUE IO MEHBINEH Mepe 3 4acoB, HAIpUMeED, MPUOIU3UTENBHO 24 JacoB,
IIpM IOHWKCHHOM TeMmIeparype, cocraBisomel, Hampumep, 0-10°C. Iloaxonsmee
COOTHOIIEHHE BOJABI W BCIIOMOTaTelIbHOIO PACTBOPUTENSI COCTABIET, KaK IPaBHIO, OT
npubim3utenbHo 1:2 a0 npubnausutensHo 2:1, Hanmpumep, npudbmm3utenbHo 1:1 mo obbemy.
Kpucrammueckas gopma 2 MoxeT OBITH BBIAEICHA, HA[pUMEpP, B pe3ylbTare (PUILTPOBAHHUS,
WIA PacTBOPUTENb MOXET OBITh IIOJIBEPTHYT HUCHApEHUIO, HAlpUMEp, IpU KOMHATHOM
TEMIIeparype, C NOJMy4YeHHEM KpUCTALIMYeCKOi (opMbl 2, KOTOpas KpHUCTAJUIM3YeTCSs, Kak
IpaBUJIO, 006pa3ys UrOIbYATEIE KPUCTAILIBL.

B xauecTBe anbTEpHATUBEI, KpUcTaUIMUeckas ¢opma 2 MoXeT OBITh IIONy4YeHa B
pesynbrate Juodmwimsanun. Coeaunenue (I) MoxeT OBITH HEpPBOHAYATLHO PAacTBOPEHO B
HOJXOJSIIEM PAaCTBOPHUTEIE, TAKOM KaK CMECH BOJIBI M BCIIOMOT'aTEIbHOTO PACTBOPHUTEIS, TAKOTO
KaK 3TaHOJI, METaHOJ UM 2-niponianod. Iloaxonsimee cooTHOIMEHNE BOABI U BCIIOMOTraTeIbHOTO
pPacTBOPUTEIIS COCTaBIAET, KaK IpaBUiIo0, oT mpubmusutenbHo 1:2 mo mpubmusumrensHo 2:1,

HanpuMmep, npubauzutensHo 1:1 mo 06semy. PacTBop mocie 3Toro 3aMmopaxuBaeTcs, HalpuMep,
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IIPH TEMIIEpAType, CocTaBIsromeH ot mpubmu3urensHo -20°C go mpubnusurensHo -40°C, mocne
YEero OCYMIECTBISIETCS YAAJICHUE PACTBOPUTENS MPH INOHUKEHHOM [aBJICHUM M yKa3aHHOMH
Temneparype 3amopaxuBaHus. Ilocme sToro Moxer OBITH BBIACTICHA IIOMy4YCHHAs
KpucTaummieckas popma 2.

B xauecTBe anbTepHATHBBI, KpuUcTaLIHdeckas ¢opmMa 2 MOXeT ObITh IONTy4YeHa B
pesyibTare ObicTporo ucnapeHus. Hampumep, KOHIIGHTPUPOBaHHEINA pacTBop coexuHenus (I) B
Bome (manpumep, 0,795 Mr/mu) ucmapsieTcs IpPH TIOHMXKCHHOM JAaBJICHHHM W IOBBITICHHOM
TeMIIepaType, KOoTopele coctanisator, Hanpumep, 100-200 m6ap u 50-70°C, coOTBETCTBEHHO.
[Tocne aToro Moxer ObITH BELIENEHA MOTy4YeHHA KpUcTaumdeckas hopma 2.

Kpucrammaeckas gopma 3 coequneHus (I) MoxeT OBITH COOTBETCTBYIOIIMM 00pa3oM
IOJTy4eHa, HalpuMep, B pe3yJbTaTe pacTBOopeHUs coenuHeHus () B 3TaHONE NMpH HarpeBaHUW,
Hanpumep, 10 60-80°C. Ilocne aToro pacTBOp BHLIEPKUBAIOT I OXJIAXK/IECHUS 10 KOMHATHOA
TEeMIepaTyphl B TeueHue 2-10 yacoB, HanpuMmep, B TeueHnue 3 yacoB. Kpucrammmaeckas gopma 3
MOXET OBITH BBIJICJICHA, HAIPUMEDP, B pe3ylbTare QUILTPOBAHUS U BRICYIIIEHA B BaKyyMe IpH
IOBRINICHHON TeMIlepaType, cocTapistonieit, Hanpumep, 40-60°C. Kpucrammmueckas dpopma 3
KpHUCTLTU3yeTCs1, 00pa3ys, KaKk IPaBUiIO0, HTOJIbYATHIE KPUCTAILIEL.

B kadecTBe anpTEpHATHBEL, KpHUCTaUIMYecKas ¢opma 3 Moxer ObITH IOIy4YeHa B
pesyibpTare cMemmBaHUs coeaumHeHHs ([) ¢ STunameraroMm, Iocie YEero OCYMIECTBIISIETCS
HarpeBanue, Hanpumep, o 60-80°C. 3atem n00aBISMIOT alleTOHUTPUI OO TEX IOp, MOKa HE
HoJIy4aeTcss Ipo3pauyHbiii pacTBop. IlomyuyeHHEBI B pe3ynbTaTe pacTBOP BBLIEPIKUBAIOT AT
OXJIKJEHHS 10 KOMHATHO#M TeMIrepaTypsl B TeueHue 2-10 yacoB, HanmpuMep, B TE€YCHHE 3 YacoB.
Kpucrammueckas ¢gopma 3 MoxeT OBITH BBIZICTICHA, HAIIPUMED, B pe3yJIbTaTe QHIBTPOBAHUS U
BHICYIIIEHA B BaKyyM€ IIpH MTOBHINICHHOM TEMIIEpaType, cocTaBisitoinei, Hanpumep, 40-60°C.

Kpucrammuueckas dopma 4 coemunerus (I) MoxeT ObITH COOTBETCTBYIOILIMM 00pa3oM
IIOJIy4YeHa, HallpuMep, B pe3ylbTare pacTBOpeHHs coeguHenus ([) B cMecH 3TaHONA M BOJPBI,
II0CJI€ YETO OCYIIECTBIIIETCS MCIapeHue pacTBoputes. Iloaxoasmiee COOTHOMEHUE 3TaHONa |
BOABI cocTaBiusier OT mnpubmusurensHo 90:10 go mpubmusurensro 98:2, wHampumep,
npudim3utensHO 96:4. CooTBercTBYIOmAas KoHIeHTpauus coexuHeHus () B pacTtBoputene
cocTaBnsgeT npubnuzuTensHo 5-10 Mr/mi, Hanpumep, npudbmasurensHo 7,5 mr/mi. Mcnapenue
pPacTBOPHUTENIL MOXKET OBITh OCYIIECTBICHO, HalpuUMep, B peE3yJbTaTe KUICHUS IIpU
atMocdepHoM naBieHUH. Ilociae 3TOro MoxeT OBITH BBIIENEHA MOydYeHHAss KpUCTAIMIEcKast
dbopma 4.

Kpucrammieckas gopma 5 coequnenus (I) MoxeT OBITH COOTBETCTBYIOIIMM 00pa3oM
IOJy4YeHa, HaIlpUMep, B pe3yibTare pacTBopenus coemuneHus (I) B ameToHe, aneToHUTpHUIE,

stminanerare, auxiopmerane (DCM), wmermmytunkerone (MEK) wm HuTpomerane mnpu
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HarpeBaHWM, HAlpUMEpP, 10 TEMIIeparypbl, cocTaBiomeid mpubmusurensHo 50-70°C, uro
obecrieunBaeT NOIHOE pacTBopeHue. [locne 3TOro pacTBOp OXJIAXKJAIOT B TEYEHUE HECKOJIBKHUX
JacoB, HAIIPUMEpP, B TE€UECHUE 2 YacoB, a 3aTEM BHIIECPKUBAIOT IIPU IOHMKEHHOU TeMIeparype,
coctassitomeit, Hanpumep, 0-10°C, B Teuenue 1o MeHblIeit Mepe 3 yacoB, HAIPUMEp, B TEUCHUE
npubim3utensHo 24 yacoB. [locne BbIEp)KUBaHUS HCIIAPEHHE PACTBOPUTENS OCYINECTBIISIOT,
HalpyuMep, IIpM KOMHATHOM TeMIepaType, IOCIE€ 4Yero OCYMIECTBISIOT IIOJHOE YyAaJleHHE
pacTBOpPHUTENII B BaKyymMe IIpH IIOBBINICHHON TeMIEparype, COCTABIISIONIEH, HaIpUMep,
npubmsutensao 40°C. Ilocnme sroro Moxer ObITh BhIEICHA KpUCTaLIHdecKas dopma 5,
coaepxamuii npubim3utensHo 0,6 MoONeKynsl BOALI Ha OAHY Mojekyiay coexuHeHus (I).
Kpucrammueckas ¢opma 5 kpucrammsyercs, oOpasys, Kak IpaBWIo, IpHU3MaTHYECKUE
00BEMHBIEC KPUCTAILIBI, UMEIOIIHE XOPOIIYIO TEXHOJOTHIHOCTE B (PUIIETPYEMOCTb.

B kaudecTBe anbTEpHATHBEL, KpHUCTALUIMYecKas ¢opma 5 MoxeT OBITh IOIy4YeHa B
pe3ylbTare pacTBopeHHs coeauHeHus (I) B MeTaHone, aneTOHUTpWIE, JSTHIALETATe WU
TeTparupodypase, 1mocie 4ero OCyIecTBISETCs N100aBIeHUE aHTUPACTBOPHUTENS, TAKOTO Kak
IVSTWIOBBIA  5Qup, MeTWI-TpeT-OyThinoBbli 53¢up, rekcaH wimm Trentad. lloaxonsmee
COOTHOLICHHE PACTBOPUTENS M AHTHPACTBOPHUTENA COCTaBIsAET OT mpuOnmsurtensHO 1:3 10
npubim3utensHo 1:5, Hanpumep, npubmusutensHo 1:4 mo ob6wvemy. Ilocnme sToro cmech
COOTBETCTBYIOIIMM 00pa3oM BBIICPXKUBAIOT NpPU IOHMKEHHON TeMIepaType, COCTaBIISIONIEH,
Hanpumep, 0-10°C, B ToMm umcine npubimsurensHo S5°C, B TeUyeHHE HECKOJIBKMX YacoB,
HampuMep, B TEYCHHE 10 MEHbIIEH Mepe 3 4acoB, HallpUMeEp, B T€YEHHE NPUOIU3UTENBHO 24
yacoB. TBepablid Marepuan MOXeT OBbITh BbIIENEH, HalpUMeEp, B pe3yibTraTe GUILTPOBAHHS H
BBICYIIIEH C IIOJy4€HHEM KpUCTaUTMYeCKod ¢opMbl 5, coxepxkameit npubnusurensao 0,6
MOJIEKYJIBI BOJIBI HA OHY MOJIeKyJry coequnerus (1).

