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OcHOBHOV Lenblo SBASETCA npenocTaBreHne
KpUCTannoB aueTOHUTPUIBHOrO conbBaTa 6-Top-1-
meTun-7-[4-(5-meTun-2-okco-1,3-guoKconeH-4-
un)metun-1-nunepasnHun]-4-okco-4H-[1,3]tnaseto
[3,2-a]xmHONMH-3-kapboHOBOW KUCMOTbI  (COeanHeHue
B), koTOpoe sIBMSIeTCA NPOMEXYTOUYHLIM COEAMHEHNEM
ONst NPenMyLLEeCTBEHHOro Mory4yeHusl Kpucrannos 6-
dpTop-1-meTnn-7-[4-(5-meTnn-2-okco-1,3-gnUoKconeH-4-
un)meTtun-1-nunepasnHun]-4-okco-4H-[1,3]tnaseto

[3,2-a]xmHonnH-3-kapboHoBo  kucnotbl  Tuna Il
(coeonHenune A). Kpuctannbl coegmHeHuss B moxHo
NpevMyLLecTBEHHO ocaguTb NyTeM  perynsauuu

KOHLIEHTpaLMN CBEepPXHaChILLEHUS Npy NpoBeAeHUU
KpUCTannusaumMm ¢ MCrnonb30BaHNEM aueTOHWUTpuna B
KayecTBe pacTBopuTens. 3aTeM MOXHO MONy4uTb
Kpuctannel coeguHeHns A Tuna Il nyTtem

JeconbBauun kpuctannos. 4 H. n 2 3.n. @-nbl, 4
un., 4 Tabn.
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(54) CRYSTALS OF SOLVATE OF QUINOLINECARBOXYLIC ACID DERIVATIVE

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention was targeted at obtaining
crystals of acetonitrile  solvate of  6-fluor-1-
methyl-7-[4-(5-methyl-2-ox0-1,3-dioxolene-4-
yl)methyl-1-piperazinyl]-4-oxo-4H-[1,3]thiazeto
[3,2-a]quinoline-3-carboxylic acid (compound B),
which is an intermediate compound in obtaining
crystals of  6-fluor-1-methyl-7-[4-(5-methyl-2-oxo-

1,3-dioxolene-4-yl)methyl-1-piperazinyl]-4-oxo-4H-
[1,3]thiazeto[3,2-a]lquinoline-3-carboxylic acid
of Ill type (compound A). Compound B crystals are
mostly  precipitated by regulation of super-
saturation during crystallisation involving
acetonitrle as a solvent. Then compound A
crystals of lll type are obtained crystal desolvation.
EFFECT: increased efficiency of compounds.
6 cl, 4 dwg, 4 tbl, 4 ex
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HacToswee n3obpeteHue otHocuTcs K kpuctanny 6-gprtop-1-metun-7-[4-(5-metnn-2-okco-1,3-
anokconeH-4-nn)metun-1-nunepasmHun]-4-okco-4H-[1,3]tmaseTo[3,2-a]xnHONMH-3-kapboHOBOW
KMCNOTbI (Janee HasblBaeTca coegmHeHne A) aueToOHUTPUBHOrO conbBata (ganee HasbiBaeTcs
coeanHeHune B), k cnocoby nonydeHns KpUcTannoB coeamHeHus B n k cnocoby nonydeHus
Kpuctannos coegmHeHusa A Tuna lll ¢ ncnone3oBaHMeM Kpuctannos coeanHeHus B.

CoeanHerne A obnagaeT NpeBOCXOAHON NPOTUBOGAKTEPMANbHOW aKTUBHOCTLIO (CM.,
HanpuMep, NaTeHTHbIA OOKYMEHT 1) 1 NpoAaeTCs Ha PbIHKE Kak CUHTETUYeCcKoe
npoTuBobakTepuaneHoe cpeacTBo. N3BecTHO, YTO cylecTByeT 3 TUNa kpuctannos (Tvn |, Tun
[l v Tvn 1ll) coeamHennsa A, koTopble obo3HadvatoTes kak Tun |, tun v Tun lll B
COOTBETCTBUWN C YMEHbLLEHNEM TemnepaTypbl NraBneHns, N3amMepseMon ¢ NoMOLLbIO
andbdpbepeHumanbHOM ckaHupytoLLlern kanopumeTpumn (ganee obosHadvaetcs DSC) (cm., Hanpumep,
He naTeHTHbIN JoKyMeHT 1). Kpome Toro, onpegeneHHble pacTBOPMMOCTb, abcopbLmnoHHas
CMOCOBHOCTb, TepaneBTUYECKOE AEWCTBUE U T. M. 00yCNaBNMBaOT HanMymne Ha pbiHKe
kpuctannos Tuna lll (cm., Hanpumep, He NaTeHTHbIA AOKYMEHT 1).