B kadecTBe aJbTepHATHBBI, KpUCTAUTNYECKas opMa 5 MOXKET OBITh IOJIyYeHa METOI0M
muddy3ur napa aHTHPACTBOPUTENSL B pe3yJIbTaTe MEPBOHAYAIBHOTO PACTBOPEHHS COCTUHEHHS
(I) B moaxosmeM pacTBOpHTENE, IPECTABIAIOMEM cob0it, HampuMep, METaHOII, JUXJIOPMETaH
(DCM), ameroH, aneTOHUTPUI WM HUTPOMETAaH, IIpA [OBLIIEHHOM TeMIepaType,
cocTaBisIoNei, Hanpumep, npudauzutensHo 40-60°C, urto obecrieunBaeT MOJIHOE PaCTBOPEHHE.
Ilocne 3TOr0 pacTBOp MEPEHOCAT B OTKPBITOM KOHTEHHEpPE B COCY, COAEPIKAIIUM TTOAXOSIIU
aHTUPaCTBOPUTENH, TAKON KaK IMEHTaH WM JUSTHIOBEIA 3¢up. OTKPHITHII KOHTEHHED XpaHUTCS
B 3aKpBITOM COCyJ€ IpyM KOMHATHOM TeMIepaType WM MpH IOHIKEHHOM TeMIeparype,
coctapistomedt, Hanpumep, 0-10°C, B TedeHHe AOCTATOYHOrO NEpUOAA Ui OCYIIECTBICHUS
KpUCTLIN3AIM, HAIpUMEp, B TE€UCHHE ABYX HeNenb. lloyueHHBIM B pe3ynsTaTe TBEPHABIi

MaTepuall MOXeT OBITh BEIIENCH, HAaNpuUMep, IOCPEICTBOM (HIBTPOBAHHS M BBICYIIEH C
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IOJTly4YeHHUEM KpUcCTaTudeckoii GopMel 5, coaepxarneidt nmpubmusutensao 0,3 MOIEKyJIBl BOABI
Ha oiHy MoJieKyry coequHeHus (I).

B kxadecTBe aJIbTEpHATHUBEI, KpUCTAUINYIECKas GpopMa 5 MoxkeT OBITH ITOJydeHa METOJI0M
muddy3ur mapa aHTHPAaCTBOPHUTEN B pe3yibTare momermeHus amopduoro coeaunenus (I) B
OTKPBITOM KOHTEHHEPE B COCYZ, COACPKAIMUN ITOAXOAAIINN PACTBOPUTED, TAKOW KaK METAHOIL,
sTHIIAIieTaT WM aneToH. OTKPHITEIA KOHTEHHEP XpaHUTCS B 3aKPBITOM COCYZE IIpH KOMHATHOM
TEMIIEpaType WJIM IpH IOHMKEHHOM TeMIeparype, cocraBisiomedt, Hampumep, 0-10°C, B
TeYeHHE JOCTATOYHOrO IEePHOIa A OCYINECTBICHUS KPUCTAIUIM3ALUH, HAlPUMEP, B TEUCHHE
onHoid Henenu. IlodmydeHHBI B pe3ylbTaTe TBEPABIA Marepuan MOXeT OBITh BbIJIEIICH,
HalpuMep, MOCPEACTBOM (QUILTPOBAHUS U BEICYIICH C MOJYYEHHUEM KPUCTAILTMYECKON (OpMBI
5, copeprxameit npubmuTensHO 0,6 MOJIEKYIBI BOABI HA OJHY MOJeKyIy coeauneHus ().

Hakonen, kpucraummyeckas ¢opMa 5 MOXKET ObITh IOJIy4YeHa B pe3yJIbTaTe PeaKIuH S5-
IHIPOKCH-2-(M30uHA0N-2-uiMeThn)-4H-tupan-4-ona ¢  (1-(Metuncynsdormn)nunepuaa-4-
WI)METHIMETAaHCYIb(OHATOM B pacILIaBICHHOM Cylib()ojlaHe B MPUCYTCTBUM KapOoHaTa Ie3ust
IIpM HarpeBaHWH, HalpuMep, Iipa TeMmueparype 75°C, no 3aBepmenus peaknuu. [locie aroro
CMECh OXJIAXKJIAIOT, HAIpUMEpP, A0 TEeMIIeparypbl, cocTaBisomeld mnpubausutensHo 55°C, a
3areM J00aBIIIOT aleTOH M Iocie 3Toro Boay. llomydeHHyr0 B pe3yibTare CMech 3areM
OXJIAXKJAIOT, HAIIPUMED, 0 TEMIIEpaTyphl, cocTarismomneit npubmuzurensao 0-10°C, B TeucHue
HECKOJIBKO 9YacoB, HallpUMEp, B TE€YEHHE 3 4YacoB, a 3aT€M OCYIIECTBIIIOT IEpEMEIIMBAHUE.
TBepablil MaTepua MOXKeT ObITh BBIACTICH, HAIPUMED, B pe3yibTare GHUILTPOBAHMS, [IOCIIE YET0
€ro IPOMBIBAIOT U BHICYIIMBAIOT B BAKyyMe IIPH TEMIIEpaType, COCTABISAIOMIEH NIPUOIM3UTENHHO
40°C, c mosiydeHHEM KpUCTAJUTHIECKo# GopMel 5, copepxkaieit ot 0,3 1o 0,6 MOJIEKyIIbI BOABI
Ha OJHY MoJieKyy coequuerus (I).

VYka3zanHble Bblle TBepAble Popmbl coemuHeHus (I) Moryt OBITHP HMCIIONB30BAHBI JJISA
U3rOTOBIEHUsT ()apMaleBTHYECKUX JO3MPOBaHHBIX (OpPM, TaKMX Kak TaOJIETKH, KarcyJIbl,
IOPOIIKH WM CYCIE€H3MHM, BMECTE C BCIIOMOTAaTEJIbHBIMU BEIIECTBAMHU, KOTOPHIE M3BECTHHI B
TEXHUKE.

Hacrosimee wm300peTeHHe  JOMOIHHUTENBHO MPOWLIIOCTPUPOBAHO  CIEAYIOIIAMH
HEOTPAaHUYUTEILHEIMUA IPUMEPAMH.

AHaTUTHYECCKHAC METOIEI

W3mepeHuss METOJIOM  PEHITCHOBCKOM  ITOPOINKOBOH  AM(ppakTOMETpuM  OBLIM
OCYIIECTBIIEHBI Ha PEHTTEHOBCKOM NOPOIIKOBOM audpakTomerpe D8 Advance oT xommanum
Bruker npu xoMHaTHO# TeMIepaType ¢ MCIIONB30BAHMEM HAIlOJIHEHHON MEJBIO0 PEHTTEHOBCKOM
TpyOku (40 kB x 40 MA) B KadecTBe HCTOYHHKA peHTreHOBcKoro mamydenus, CuKa (A = 1,5418

A) ¢ ¢buKkcHpoBaHHON MENBIO PACXOAUMOCTH 6 MM, HHUKeleBbIM QuiubTpoM 0,0125 MM H
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nepBuyHO# mensio Comnepa 2,5° u ogmomepHoro aerekropa LynxEye ¢ BTopudHOH! INENbiO
Comnepa 2,5°. . Coop mannsx ocymecTBisum ¢ maroMm 0,02° co CKOpOCTBhIO CKaHHPOBAHUS
0,3°/c B mmana3one 20 ot 3 mo 33°.

W3mepenuns: meronoM auddepennuansaoit ckanupyromeir kamopumerpuu (JJCK) 6sumu
ocymectBinensl Ha npubope JICK 823e or xommanmm Mettler Toledo B motoxe aszora (80
MJI/MHH) IIpH IIOCTOSIHHO#M ckopocTu HarpeBanus 10°C/MuH B nepdoprpOBaHHBIX ATFOMIHUEBBIX
KOHTEHHEpax.

JlaHHBIE PEHTTEHOBCKOM AM(PPAKTOMETPHUU UIsi MOHOKPHUCTAUIOB OBLTM IOJYYCHBI Ha
JIBYXBOJIHOBOM gudpakToMerpe SuperNova ot kommanuu Rigaku Oxford Diffraction ¢
HCIIOJIb30BAHHEM MOHOXPOMATH3MPOBAHHOTO 3epkanoM mamydenus CuKa (A = 1,5418 A) umm
MoK (A = 0,7107 A). HabmosieHre 3a nOTydeHHEM PEHTTEHOBCKMX JIAHHEIX M UX MCIIPABIICHUE
B 3aBHCHUMOCTH OT 3(dexToB nopeHmeBckoro (akropa (GOpMBl JIMHHAN, IOJSAPU3ALUN H
IOIJIOMICHUS OBUIM OCYINECTBIICHBI ¢ HCHOJb30BaHueM mporpamMmbl CrysAlisPro. Ilporpamma
Olex2 6pula uUCHONB30BaHA /S pEMIEHHS M YTOYHEHUS KPHUCTAIMYECKOH CTPYKTYPHI,
nporpamma SHELXS97 6nina ucnons3oBaHa Ui pelieHus cTpyKTypsl, ¥ nporpamma SHELXL
ObU1a HCIONB30BaHa IS MMOJIHOMATPUYHOIO YTOYHEHUS METOJOM HAWMEHBIIUX KBaJpPaTOB II0
F.

OnpeneneHue BoJBl ObUI0 OCYIMIECTBICHO C IOMOMIBIO KyJIOHOMETPUIECKOTO THTpaTopa
(TitroLine® 7500 KF trace ot xommanum SI Analytics) metogqom Kapna Oumepa (KF) B
TANMYHOM pabodeM Jiuana3oHe coAep)Kanus Bojbl oT 1 yacTu Ha MAJUTHOH 10 5%.

IIpumep 1. Iloay4uenne amopdHuoro coequnenus (1)

ITpubmusurensao 200 mr ¢opmer 5 coeaunenus (I) yMmepeHHO wH3MenbYaIH B
KEPaMUYECKOM THUTJIE (C IIOMOIBIO CTEKIITHHON MEIAIKH), a 3aTE€M OCYIIECTBIISUIA HAarpeBaHUE
npu temneparype 135-137°C B TedyeHHe 5 MMHYT B YCIIOBHSX IEPEMEIIMBAHHUA C IIOMOINBIO
CTEKJSIHHOW MeEIIaJK{ 10 HaOogaeMoro IUIaBiICHWs. THrenb C pacIiulaBoM 3aTeM OBICTpO
OXJI&X/IAJIA B JXKUJIKOM a30T€ B TEYCHUE 2 MUHYT, IOJIYUYCHHBINA B pe3yibTaTe CTEKI000pa3HbIi
MaTepual M3MEIbYalM W aHaJIM3MpOBalld  METOJOM  pPEHTTEHOBCKOM  IOPOIIKOBOH
mudpakTomerpun. CoriacHo 3Toi mponeaype Obula mosydeHa amopdHas dopma coemquHEHUS
(D).

IIpumep 2. Ilosygenne xpucramdeckoil popmbl 1 coequnenus (I) mocpeacreom
A006aBJIeHHS AHTHPACTBOPHUTEIS

10 mr amopduoro coenunenus (I) momemanu B 380 mxn muxnmopmerana (DCM) mpu
KoMHaTHOU TeMmieparype. CMmech mnepememuBaiu co ckopocteio 600-1000 o6/Mun mpn
KOMHATHOU TeMmireparype B Teuenue 10-20 cexynpa mo momHoro pactBopenus. Ilocme storo 1,5

MJI JH3THIOBOTO d3¢hupa M00aBIsAIM YETHIPHMS MOPIUSAMH IIPA KOMHATHOM TeMIleparype B



12

YCIIOBHUSIX HEIPEPHIBHOIO IIEPEMEIIMBAHUS C IIOMOINBI0 MAarHUTHONW MEINAIKH CO CKOPOCTBIO
600-1000 o6/MuH. IIpoAOmXUTENFHOCTS NEPEMEIMBAHUAS MEXIY H00aBISIEMBIMH IIOPIUASIMHA
cocraBisuia 15 munyT. Cocynsl BeiepxkuBaid npu Temneparype 5°C B tedenue 24 yacos, a
3aTeM OCYIIECTBIILIN OTJEJIEHHE OCAXKIACHHOIO TBEPAOIO BEIIECTBA IIOCPECTBOM JIEKAHTAIUN.
IlomydyenHOE TBEpZOE BEMIECTBO BHICYIMMBAIM HAa BO3/AyXe IpH KOMHATHOM TeMmimepaType M
AHAJTM3UPOBAIA METOJIOM PEHTT€HOBCKOM IOpPOIIKOBOM mudpakTroMeTpun. CoriacHo 3To#
nponexype Obuta moiydeHa Kpucraummdeckas ¢opma 1 coepunenus (I) B mopomkooGpasHoit
dopme. PeHTreHoBcKass mopoInKoBas gudpakTOorpaMMa KpHUCTALIHYEeCKOH dopmer 1
IIPOMJLTIOCTPUPOBaHa Ha ¢ur. 1, a OCHOBHEIE MUKH IIePEeYHCIICHB] B Tabmune 1. AHAIU3 METOI0M
JICK nokasai, uto Temneparypa (Hadaia) IJIaBIeHUS cocTaiseT npubimsurensHo 134°C (dur.
9).

Tabauna 1. PeHTreHOBCKas MOpOIMIKOBast JudpakrorpaMma: oTpakeHus (B auanazoHe 20
70 33°) W HWHTEHCHMBHOCTH (HOPMHPOBaHHEIC) KpHcTauimdeckod ¢opmel 1 comm 1-
TOJIyOJICYIL()OHOBOM KUCIOTHL 3HaueHue 20 [°] mpeacrapnseT coboii TudpakIMOHHEI YIOl B
rpajycax, u 3nauenue d [A] mpencrasnser co6oit COOTBETCTBYIONIEE PACCTOSIHHE B aHTCTPEMAX

MEX/Ty IUIOCKOCTSMY KPHACTAIUTMYECKON PElIeTKH.

20 [°] d[A] /Iy [%]
4,46 19,79 45
8,83 10,01 100
8,96 9,87 31
15,93 5,56 72
17,60 5,04 72
19,57 4,53 19
19,72 4,50 23
20,54 432 68
21,33 4,16 33
22,11 4,02 44
22,38 3,97 21
24,82 3,58 14
28,06 3,18 11
28,24 3,16 11

IIpumep 3a. Ilonydyenne kpucrauinieckoit popmsl 2 coenunenus (I) B pesyasTare

OXJIAKICHHUSA U chapﬂTeJ’ﬂ;HOﬁ KPpHCTAJLIN3AIINHA
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O6pasukbl, coaepxamue IprubIM3uTeIbHO 30 MI KPUCTAILTMYECKOM (OpMBI 3 COSTUHEHUS
(I), B3BemmBaNM ¥ NHOMEIAIM B CTEKSIHHBIE cocyabl o6beMoM 4 wmi. PasnooOpasHble
pPacTBOpUTENM, IpEACTaBIeHHBIE B Tabmuue 2, 100aBIsIM NOPHUSMH IIpH  KOMHATHOH
TEMIIEpaType, U IOyYeHHBIE B Pe3yJIbTaTe PacTBOPHY/CYCICH3NH HArPEBAIH IIPH TEMIIEpaType
60°C B Teuenne 10 MHHYT 0 IOJy9IeHUs IPO3PAYHBIX PACTBOPOB. Bece pacTBOpEI BRIIEPIKUBAIH
npu Temueparype 60°C B TedeHue cnenyromux 20 MHHYT, a 3aTeM OCYIIECTBISLIN OXJIaXKICHUE
npu Temneparype 7°C B TedeHHE 2 9acoB M JIONIOJIHUTEIILHOE BEIIEPKUBAHUE TIPU TEMIIEPATYPe
5°C B Teuenme 24 wdyacoB. Ilocme mpomeaypsl OXJIaXJICHHS HWCIIAPEHHE PACTBOPHUTEIS
OCYIIECTBIISUIM IIPM KOMHATHO#M TeMIlepaTrype B OTKPBITHIX cocyaax. IlomydeHHbIie B pe3yabTare
TBEp/Ible BEIIECTBA aHAIM3MPOBAIN METOJIOM PEHTI'C€HOBCKOM IIOPOINKOBOM IUGPaKTOMETPHUH.
JIns Kaxaoro HCCiIeqyeMOoro pacTBOpUTeNs ObUla IIOMydeHa KpHcTauiddeckas ¢opma 2
coequHeHus (I) B Buae OecCHBETHHIX HIOJIbYATHIX KPHUCTAIIOB. PEHTreHOBCKas MOPOIIKOBAS
I paKTOrpaMMa KPHCTALIAYECKOH (OopMbI 2 HPOMILIIOCTPUpOBaHa Ha GHr. 2, © OCHOBHBIC
IUKK nepednciieHsl B Tabmuie 3. Anams meroaoM JICK mpencrapnseT TeMieparypsl (Hadana)

IUTaBJIEHUS, KOTOPBIE cocTaBisitoT npubnusutensHo 68°C, 81°C, 134°C u 145°C (¢wur. 10).

Tabnuma 2.
PactBopuTtens (06.%) Konuenrpanus (Mr/mi)
W3zonponanoin/Boaa (50:50) 14,8
Aueron/Boja (50:50) 9,0
Oranon/Boxa (50:50) 7,3
Aneronutpmi/Boaa (50:50) 24,6
Terparuapodypan/soaa (50:50) 25,8

Tabnuna 3. PerTrenoBckas MOpOIKOBas AuQpakTorpaMmma: OTpaxeHus (B quarasoHe 20
10 33°) U MHTEHCHBHOCTH (HOPMHPOBaHHBIC) KpHUCTALTHNYeCKOi ¢opMmbl 2. 3HaueHue 20 [°]
npejcTaBisieT coboii [ubpaKIuOHHEI yroy B rpagycax, u 3Hauenue d [A] mpeacrasnser coboit

COOTBETCTBYIOILIEE PACCTOSIHAE B AHICTPEMAX MEXY INIOCKOCTAMH KPUCTALTAIECKOM PEIIETKH.

20 [°] d[A] 1/ [%]
4,55 19,40 100
7,17 12,33 23

9,10 9,71 16
10,69 8,27 7

11,09 7,97 10
12,05 7,34 12
13,50 6,55 2
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13,67 6,47 8
14,77 5,99 40
16,61 5,33 27
17,04 5,20 16
17,28 5,13 57
17,80 4,98 16
18,28 4,85 12
18,85 4,70 8
19,07 4,65 11
20,08 4,42 3
20,83 4,26 9
21,68 4,10 16
22,28 3,99 25
22,76 3,90 11
22,90 3,88 10
IIpamep 3b. Iloay4uenne kpuctanandeckoiit gopmbl 2 coequnenns (I) B peyabTaTe

Jaopuan3zanun

O6pasnpl, coxepxkamue 14-17 mr xpucrammmdeckod ¢opmel 3 coenunenus (1),
pactBopsuin B 10-15 mu1 pa3HOOOpasHBIX pacTBOpPHUTENEH, NIpECTaBICHHBIX B Tabmuue 4.
PacTBopbl 3aMopaxuBanmM, ¥ IOCIE€ 3TOr0 OCYINECTBISIM yJal€HHE PpacTBOPUTENS IIpH
temneparype -33°C u napnenun 0,2 m6ap B Teuenue 24 yacoB. [loydueHHbIE TBep/bIe BELIECTBA
ObUIM MPOAHATU3UPOBAHBl METOAOM PEHTICHOBCKON MOPOINKOBOM mudpakromerpuu. Jlms

KaKa0T0 UCCICAYCMOT'O paCTBOPUTECIIA OnLTa MOJIydCHA KPpUCTAINIMYCCKASL (bOpMa 2 CoeIMHEHMUS

(I) B Buae GeciBETHBIX UTOIBYATHIX KPUCTAJLIOB.

Tabnuna 4.

PactBopuTtens (06.%)

Konnenrpanus (Mr/mir)

Oranoin/Boaa (50:50) 1,5
Mertanon/soaa (50:50) 1,5
W3onpomnanon /Bosia 1,6

IIpumep 3c. Iloay4yenune kpucramm4eckoii popmnl 2 coequnenns (I) B pesyabTarte

6LICTp0F0 HCNIApCHAA

KoHIleHTpUpOBaHHEIT pacTBOp HOTydaIH
Kpuctammyeckoii ¢opmel 3 coenunenus (I) B Bome s JOCTHKCHHS KOHIICHTPAIUH,

cocraBistomeit 0,8 mr/mu. PactBopurens ucnapsii npu jasienun 150 m6ap um Temmeparype

pe3ynbTaTe PpacTBOPCHHUS
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58°C B Teuenue 24 wacoB. IlomyueHHOE B pe3ylbTaTe TBEPAOE BEIIECTBO aHATM3UPOBAIHA
METOZOM PEHTI€HOBCKON IOpOImKOBOX mudpakTtomerpuu. CormacHo 3Tod Iporexype Oblia
IoJTydeHa Kpuctaummdeckas ¢popma 2 coenunerus (I).