M3BeCTHO, 4TO KpucTansbl coeauHenus A tuna |, Tuna Il v tuna lll nonyyatot
KpucTannusauumen us aueToHUTpuna, OgHako, yCrnoBums Kpuctannmsawlmm He U3BeCTHbI 1
CYyLLIECTBOBaHME coefmHeHns B Toxe He Obino Joka3aHo (CM., HanpuMep, He MaTEHTHbIN
OOKYMEHT 1).

MaTeHTHbIN gokymeHT 1: JP-A-1-294680.

He nateHTHbI gokymeHT 1: Kazuro Kakemi and others 7, "Chemical Structure,
physicochemical properties and stability of Prulifloxacin”, IYAKUHIN KENKYU, vol. 28
(1), pp 1-11 (1997).

Llenbto HacTosLLEero n3aobpeTeHns, B OCHOBHOM, SBMSIETCA NpedoCTaBlieHNe Cbiporo BeLlecTBa
ONns nonyyeHus kpuctannos coeanHeHusa A tuna lll, kotopble 06nagatoT 3ameyaTernbHbIM
dhapmaueBTUYEeCKUM 1 hapMaKoiorMyeckum OencTBneMm, a Takke cnocoba mx nosydeHus.

[o HacTosLero BpeMeH cHnTanock, YTo Kpuctannsl coegmHeHus A tuna lll nonyyatot
HenocpeacTBEHHO M3 pacTBopa CoeMHEHUsA A B aLleTOHUTPUIE, Tak Xe, Kak U Kpuctansbl Tuna
| n Tmna Il. OgHako aBTOPbLI HACTOSLLErO M300peTeHNa OBHapyXunu, 4to kpuctannel Tuna lll
MOXXHO NOSTYYUTb HE NPSMON NepekpucTannmnsaumen, kak kpuctannsl Tmna | v tuna ll, a nytem
JecornbBauuy Kpuctanna coegmHeHus B (cM. akcnepumeHTansHble npumepsl 1-3, onnucaHHble
HWXe). ABTOPbI HACTOALLErO N300pETEHNSA OOHAPYXUINN, YTO KpUCTanNbl coeanHeHns B
NpeacTaBnAlT COOON BaKHOE NPOMEXYTOUYHOE COeANHEHME AN NOMYYEHNA NEKAPCTBEHHOTO
cpenctea (kpuctannbl coeguHenms A tuna lll).

Kpome Toro, aBTopbl HacTOALLEro N306peTeHns NPOBENM MHTEHCUBHbBIE MCCNEOOBAHNS NO
cnocoby nM3bupaTenbHOro ocaxaeHns KpUcTansoB coeanHeHnst B, B pesynbTate yero 6b1110
0BHapyXeHO, YTO yKa3aHHY0 LiefNlb MOXHO JOCTMYb MYTEM PErynsaunmn KOHLEHTpaLmm
CBEPXHACbILWEHNSA (CM. 3KCNEPUMEHTanbHbIM NpuMep 1, ONUCaHHbIA HUXE).

To ecTb, aBTOpPbI HACTOSILLErO M306peTeHNsT OGHAPYXNNN, YTO KpUCTanbl coeanHeHns: B
MOXHO 13bumpaTenbHO 0CaanTb MYTEM PErynAuUmM KOHLEHTPALUN CBEPXHACHILLIEHNS MpK
KpuUcTanmnmaawmm ¢ UCnosib3oBaHNEM aLeTOHUTPUIA B Ka4eCTBE pacTBOPUTENS 1 3aTeM Mnocre
JeconbBaumn KpUCTannoB MOXHO NOMAyYnTb KpucTannbl coegmHenunsa A tuna lll, yto coctaBnser
NpeaMEeT HaACTOALLEro n3odpeTeHus.