Ilpumep 3d. /lanHble PpEHTreHOBCKOH IH(PPAKTOMETPHHM JJIA MOHOKPHCTALIA
KPHUCTAINIECKO hopMBbI 2

ITapameTps! >reMeHTapHOM sdeiiku Kpuctammdeckoil ¢opMsl 2 coeaunenus (I) Obutm
OIIpe/leNIEHbl Ha OCHOBAaHMM JAHHBIX PEHTTCHOBCKOM AU(paKTOMETpHHU JUISI MOHOKPHUCTALIA U
KpaTtko mpezacTapiensl mHmxe, T = 293(2) K, mmmua Bomasl mamyuerns CuKa (A = 1,5418 A),
pasmepsl kpuctanna 0,06 x 0,06 x 0,3 mm?, crpyxrypnas dopmyna C21HaeN»2OsS, 2(H,0):

Kpucramnorpadpuueckas cuctema: opropoMmOudeckast

ITpocTpancrBenHas rpynmna: Pbca

PasMepsl DiieMeHTapHOM saeiku: a = 15,9994(9) A, 0. = 90°, b = 7,2349(5) A, B =90°, ¢
=38,8286(18) A, y = 90°

O6nem: V = 4494,6(4) A’

Z:8

Kpurepnii cornacus: 1,038

R-dakrop: 0,0697

Mopdosorus: uroip4aras

IIpumep 4a. Ilonyuenue kpucraaindeckoii popmel 3 coenunenus (I)

B cocyn B armocgepe asora nomemanu 5 r coeaunenus (I), a 3aTeM 100aBsUIM 3TaHOI
(100 mim). Cmecs nHarpeBamu no 75°C. IlomyueHHBII B pe3ysbTaTe IPO3padHBIl PacTBOP
BBIIEP)KMBAIIA I OXJIAKACHHUS 0 KOMHATHOM TeMIIEpaTyphbl B TeUYe€HUE NPHUOIU3HUTENHHO 3
yacoB. [IpoayKT BBIAEIAIN MOCPEACTBOM (HIBTPOBAHMS, IIPOMBIBAIA OXJIAXKACHHBIM 3TaHOJIOM
¥ BBICYIIMBAIM B Bakyyme Inpu Temueparype 50°C ¢ moiydeHueM O€CIBETHBIX HIOJIbYATHIX
kpuctaiwioB (4,3 r1). Ilpoaykr aHalIM3MpoBaIM METOJOM pPEHTIEHOBCKOH IIOpPOIIKOBOM
mudpakTomerpun. CorimacHo 3TOM mponexype Obula mojydeHa KpucTawipdeckas (opma 3
coequnenus (I). PeHTreHoBckas IMOpPOINKOBas JUpaKTOrpaMMa KpPUCTALIMYECKOH ¢opmel 3
IIPOMJUTIOCTPHPOBaHa Ha (UT. 3, 1 OCHOBHEIC ITUKY IIEPEUUCIICHB] B Tabuie 5. AHaIN3 METOAOM
JICK mnoxkasai, uto Temmneparypa (Hadaja) IiaBieHHs cocTaBisgeT npubmusutensHo 148°C (dur.
11). ITomy4yeHHOE ¢ MOMOIIBIO CKAHUPYIOWIETO 3JEKTPOHHOTO MUKpocKomna u3obpaxenue (100-
KpaTHoe yBenwdeHue, mkamna 200 MKM) KpHCTALIHYECKOH (GOpMEBI 3 MPOMILUIIOCTpUPOBAaHA Ha
¢wur. 16.

Tabnuma 5. PeHTreHOBCKas MOpOMKOBas qudpakrorpaMma: OTpakeHus (B quamnazoHe 20

10 33°) U MHTEHCHBHOCTH (HOpMHUpPOBaHHEIEC) KpucTaummdeckoil ¢opMmel 3. 3Hauenue 20 [°]
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TpejicTaBIsieT coboii TubPaKknUOHHEI yrol B rpagycax, u 3sHauenue d [A] mpeacrasaser coboit

COOTBCTCTBYIOIICC PACCTOSIHUC B aHI'CTPEMAX MCKAY ITJIIOCKOCTSIMUA KpHCTaHHH‘{CCKOf/'I PCHICTKU.

20 [°] d[A] /Iy [%]
5,04 17,54 4
8,15 10,84 4
9,19 9,61 24
10,07 8,78 10
10,82 8,17 13
12,72 6,95 10
14,80 5,08 19
15,64 5,66 6
16,28 5,44 85
17,02 5,21 11
17,21 5,15 100
18,50 4,79 22
18,90 4,69 9
19,34 4,59 22
19,99 4,44 4
20,22 439 14
21,27 4,17 33
21,70 4,09 10
22,65 3,92 9
23,19 3,83 9
23,40 3,80 5
24,13 3,68 8
25,39 3,50 10
25,92 3,43 6
26,57 3,35 12

IIpumep 4b. AnbTepHATHBHBIN cIoco6 MOJyUeHHs KpHUCTALIHYecKOH ¢(opmbr 3
coequaenns (I)

B cocyn B armocthepe asora momemanu 5 r coeguHenus (I), a 3areM a00aBIsIH
striarerat (50 mu). Cmech Harperanu 10 75°C. AneToHuTpui 106aBIsSIM A0 TEX HOP, HOKa HE
ObL1 moTydeH mpo3paunsiid pactBop (10 mi). [lomydeHHslid B pe3yapTaTe IpO3padHbIil pacTBOP

BREIZICP)KMBAIIA I OXJIXKJICHHUS J0 KOMHATHOHN TeMIlepaTyphl B Te4Y€HHE NPUOIM3UTENHHO 3




17

gacoB. [IpogyKT BEIAEISIN TOCPEACTBOM (DHIIETPOBAHMSI, IIPOMEIBAIIA OXJIAXKACHHBIM 3TaHOIOM
¥ BRICyIIMBAIM B Bakyyme Ipu Temieparype 50°C ¢ moiydeHmeM O€CIBETHBIX HTOJIYATHIX
kpuctaiuioB (3,9 r). IlpoaykT aHamM3MpOBaIM METONOM PEHTICHOBCKOH IIOPOIIKOBOM
madpakTomerpur. CormacHo 3To# mponexype Obula moiydeHa Kpucrawimdeckas (opma 3
coegunenus (1).

IIpavep 4c. /laHHBIe peHTreHOBcKO#H aH(paKTOMETPHM I8 MOHOKPHCTAJLIA
KPHCTALINYecKoi popmbl 3

ITapameTpsl 251eMeHTapHOM sSUeiKH Kpuctaummdeckoir Gopmel 3 coemuneHus (I) ObLtu
OIlpe/ieieHbl Ha OCHOBAaHMM JAHHBIX PEHTTCHOBCKOW AM(pPaKTOMETpHH UIsi MOHOKPHCTAILIA U
KpaTKo npeacTaBieHsl mmke, T = 293(2) K, nnuna Bomasr m3nydenus CuKo (A = 1,5418 A),
crpykrypHas dpopmyiaa C21HzsN20sS:

Kpucrannorpadudeckas cucreMa: MOHOKIIMHHAS

IIpocTpancTBeHHas rpynmna: P2;/c

PasMepsl 2eMeHTapHOM saeiku: a = 5,2064(3) A, 0. = 90°, b= 11,4528(7) A, p=90°, ¢
=35,0457(19) A, y =90°

O6nem: V =2089,7(2) A’

Z 4

Kpurepnii cornacus: 2,781

R-¢axrop: 0,1955

Mopdosorus: uronpyaras

IIpumep 5. Iloryyenne kpuctaanveckoii popmol 4 coenunenus (I) B pesyabrare
ObICTpOro NcnapeHus

KoHneHTprpoBaHHEIA pacTBOp OBUI NONY4YeH B pe3ysbTare pacTBOopeHuss 20 Mr
KpucTaumnieckoii ¢popmel 3 coenunenus (I) B cMecu 3TaHONa ¥ BOJBI B COOTHOIIEHHH 96:4 110
o6beMy I JOCTHIKCHHMS KOHIEHTpauuu 7,5 Mr/mi. PacTBopuTens mcmapsuics B Ipolecce
kunenust mpu temneparype 80°C u armocheproM narnenuu. [lorydyeHHOE B pe3yibTaTe TBEPHOE
BEIIECTBO aHAJIM3APOBAIN METOAOM PEHTTEHOBCKOM MopomkoBo# audpakromerpuu. CoriacHo
9TO mpoueaype Obula ImomydyeHa Kpuctauduyeckas ¢opma 4 coeamnenus (I) B
nopomkoodpa3Hoit gopme. PeHTreHOBCKas IOpOINKOBas AudpakTorpaMMmMa KpHCTAUIAYECKOH
¢opMBI 4 TpOMILTIOCTPUpPOBaHa Ha ¢Ur. 4, 1 OCHOBHBIE IIMKH IIEpEYUCIIeHB! B Tabune 6. AHanu3
MetonoM JICK mokazan, 9to TemmnepaTrypa (Hadana) IUIABJICHHS COCTABIISET NPHOIM3UTEIHHO
144°C (¢ur. 12).

Tabnuna 6. PeHTreHoBckas MOpomKoBas AudpakTorpamMma: OTpaXKeHus (B JuanasoHe 20

70 33°) m MHTEeHCHBHOCTH (HOPMHpPOBaHHBIC) KpucTaLtdeckoi ¢opMmel 4. 3Hauenume 20 [°]
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TpejicTaBIsieT coboii TubPaKknUOHHEI yrol B rpagycax, u 3sHauenue d [A] mpeacrasaser coboit

COOTBCTCTBYIOIICC PACCTOSIHUC B aHI'CTPEMAX MCKAY ITJIIOCKOCTSIMUA KpHCTaHHH‘{CCKOf/'I PCHICTKU.

20 [°] d[A] /Iy [%]
6,31 13,99 35
12,71 6,96 7
13,72 6,45 7
15,68 5,65 89
16,46 5,38 56
17,11 5,18 16
17,82 4,97 36
18,18 4,88 18
18,47 4,80 11
18,69 4,74 31
19,12 4,64 12
19,58 4,53 58
19,92 4,45 12
20,81 4,27 51
21,32 4,17 12
21,49 4,13 100
22,24 3,99 39
22,93 3,38 16
25,36 3,51 11
25,96 3,43 8
27,22 3,27 12
27,36 3,26 8
27,66 3,22 10
28,01 3,18 6
29,49 3,03 4

IIpamep 6a. Iloayuenue kpucrammueckoid ¢popmel 5 (comepxkanue Boasl 0,3-0,6)
coequaenns (I)

B cocyn B armocdepe azora nmoMemaiy paciuiaBieHHbIA cyibdonan (250 mir), a 3ateM
n06aBnaM S-ruapoKkcu-2-(n3ouHa0a-2-uaMetun)-4H-nupan-4-on (50 r), (1-metuncynshormn)-
TUIEpUITH-4 - MeTIIMeTaHCY Tb¢oHaT (64,1 1) u kapbonar ne3us (80 r). Cmech HarpeBaIH

JI0O TEMIIEpaTyphl, COCTaBistomel mpubmm3uTensHo 75°C, U BRIIEpKUBATH B TeUeHUE 4 4acoB.
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Cmecs oxnmaxaam g0 55°C, nmocne gero gobasmsanu anetoH (125 M), a 3ateM 100aBIsUIH BOXY
(250 M), BEIAECpKMBAS IIPU 3TOM TEMIIEpaTYpy, penninatomtyio 50°C. CMecs nepeMenmBaiy B
TedeHue 15 muHyT. IlomydeHHyI0 B pesyipTaTe cMech oxiaxaand 10 5°C B TedyeHue 3 4acoB U
IepeMeIIMBAIH B TeUeHUE 2 JacoB nepesa GpuibrpoBanueM. IpoaykT mpomemamyi Bogoi (50 M)
1 u3onponanoinoM (50 M), a 3aTeM OCYIIECTBISUIA BHICYIIMBaHUE B BaKyyMe IIpH TEMIIEpaType
40°C ¢ nmosydenueM 66,9 r mpoaykTa, NpeACTABISIOMEr0 coboi mpU3MaTHiIecKue 00bEMHBIE
KPUCTAIBI, HMEIOIHE XOPOIIYI0 TEXHOJNOTMYHOCTE U (QuiabTpyeMocTh. llomydennoe B
pesyibTare TBEPJOE BEIIECTBO AaHATM3UPOBAIA METOIAOM PEHTICHOBCKOW ITOPOIIKOBOM
mudpaxkromerpun. CornacHo 3TOd mpouexype OblLia molydeHa KpHcTauimdeckas dopma 5
coequuenus (I). Amamus mo merogy Kapna dumep ¢ MCHONB30BaHUEM KYJIOHOMETPHIECKOTO
TUTpATOpa MPOJEMOHCTPUPOBA, YTO COJAEPIKAHUE BOJBI COCTABISUIO OT Npubau3uTensHo 0,3 1o
npudim3utensHo 0,6 MONEKybl BOABI HA OAHY MOJEKYIy coeauHeHus (I) B KpuCTaILTHIECKO#
pemerke. PeHTreHoBcKas MOpOIIKOBas jaupakTorpaMma KpUCTAUIMYECKOH ¢opMBI 5
(congepxanue Boawl 0,3-0,6) mporiurocTpUpoBaHa Ha QUT. 5, U OCHOBHBIC ITUKU IIEPEUYUCIICHEI B
tabmine 7. Aram3 metoaoM JICK mpoaeMoHCTprpoBai, 9YTO TeMIeparypa (Hadaia) IUIaBIeHUS
cocraBisuia npubimsurensHo 136°C (dur. 13). IlomydyeHHOE € NIOMOIIBIO CKAHHPYIOIIETO
QJIEKTPOHHOro MuKpockona wu3obpaxenue (100-kpatHoe yBenuuenue, mkama 200 MkMm)
KpUCTaJLTM4ecKO# ¢opMel 5 (comepxkanue Boas! 0,3-0,6) nmpowsunocTpupoBaHo Ha ¢ur. 16.

Tabnuna 7. PeHTreHoBCcKas MOpOIKOBas AUQpakTorpaMmma: OTpaXeHus (B Juanas3oHe 20
70 33°) u MHTEHCHBHOCTH (HOPMHpPOBaHHEIE) KpHCTALIMYecKo (opMbl 5 (coaepikaHne BOABI
0,3-0,6). 3nauenue 20 [°] npeacrasisger coboii qudpaKIMOHHBIA Yrol B rpagycax, 1 3HaueHune d
[A] mpencrasiser co6oif COOTBETCTBYIOIEE PACCTOSHUE B AHICTPEMAaX MEXIY IUIOCKOCTSMHE

KpHCTaJIHH‘IeCKOﬁ PCIICTKH.

20 [°] d[A] /I [%]
9,44 9,36 28
10,04 8,81 6
10,54 8,38 7
11,64 7,60 19
13,48 6,56 48
14,76 6,00 100
15,15 5,84 16
16,10 5,50 14
16,53 5,36 24
16,90 5,24 27
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17,20 5,15 10
18,22 4,87 18
18,78 4,72 39
19,17 4,63 3
19,99 4,44 40
20,76 4,28 4
21,09 421 14
21,35 4,16 11
21,72 4,09 16
22,37 3,97 66
23,22 3,83 10
23,42 3,80 17
24,43 3,64 4
24,83 3,58 11
25,16 3,54 3
26,08 3,41 10
26,56 3,35 2
27,32 3,26 7
29,11 3,07 11
29,68 3,01 6

IIpamep 6b. Iloydenue kpucradimdeckoi ¢opmer 5 (cogepxkanme Boabl 0,3)
coequnenus (I) mocpeacrBom nuddy3un mapa AHTHPACTBOPHUTE/IA

20 mr coemunenus (I) momemamu B 400-3000 MKn pa3sHOOOpa3HBEIX pPacTBOPHUTENCH,
nepeurcieHHbIX B Tabnune 8. Cmech mepememuBamu co ckopocthio 600-1000 o6/mMuu mpm
KOMHATHOU TeMmieparype B TeueHue 10-15 cekynn m HarpeBamm mpu temmeparype 50°C B
TeueHue He 6osee 10 MEUHYT B ciryyae HEOOXOAUMOCTH JIjIs 00€CIIeYeHHs IOJTHOTO PACTBOPEHHUS.
Cocyner obbeMoM 4 My, coaepKallde KOHIICHTPUPOBAHHBIM IIPO3padHblii  pacTBOp,
YCTaHaBIIMBAIA B cocyabl o0pemoM 20 M1, comepxamue 2-10 M1 aHTHPACTBOPHUTEIS, KOTOPBIA
npeacrasieH B Tabuumne 3. Ilocne storo cocyasl o6semMoM 20 MII 3aKphIBalId ¥ BBIICPKUBAIN
npu 5°C unM Ipu KOMHATHOHR TeMIlepaType B TedeHHe 2 Heflelb. 3aTeM cocyabl 00beMoM 20 M
OTKPBIBAIH, COCYIbI 00BEMOM 4 MIT U3BJIEKAIIM, U COJEpXKAIMUECSs B HUX IOMYUYECHHEIE TBEP/BIE
BEIIECTBA JCKAaHTHPOBAIM, BHICYIIMBAIM Ha BO3JyXe IIpM KOMHATHOH TeMmieparype H
aHATM3UPOBAIHA METOJIOM PEHTTEHOBCKO# IMOpOInTKOBOi audpakTromerpun. [Ipu nenons3oBaHun

KaXXA0T0 HCCICAOBAHHOTIO COYCTAHUA PACTBOPUTCIIAI U AHTUPACTBOPHUTCIIS OrL1a IIoJIydCHa
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KpucTtaumndeckas Gopma 5, mpeacrasisromas coboil mpuMaTnieckue 00BEMHEBIE KPHCTAILIEL

KOTOPBIE IPOSIBIISUIA XOPOIIYIO TEXHOJOTHIHOCTE U PuibTpyeMocTs. AHanmu3 no meroay Kapna

®ummepa TPOJEMOHCTPUPOBAT, YTO COAEPAAHHE BOIBI COCTABIsUIO NpuOm3uTensHO 0,3

MOJIEKYJIbl BOABI Ha OJWH MoJeKyna coenuHeHus (I) B KpHUCTAIMYECKONW peIIeTKe.

PenTrenoBckasi mopomkoBas AudpakrorpaMma KpUCTALIMIECKO# GopMEIl 5 (comepikaHue BOJbI

0,3) mpowmumocTpupoBaHa Ha ¢ur. 6, ¥ OCHOBHBIC IMUKH IICPEUUCIICHB B Tabnune 9. Anamms

meronoM JICK mokasan, uro TemmepaTypa (Hadaya) IUTABIEHHS COCTABIISUIA IPHUOIHM3HUTEIIHLHO

139°C (ur. 14).

Tabnuma 8.
PactBopurens Konnenrtpanus  |MakcumanbrHas |Temneparypa AHTHpPacTBOPUTEIH
(mr/™M) TeMIIEpaTypa maddy3um napa

Meranon 20 50°C 5°C Ilentan

Mertanon 20 50°C 5°C JusTiioBsrit 3¢up

Jluxnopmeran 51,3 Komnarnas 5¢C IlenTan
TeMIeparypa

Jnxnopmeran 51,5 Komnarnas 5°C JusTrinoBslit 3¢up
TEMIIEpATypa

AneTon 6,8 Komuarnas 5°C IlenTan
TEMIIEpPATypa

Aneron 6,7 KoMmuarnas 5°C JuaTrinoBslit 3¢up
TeMIeparypa

AUEeTOHUTpHI 10,3 Komnarnas KomuaTtHas JusTioBsrit a¢up
TeMIIepaTypa TeMIIepaTypa

Hutpomeran 20,3 KomnarHas Komuarnas Ilentan
TeMIeparypa TeMIIeparypa

Tabnuna 9. PerTreHoBckas MopomKkoBas AudpakrorpaMmma: OTpaXxeHus (B Juanas3oHe 20

70 33°) ¥ MHTEHCUBHOCTH (HOPMHPOBAHHBIC) KpUCTAIUIMYECKOH (GopMbl 5 (conaepxaHue BOIBI

0,3). 3uauenue 20 [°] mpeacTaBnsgeT co6oit [UpPaKIMOHHEI YroN B rpagycax, ¥ 3HaueHne d [A]

IIpCACTABIIACT coboit COOTBCTCTBYHOIIICC DPACCTOSAHUC B aAHI'CTPEMAX MCXKAY IUIOCKOCTSIMHA

KpHCTaJIHH‘ICCKOf/'I PCIICTKU.

20 [°] d[A] /o [%]
9,37 9,43 11

9,97 8,86 8

10,50 8,42 12
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11,61 7,61 41
13,51 6,55 50
14,64 6,05 73
15,15 5,85 25
15,42 5,74 5
16,13 5,49 21
16,51 5,37 48
16,86 5,25 32
17,19 5,15 17
18,12 4,89 38
18,78 472 14
19,21 4,62 6
19,97 4,44 100
20,79 427 4
21,06 421 23
21,41 4,15 22
21,65 4,10 24
21,88 4,06 4
22,10 4,02 12
22,26 3,99 62
23,32 3,81 45
24,51 3,63 6
24,91 3,57 13
25,92 3,43 21
26,05 3,42 8
26,22 3,40 4
26,51 3,36 4
27,31 3,26 16
27,82 3,20 14
28,09 3,17 8
29,11 3,07 15
29,45 3,03 5
29,77 3,00 5
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Ilpumep 6¢. /lanHbIE pEHTreHOBCKOH AHPPAKTOMETPHH JIf MOHOKPHCTALIA
KpHucTaL/Indeckoil popmel S (conepxanue Boasi 0,3)

ITapameTpsl 3reMEHTapHOM sdeiiku Kpuctauimdeckoit gopmsel 5 coenunenus (I) 6pim
OIlpe/ieIeHbl Ha OCHOBAaHMH JAHHBIX PEHTTEHOBCKOW AM(pPaKTOMETpHH JUIsi MOHOKPHCTAIIA W
KpaTKo IpejcTaBieHsl Hmke, T = 293(2) K, amuua BomHsl u3nydenus MoKa (A = 0,7107 A),
crpykrypHas ¢popmyia C21Hz6N20sS, 0,29(0):

Kpucramnorpagpudeckas cucreMa: MOHOKJIMHHAS

IIpocTpancTBenHas rpymma: P2;/n

Pasmepsl anemenTapHO# suediku: a = 12,2311(3) A, o = 90°, b = 13,0812(4) A, B =
96,475(3)°, ¢ = 13,2178(4) A, y=90°

O6wem: V =2101,32(10) A3

Z 4

Kpurepuii cornmacus: 1,052

R-¢akrop: 0,0462

Mopdororus: npusMaTuIecKas

Ilpamep 6d. Ilosryuyenune kpucran4ueckoid ¢opmbl 5 (cogepxkanme Boawl 0,6)
coequnenus (I) B pesyabTaTe 706aBJICHHA AHTHPACTBOPHTEISA

O6pasnsl, cogepxamue 10 Mr amopdnoro coequnenus (1), momemanu B pa3HOOOpa3HBIE
pacTBOpUTENH, INepedncieHHele B Tabmuue 10, mpm komHatHOM Temmeparype. Cmecu
nepeMemmBam co ckopocTeio 600-1000 06/MuH pu KOMHATHOM TeMueparype B Tedenue 10-20
CeKyHJ] /[0 ImonHoro pactBopeHus. Ilocme 3Toro pasHooOpasHble aHTHPACTBOPHUTEINH,
ICpeUIMCIICHHBIE B Tabiuie 4, 700aBIsUIM YETHIPbMS OPIUSIMYU [P KOMHATHOU TeMIEpaType B
YCIIOBHSI HETIPEPBIBHOTO NIEPEMENTUBAHUS ¢ IOMOINBI0O MArHUTHOM MEIAJIKH CO CKOpOCcThI0 600-
1000 o6/muH. IIpOAOIKHTENBHOCTL II€PEMEINUBAHUS MEXAY /A00aBISEMBIMH IOPIHAMHA
cocraBisia 15 munyT. Cocyansl BeiepxuBand npu temmeparype 5°C B TeyeHuwe 24 4acos, a
3aTeM OCYIIECTBIISUIA OTJCIIEHUE OCAXKACHHOTO TBEPJOTO BEMIECTBA IOCPEICTBOM JECKAHTAIMH.
B skcnepumenTax 6e3 ocaxeHUs] pacTBOPUTEIM MCIAPSUIUCh IpU KOMHATHOM TeMiepaType B
OTKPBITHIX COCY/aX WM BBICYIIMBAIM IIpH NMOHM>XeHHOM JaBieHuu (200 mOap) m Temmneparype
40°C. Jlng KaxAOro HMCCIECIOBAHHOTO COYETAaHHWS PACTBOPHUTENS M aHTHUPACTBOPHUTENS Obuia
IIOJy4YeHa KpUcTaMdeckas ¢opMa, IpeicTaBisomas coboit mpusmarudyeckue 0oObEeMHBIE
KPHUCTaJUIBL, KOTOPHIE IIPOSBIISIIN XOPOIIYI0 TE€XHOJIOTMYHOCTh M (PUIBTpyeMOCTh. AHaIM3 IO
Merony Kapna O®umepa npoaeMOHCTPHUpPOBANl, HYTO COACpPXAHHE BOABI COCTABISIO
npubmasutensHo 0,6 MOJIEKYIIBEI BOJBI HA OJUH MoJiekyna coeauneHus (I) B KpuCTaUTMUECKO
pemerke. PeHTreHoBcKass MOpOIKOBas jaudpakTorpaMma KpUCTAUIMIECKOH ¢opMBI 5

(conepxanme Boasl 0,6) mpomiumOCTpHpOBaHa Ha (GUr. 7, ¥ OCHOBHEIC ITMKH IIEPEYHCICHBI B
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tabmmne 11. Amamu3 merogom JICK mokasan, uto Temneparypa (Hadasa) IUIaBICHHAS COCTaBIISIA

npubmasutensbHo 133°C (Dur. 15).

Tabnuma 10.
PactBoputens (S) |Konuenrpauus [AntupactBoputens (AS) Koneunoe o6nemHOE
(mr/mi) COOTHOIIEHHE S:AS
Meranon 5,7 JIusTrnoBsil adup 1:4
AUETOHUTPHI 26,25 MeTtun-Tper-0yTrnoBEIi 3dup 1:4%
OTunanerar 5,0 excan 1:4
Terparuapodypan (10,0 ['entan 1:4

*OTcyTCTBHE IEPBOHAYATILHOTO OCAXKICHUS

Tabnuma 11. PeHTreHoBcKas MOPOINKOBasl AUQpaKTorpaMMa: OTpaKeHHUs (B JMANa3oHE
20 110 33°) ¥ UHTEHCUBHOCTHY (HOPMUPOBaHHBIE) KpUCTAIUINYECKOH GopMEI 5 (coepkaHure BOJIbI
0,6). 3nauenue 20 [°] npeacTasuser cob6oil TUbPaKIUOHHBIH Yo B Ipajgycax, u 3uadenue d [A]
IpeJcTaBisieT coOOi COOTBETCTBYIOINEE PpACCTOSHME B aHICTPEMax MEX/y ILIOCKOCTSIMH

KpHCTﬁJIJIH‘-ICCKOfI PCIICTKU.

20 [°] d[A] 1/l [%]
9,42 9,38 12
9,97 8,87 11
10,48 8,43 12
11,58 7,64 60
13,58 6,52 62
14,49 6,11 55
15,20 5,82 32
15,43 5,74 7
16,01 5,53 6
16,18 5,47 21
16,52 5,36 78
16,76 5,29 35
17,19 5,15 21
18,00 4,92 42
18,76 4,73 17
19,23 4,61 6
20,05 4,42 100
20,93 4,24 14
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21,07 421 20
21,55 4,12 39
21,68 4,10 16
22,11 4,02 58
22,42 3,96 5
23,18 3,83 61
24,59 3,62 12
24,98 3,56 18
25,21 3,53 6
25,36 3,51 7
25,74 3,46 21
26,06 3,42 7
26,25 3,39 6
26,43 3,37 5
27,27 3,27 10
27,84 3,20 10
28,05 3,18 8
29,09 3,07 19
29,36 3,04 9
29,83 2,99 6

IIpumep 6e. Ilonyuenune kpucraummdeckoi ¢opmsl 5 (cogepxkanme Boasl 0,6)
coequHenns (I) B pesybTaTe 0XJIaK/IeHUS X HCIAPUTEILHONH KPHCTAIN3AIUH

O6pasnpl, cogepxamue 10 mr amopdroro coeaunenus (1), nomMemanu B pa3H000pa3HBIe
PacTBOPUTENH, KOTOPhIE IE€PEYUCIeHB B Tabymme 12, npum komMHaTHOU Temmepatrype. Cmecu
nepeMenmBamm co ckopocteio 600-1000 o6/MuUH TpM KOMHATHOM TeMIEparype, a 3aTeM
oCyIIecTBsUIM HarpeBaHne Ipu temmeparype 60°C B teuenue 30 MuHYyT, yT0OBI 0OecneYnTh
IOJIHOe pacTBOpeHHe. llocne 3TOro pacTBOpHI OXJIAXKJAIA LPH KOMHATHOM TeMIeparype B
T€JeHHe 2 4YacoB, a 3aTeM OCYIIECTBISUIA BBUIEpXHBaHKE Ipu Temieparype 5°C B Teuenue 24
gacoB. [locme mnepmona BHLAEP)KUBAHUS MCIAPEHHE pACTBOPHUTENS OCYIIECTBISUIM IIpU
KOMHATHOM TeMIepaType B OTKPHITEIX COCYJlaX B Te€HYEHHE 6-7 HacoB, a 3aTeM OCYIIECCTBISIIA
IIOJTHOE YAaJICHUE PaCTBOPHUTENS IIpH MOHMKEHHOM JaBiieHuH (200 m6ap) u Temneparype 40°C B
TedeHHe 24 dYacoB. JlIM KaXAOr0 HCCIEAOBAaHHOTO pacTBOpUTeNss Oblla IIOIy4eHa
Kpuctaummdeckas popma 5 (comepxanue Boasl 0,6) coequnerus (I).

Tabnuma 12.
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PactBoputens Konnenrpanust (Mr/mit)
Aneron 16,8

AneToHUTpHI 49,5

OTunanerar 3,3

Juxnopmeran (DCM) 50,0

Mertunstunkeron (MEK) 10,3

Hutpomeran 51,5

IIpamep 6f. Ilosyuyenune kpucraamueckoit ¢gopmbl 5 (comep:kanue Boanl 0,6)
coequnenus (I) B pesyasTaTe q1uddysuu napa

Obpasnbl, comepxamue 10 mMr amopduoro coenuneHus (I), momMemand B COCY.BI
00BeMOM 4 MJI, KOTOpBIE 3aT€M yCTAaHABIMBAIM B OTKPBITOM BHJE B cocyAbl o0beMoM 20 M,
cojilepikalMii 2 Mn pactBopuTens. FccnenoBaHHBIE pPAcTBOPUTENH IIPEACTaBISIA co0Oi
METaHOJI, JTwianerar W aneroH. [locme atoro cocyabl obbemMom 20 M 3aKpeIBAIM U
BhIIepxuBaiy pu 5°C B Teuenue 1 Hememu. 3areM cocyanl 06eMoM 20 MJI OTKPBIBAIIU, COCYIBI
o6beMOM 4 MII WM3BIEKald, M CoJepXalquecs B HUX IIOIY4YCHHBIE TBEpABIC BEIIECTBA
JIEKaHTUPOBAaJIM, BBICYIIMBAIN Ha BO3JyX€ IpHM KOMHATHOH TeMIepaType M aHAIW3HpOBalU
METOZIOM DPEHTI€HOBCKOW IOpPOIIKOBOM audpakTtomerpuu. Jlmsl KaXgoro HCCIEAOBAaHHOIO
pacTBopHUTEI OBUIA NOTydeHa KpUcTaJuIMdecKast ¢popma 5 (conepxkanue Boas! 0,6) coequHeHUs
(D.

Ilpumep 7. CycneH3MOHHBIH HJKCNEPHMEHT ¢ KpHCTALIMYecKoil ¢opmoit 5
(conep:xxkanue Boasi 0,3-0,6) coeqmuaenns (I)

O6pasnkbl, cogepxamue 20 Mr KpucTauTHIeckoi ¢popmer 5 (cogepxkanue Boasl 0,3-0,6)
coequnenus (I), momemamu B 300 MK pasHOOOPa3HBIX pacTBOpUTENIEH, KOTOPHIE MEPEUUCIICHE
B Tabmune 13, npu komHaTHOM Temneparype uimu npu 40°C B yCIOBUSX IEpEMEIIMBAHUS C
IIOMOIIbI0 MarHUTHOM Memanku co ckopocteio 600-1000 06/muH. IloaydeHHble B pe3yibTaTe
CYCIIEH3MM BBUIEpXKHMBAlld B TedeHHe | Hejenu NMpU COOTBETCTBYIOIMX TemiepaTrypaX. [locne
IIEpUOJia BBJIEPXKUBaHUS 0Opasnbl BHUIEISUIM, BHICYIIMBaIM Ha BO3AyXe IpH KOMHATHOM
TEMIIEpaType M aHAIW3UPOBAIM METOAOM PEHTTEHOBCKOM IOPOIIKOBOH AMGPaKTOMETPHH.
[Tocne BeIIEp)KUBaHMS 00pa3bl IPEICTABISLIN cO00# KprcTaLIHYECKy 0 dpopMy 5 (coaepxanue
Bonbl 0,3) coenunenus (I). Takum ob6pasom, popma 5 HpOSBIIA YCTOMUMBOCTE B YCIIOBHSIX
MOHMXEHHOM aKTHBHOCTH BOJIBL

Tabmuma 13.

PacTroputeis (06.%) Konnentpanus (mr/mn) | Temneparypa

Mertanon/Bona (95:5) 67,7 Komnarnas Temneparypa
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Oranon/Boga (93:7) 66,3 Komnarnas Temneparypa
Oranon/Boga (80:20) 66,7 Komnarnas Temneparypa
Terparuapodypan/Boaa (50:50) 67,7 KomHuaTtHas TeMmeparypa
Aneronutpui/Boaa (50:50) 67,0 Komnarnas Temneparypa
Aueton/Boja (50:50) 67,3 KomuarHas Temneparypa
Ortunanerar 68,3 KomuarHas Temneparypa
Terparuapodypan (THF) 6,3 40°C

IIpumep 8. IIpeBpamenne KpucTaLIMUECK0il GopMBI 4 B KPHCTAJLINIECKYI0 hopmMy

Kpucrammgeckyro ¢opmy 4 coeguneHuss (I) BbliepKuBalId IOpU  KOMHATHOM
TEMIIEpaType B 3aKphITOM KOHTeWHepe. Uepe3 [Be HeIENIM TBEpABIi MaTepual IOBTOPHO
aHATM3UPOBAIA METOJOM PEHTI€HOBCKOW MOPOLIKOBO# AudpaKkToMeTpun, 1 66110 06HAPYXEHO,
9TO OH COJAEpXal cMech KpucTaiumdeckod (opmbel 4 m kpucramwmdeckod ¢opmer 3, yro
CBHJIETEJILCTBOBAJIO O IIpeBpalneHuu ¢popMsul 4 B popMy 3.

IIpumep 9. IlpeBpamenne KpuCTALINYIECKO PopMBI 3 B KPHCTALINIECKYIO GopMy

25-30 mMr kpuctaummdeckoir hopMel 3 coenunenus (I) mamenpuamu ¢ gobaBnenuem 80
MKJI BOJBI C HCIOJNb30BaHUEM IapoBoil MempHUIBI Retsch. Jlo6aBnenue Boas!l ocyImecTBISLIA
IByMsI TOPHMSMH, IIPUYEM IIOJHOE BpEMsl U3MEIBUCHMS COCTaBIsLI0 1,5 daca, u dgacroTa
cocraBmsuia 30 I'm. Ilocme mcredeHHss BpeMeHM HM3MENBYECHHS OTOMpad TBepAable o0pasibl,
KOTOpBbIE AHAIW3UPOBATM METOAOM PEHTIEHOBCKOW IOPOIIKOBO# IudpakToMeTpud, u ObUIO
00Hapy’X€HO, YTO OHHU COACPXKAIM KPHUCTAIIMYECKYI0 (opMy 2, YTO CBUACTEIHCTBOBATIO O

npeBpameHnu GopMsl 3 B popmy 2.
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OOPMYJA N30BPTEHUSA

1. CoeauHeHHe, KOTOpO€ IpEICTAaBIAeT coOON KpucTauimdeckyro ¢opmy 1 2-
(u3omHIOMH-2-HMeTin)-5-((1-(MeTuncynsh o) nunepuauH-4-mi)metoxkcn )-4 H-upan-4-
oHa (I), umMeromy0 PEHTTEHOBCKYIO TOPOIIKOBYIO AU(PPAKTOrpaMMy € XapaKTepUCTUIECKAMHU
IIMKaM¥, BBIPAXXCHHBIME B Tpajgycax 3HadeHusMu 20 (x 0,2), koTopsle cocraBisot 4,5, 8,8, 9,0,
15,9, 17,6 u 20,5.

2. Coegunenmue 1o 1. 1, y KoToporo kpucrauimdeckas ¢gopMa 1 uMeeT peHTTEHOBCKYIO
IOPOIIKOBYIO JU(MPAKTOrpaMMy C XapaKTEepUCTHYECKMMH ITMKaMH, BHIP2XCHHBIMH B I'pajgycax
sHagenusmu 20 (= 0,2), koTopsie cocrasistor 4,5, 8,8, 9,0, 15,9, 17,6, 19,6, 19,7, 20,5 u 21,3.

3. CoenuHeHHne, KOTOpO€ IMPEIACTABISAET COOOH KpUCTauIMdeckylo ¢opmy 2 2-
(u3omHI0IH-2-HMeTr)-5-((1-(MeTAnCcY MG ORI ) IUIepUIuH-4- 1) MeToKCcH )-4 H-tupan-4-
oHa (I), UMeOIYI0 PEHTTEHOBCKYIO MOPOIIKOBYIO AU(PPAKTOrpaMMy € XapaKTepPUCTHIECKAMH
ITMKaMH, BRIPAXXEHHBIMU B Ipagycax 3HaueHusMu 20 (+ 0,2), koTopeie cocTaBustoT 4,6, 7,2, 9,1,
14,8, 16,6 u 17.3.

4. CoeguHEHHE II0 1. 3, Y KOTOPOro KpHCTaLImyecKas ¢popMa 2 UMeeT PEHTTEHOBCKYIO
IOPOIIKOBYIO JTU(PAaKTOrpaMMy C XapaKTEpUCTHYECKMMH ITMKaMH, BBHIPRXXEHHBIMH B Ipajgycax
3HageHusMu 20 (£ 0,2), xoTopeie cocrasimstot 4,6, 7,2, 9,1, 10,7, 11,1, 12,1, 13,7, 14,8, 16,6,
17,0,17,3,17,8, 18,3,21,7 1 22,3.

5. CoenuHenue 10 1. 3 Wik 4, y KOTOPOTro KpucTautAdecKas Gopma 2 uMeeT CieayoLme
napaMeTpsl dJieMeHTapHo# saeiiku npu T = 293(2) K:

Kpucramrorpagpuueckas cucreMa: opropoMOudecKas

ITpoctpancrBenHas rpynmna: Pbca

Pasmepsl sneMeHTapHO# sueiikn: a = 15,9994(9) A, a = 90°, b = 7,2349(5) A, B = 90°, ¢
=38,8286(18) A, y = 90°

O6nem: V =4494,6(4) A3

Z:8

6. CoemuHeHHe, KOTOpOE MpEACTaBIsieT co0oi KpHcTaumdeckyro ¢opmy 3 2-
(w3ouHpOME-2-ummetrn)-5-((1-(Metuncynsdorun) nunepuuH-4-un)Metokcn ))-4 H-nmupan-4-
oHa (I), umeromy0 PEHTTEHOBCKYI0 IOPOIIKOBYIO AU(PPaKTOrpaMMy € XapaKTepUCTHIECKAMH
IIMKaMH, BBIPaXXEHHBIMH B Ipagycax 3HaueHusMu 20 (£ 0,2), xoTopele cocTaBistoT 9,2, 12,7,
14,8, 16,3, 17,0 m 21,3.

7. CoemuHenue no 1. 6, y KOTOporo Kpucrtauimdeckas ¢popMa 3 UMeeT PEeHTI€HOBCKYIO

HOPOIIKOBYIO JTU(DPAKTOrpaMMy C XapaKTEpHUCTHYECKMMH ITMKAMHU, BEIPRXEHHBIMU B Ipajlycax
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3nagenusivu 2 5,0, 8,2, 9,2, 10,1, 10,8, 12,7, 14,8, 15,6, 16,3, 17,0, 17,2, 18,5, 18,9, 19,3, 20,2,
21,31 21,7.

8. CoequneHnue 1o 1. 6 wiM 7, y KOTOpOro Kpuctajuimdeckas ¢opMa 3 mMeeT clieayIonume
apameTpsl JJieMeHTapHo# sueitku pu T = 293(2) K:

Kpucramnorpaduueckas cuctema: MOHOKITHHHAS

IIpocTparcTBenHas rpymnma: P2;/c

Pasmeps! oeMenTapHOM saeiiku: a = 5,2064(3) A, o = 90°, b= 11,4528(7) A, p=90°, ¢
=35,0457(19) A, y = 90°

O6nem: V =2089,7(2) A?

Z 4

9. CoenuHeHHne, KOTOpO€ IMPEIACTABISET COOOH KpUcCTauMdeckylo ¢opmy 4 2-
(u3omHI0IH-2-HMeTr)-5-((1-(MeTAnCcY MG ORI ) IUIepUIuH-4- 1) MeToKCcH )-4 H-tupan-4-
oHa (I), UMeOIYI0 PEHTTEHOBCKYIO MOPOIIKOBYIO AU(PPAKTOrpaMMy € XapaKTepPUCTHIECKAMH
IIMKaMH, BBIPAXXEHHBEIMH B Ipagycax 3HaueHusMu 20 (£ 0,2), xoTopele cocTtaBistoT 6,3, 15,7,
16,5, 19,6, 20,8 u 21,5.

10. Coegunenue 1o 1. 9, y KOTOpPOro Kpucraummdeckas Gpopma 4 uMeeT peHTTEHOBCKYIO
IOPOIIKOBYIO JTU(PAaKTOrpaMMy C XapaKTEpUCTHYECKMMH ITMKaMH, BBHIPRXXEHHBIMH B Ipajgycax
3HageHusMu 20 (+ 0,2), xotopsle cocrasistot 6,3, 15,7, 16,5, 17,1, 17,8, 18,2, 18,7, 19,1, 19,6,
20,8, 21,3, 21,5, 22,2,22,9 1 27,7.

11. Coenmunenme, KOTOpOE IIpeACTaBIAET cOOOH KpUCTaUIMYeCKyro ¢opMmy 5 2-
(u3ouH0MUH-2-IMeTn)-5-((1-(MeTuncynsh o) nunepuauH-4-un)metokcn )-4 H-nupan-4-
oHa (I), umeromyI0 PEeHTTCHOBCKYI0 MOPOIIKOBYIO AU(PPAKTOrpaMMy € XapaKT€pPUCTHICCKAMHU
ITMKaMH, BRIPaXKCHHBEIMH B TIpagycax 3HaueHusMu 20 (£ 0,2), xoropsle coctaBisiotr 9,4, 10,0,
10,5, 11,6, 13,5, 15,2, 16,5 u 20,0.

12. Coenunenne o 1. 11, y KoToporo kpucraumadeckas GopMa 5 iMeeT peHTT€HOBCKYIO
IOPOIIKOBYIO JTU(PPAKTOrpaMMy C XapaKTEpUCTHUYECKMMM ITMKaMHM, BHIPRXXEHHBIMH B Ipajycax
3nagenusmMu 20 (= 0,2), xotopsie cocrasistot 9,4, 10,0, 10,5, 11,6, 13,5, 14,6, 15,2, 16,5, 16,9,
18,1, 18,8, 20,0, 22,3 u 23,3.

13. Coemunenue no m. 11 mm 12, y xotoporo kpucramimdeckas ¢opmMa 5 uMeeT
ClIeAyIONIMEe IapaMeTphl JIeMeHTapHo sueiiku mpu T = 293(2) K:

Kpucramnorpagpuyeckas cucreMa: MOHOKIMHHAS

ITpocTtpancTBenHas rpynmna: P21/n

Pa3mephl dneMeHTapHOM saeikm: a = 12,2311(3) A, a = 90°, b = 13,0812(4) A, B =
96,475(3)°, c = 13,2178(4) A, y = 90°

O6nem: V =2101,32(10) A3
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14. Cooco6 momydeHHMsl COCIUHEHMS IO I. 1 MM 2, BKIIOYAIONIMHA pacTBOPEHHE
coequHeHus: (I) B auxylopmMeTaHe, BBEIEHHME CMECH B KOHTAaKT C JUATHIOBBEIM 3pHUpoM H
BBIJICJIEHAE KPUCTALUINIECKOTO IPOIYKTA.

15. Croco6 momydyeHHs coeIMHEHHS IO 1. 3, 4 Wi 5, BKIIOYAIOINUN pPacTBOpEHHE
coequHenuss (I) B cMecm Boasl ¥ 2-mIpolaHoNa, aleTOHE, 3TAHOJE, AlECTOHUTPWIEC WU
TeTparupodypane, OXJIaKJICHUE CMECH U BBIIEICHUE KPUCTAIMYECKOTO IPOTYKTa.

16. Coco6 momydeHus coeauHeHHS 1O 1. 6, 7 miam 8, BKIIOYAIOmMUi pPacTBOPEHHE
coequnenus (I) B 3TaHONE MM B CMECH 3THIIAllETaTa W allETOHUTPUIA, OXJIAKIACHUE CMECH U
BBIJIEJIEHUE KPUCTALINIECKOTO IPOYKTa.

17. Conoco6 mnomyuenust coeaumHeHus mo n. 9 wmnm 10, Binowaromuii pacTBOpeHHE
coequHenuss (I) B cmecu 3TaHona W BOJBI, HCIAPEHHME pacTBOPUTENS M BbIIEICHUE
KPHCTLINYECKOr0 IPOYKTa.

18. Cnoco6 momyuenus coeauHeHus mo m. 11, 12 wmm 13, BKmogaromuii peaxkuio 5-
THIPOKCHU-2-(M30MHI0N-2-uMeTun)-4H-upan-4-ona ¢ (1-(MeTmiCcynb¢OHUI)TAIEPUANH-4-
AII)METHIIMETAHCYIL)OHATOM B PACILUIaBIEHHOM Cylb(ONaHe B NMPUCYTCTBHHA KapOoHATa 1e3Hs
IIPA HarpeBaHWH, A00aBICHHE alETOHA, a 3aTeM BOABI, OXJIAXJAECHHE CMECH M BbIICICHHE
KPUCTAJUIMIECKOT0 ITPOIYKTa.

19. Cnoco6 mosrydenust coeauaenus o n. 11, 12 um 13, Bkmodaromui pacTBOpeHHE
coenunenuss (I) B aneroHe, aneroHUTpWie, JTWilanerare, auxiopmerane (DCM),
MetmwTIWiIKeToHe (MEK) nimm HUTpoMeTaHe, OXJIaXACHHE CMECH, HCIIAPEHHE PAaCTBOPUTENS U
BBIJICJICHUE KPUCTALUINIECKOTO NIPOAYKTa.

20. Cnoco6 moydenus: coeaunenus mo 1. 11, 12 um 13, Bxmodaromuif pacTBOpPEHHUE
coenunenus () B MeraHone, aleTOHWTpPHUIE, 3THIANICTATE WIM TeTparuapodypaHe, BBeaeHHE
CMECH B KOHTaKT C JAWUAITHIOBBIM 3GUPOM, METHI-TPET-OyTWIOBHIM 3QHpPOM, IeKCaHOM HIIH
TE€IITAHOM M BBIJIETICHUE KPUCTAIUIMYECKOTO IIPOIYKTa.

21. dapmaneBTrUyecKas 103UpoBaHHad ¢opMa, cojepkammas COeIUHEHHE 110 odoMy u3
oo. 1-13.

22. Coegunenue no modoMmy u3 1. 1-13 g ucnonb30BaHUS B JIEHYEHHH TOPMOHAIBHO
PETYIHPYEMbIX OHKOJOTMYECKUX 3a00JICBaHMM, TaKMX KaK pak IIPe/ICTaTENbHOM Xele3bl U pak

MOJIOYHOH KEJIE3hI.



1/9

3500

JZ00

2900 |

2600

[ k2
= Led
- =
= =

= =
i s
- -
- -

HHTeHCHBHOCTS (MHCIIO OTCUYETOR)
w 5 :
- -
- -

th
-
-

3 6

‘ ‘ ]
W WWW
18 21 24 25 30 3
20 ()

@wr. 1. Popma 1: peHTreHOBCKAs
HOpOIKoBas AudpaKTorpamma

33

1400

1200 -

1000 +
2]
g
g L
o 800 +
et
(=]
< -
B
& 600 -
Z
2 400 -
i i ]
i ]
= r | 1
5 200 | | ]
£ 200 | :
: BtV bl
0
3 6 9 12 15 18 21 24 27 30 33

28 ()

Owr. 2. Gopma 2: peHTTEHOBCKas
HOPOIIKOBasl U pakTorpaMma



1200

1000 ¢

MuTencHBHOCTE (THCIO OTCUSTOB)

HHTeHCHBHOCTE (THCI0 OTCYETOB)

800 |
600 |
400 |

200 .+

430

2/9

3 6 9 12 15 18 21 24 27 30 33
26 (%)
Q@ur. 3. Gopma 3: peHTTeHOBCKas
HIOPOIIKOBAS TA(paKTOrpaMma

150
10 ¥
3 6 9 12 15 18 21 24 27 30 33

26 (%)

Owur. 4. Dopma 4: peHITEHOBCKAs
HOPOIIKOBas JuppakTorpaMma



9300

8400 [
7500 |
6600 |
5700 |
4500 |
3000 |

3000 |

VHTEeHCHBHOCTE (MHCIIO OTCUETOR)

300

3 6 9 12 21 3

15 18
26 (%)

@ur. 5. Dopma S: peHTTeHOBCKAs MOPOITKOBAas
mudpakrorpamma (cojepsxkanue Bojbi 0,3-0,6)

59200

5400
4900 |
4400 |
39000 |
3400 |
2900
2400 |

1800

HutencueHOCTE (THCIO OTCISTOR)

1400 | I

e iU

400

L«N\W Vobdni

4 3 15 19 22 34

26 ()
@ur. 6. Popma 5: peHTTeHOBCKasI MOPOITKOBAs
nndpaxrorpamMa (cojepaxanne Bojnl 0,3)

a



4/9

4900

4400 |

W
S
=
=]

G
e
=
=

N
N
=
(=

L
o
=
=

i
2
=
=

1400

™ M AU

HuTeHCHBHOCTS (WHCIC OTCIETOR)

404

13 16 22 25 28 31 34

19
26 ()
@ur. 7. Dopma 5: peHTTeHOBCKAas ITOPOMIKOBAs

nudpakrorpaMma (coaepxkanue Bojbl 0,60)
1300

1200

1100

1000

900

800

700

600

VIHTeHCHBHOCTE (UHCIIO OTCHETOR)

500

'|1||||11111ﬁ.€§1||l[[[1|t|||||t\\|\|:\|||||_

LIS L L L L A A O I

1 |4 T B S ST A R S ] AT R T NS R A
18 21 24 27 30

20 (%)

Lad
o
@
ot
o
[N
4%
L
L

Qwur. 8. Amopduas dopma: peHTTeHOBCKAas
HOpOIIKOBas Judpakrorpamma



(mBT)

‘‘‘‘

Temoro# moTox (MBT)

10 —

-12 T . , . , . , , ,

5/9

=10-H
o

~14 ]

=16 -

=18 =

T T T T T T T 4 T
150 00 250 300
Tenmmepatypa (OCjz

Qur. 9. @opma 1: repmorpamma JICK

50 100 150 200 250 300
Temmepartypa (°C)

Our. 10. ©opma 2: repmorpamma JICK



6/9

Termnosoit motox (MBT)
)
1

10 4

-12 T . , : T : T : T

50 100 150 200 250 200
Temmepatypa (°C

@ur. 11. @opma 3: repmorpamma JICK

Temnoroit motox (MBT)

-12 T T T T T T T T T
50 160 150 200 250 300

Tewmmepartypa (°C)

@wur. 12. ®opma 4: tepmorpamma JICK



7/9

JICK
MBT
2.00+
0.00+
=200+

TTux 139.70°C

Hauamo 136,46°C

-4.00+ Komerr 141,79°C

- Temmora | -134,19 m/Ix
-83.87 I/t
000 100.00 200.00 ‘ 300.00
Temmepatypa (°C)

Qur. 13. Popma 5: Tepmorpamma JICK
(coneprxkanue Bojpbl 0,3-0,6)

JCK
MBT
0.00+-
-5.00+
Tux 141,17°C
Haugano 139.,41°C
Konen 143,45°C
-10.00 Temnora | -150,25 m/x
' -102,91 T/t
100.00 200.00 300.00
Temmepartypa (°C)

Qur. 14. Gopma 5: tepmorpamma JICK
(comep:xanue Boasl 0,3)



8/9

JACK
MBt
2.00
0.00
-2.00+
Ik 138.21°C
400k Hagano 132.78°C
. Komen 140.19°C
Tennora 91,72 Ml
6.00:

100.00 20000 300.00
Temmeparypa (‘*C‘)

@iﬁ* 15. ®opma 5: TepMorpamMma JICK

@ur. 16. ®opma 3: nonygernoe merogom COM
u300paxenne



9/9

@ur. 17. ®opma 5: moayuennoe merogom COM
uzo0pakenue (comepxanue Boasl 0,3-0,6)




	Bibliographic data
	Abstract
	Description
	Claims
	Drawings