HacTtosuee n3obpeteHne BknovaeT B cebs:

(1) kpucTannbl coegmHeHus B, umetowme nnku andpakuynmn, No MeHbLlen mepe, npu 7,3°,
14,7°, 19,2° n 22,3° B cneKkTpe NopoLLKOBOW peHTreHoandpakLymm;

(2) cnocob nony4eHus KpUCTannoB coegmHeHnsa B, oTnuyarowmnncs Tem, 4To Kpuctannmsauuo
NPOBOAAT M3 pacTBOpa coeAMHEHUsA A B aLeTOHUTpUIe, NpuyemM BO BpeMS 06pa3oBaHNSA LEHTPOB
KpuUCTannmaauumn KoHueHTpaums ceepxHacbiwenns (r/100 r) HaxoauTca B nHTepsane ot 2,15 oo
2,36;

(3) cnocob nony4veHus KpUcTanioB coegmHeHns B, oTnuyarowunest Tem, 4To KpuctTannmsayuro
NPOBOAAT M3 pacTBOpa coeAMHEHUA A B aUeTOHUTpUIe, NpuyemM BO BpeMS 06pa3oBaHNSA LEHTPOB
KpucTannusauumn KoHueHTpaums ceepxHacoiweHuna (r/100 r) Haxogutcsa B nHtepsane ot 0,41 oo
2,36, n
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(4) cnocob nony4eHus, onMcaHHbI B NyHKTe (3), rae Temnepartypa pacTBopa BO BPEMS
pobaBneHnst 3aTpaBoOYHOro Kpuctanna coctaBnsaet 70°C unu Huxe.

B HacTosilem n3obpeteHun TepMrH "CnoHTaHHOe 06pa3oBaHMe LEHTPOB Kpuctannusauymm"
0O3Ha4daeT obpasoBaHMe LIEHTPOB KpucTannnsaumm, KOTopoe NPONCXOAUT CNOHTaHHO, Koraa
KpucTannmaaymio npoBoasT 6e3 3aTpaBOYHOro Kpuctanna.

B HacToswem n3obpeteHnn TeEpMMH "KOHUEHTpaUns ceepxHacbiweHms: Cx (r/100 r)" o3HavaeT
CTENEeHb CBEPXHACbILLEHMSA M COOTBETCTBYET crneaytowen opmyne:

Cx=C-Cs

roe C (r/100 r) npeactaBnsaeT cobon maccy coeanHeHns B (B nepecyeTe Ha geconbear),
pacTtsopeHHoro B 100 r pacTBopuTens.

Cs (r/100 r) npencTtaensieT cobolr HackiWatoLLyo Maccy (B nepecyeTe Ha OecornbBar)
coeanHeHus B, pactBopeHHoro B 100 r pactBopuTensa npu Temnepatype BO BPeMsi CMIOHTaHHOTO
obpasoBaHuMA LLEHTPOB KpucTannmsaumm nnu godaeneHunsa 3aTpaBoyHOro Kpucrtanna.

To ecTb, ecnu Cx>0, pacTBOp HAaxXoOQMTCS B COCTOSIHMM CBEpXHacbiweHuns, a ecrnim Cx<0,
KOHLEHTpauus pacTBopa He OCTUraeT HaCbILLEHUS.

B HacTosilem n3obpeTteHmn TepMMH "KONMYECTBO B NepecyeTe Ha AeConbBaT" OTHOCUTCA K
mMacce, nonyyaroLlerca B pesynbtate npeobpasoBaHns Mmaccbl coeanHeHust B (conbBaTta) B
Maccy geconbBata. Hanpumep, ecnu macca coeanHeHus B coctaBnsieT 502,5 r, To KOonn4ecTso
B nepecyeTe Ha geconbBaT coctaBnsaeTt 461,5 1.

B HacTosileM n3obpeteHnn TepMuH "geconbBauua” o3HavaeT yaaneHme pacTBoputens us
conbBaTa. Hanpumep, ecnn pactBopuTenem sBMAsIETCS BoAa, TO B KAYECTBE npumepa MOXHO
npuBeCTM NpeBpaLleHne rmgpata B 6€3B04HY0 hopMy NyTEM yaaneHus MOseKkyn BoAbl.

Ha cpur.1 npuBegeH cnekTp NOPOLLUKOBOW peHTreHoaudpaKkLmMm KpucTannos coeauHeHns A
Tnna |l. Ha BepTnkanbHOM ocx yKa3aHa MHTEHCUBHOCTL (MMn./ceK. (Cps)), a Ha
ropm3oHTanbHOM OCU YkasaH yron anddpakumm (20 + 0,2°).

Ha dour.2 npmBeaeH cnekTp NOPOLUKOBOW pPeHTreHoandpakLMmM KpUCTannoB coeanHenns A
Tnna ll. Ha BepTukanbHoOM ocn yKkasaHa MHTEHCUBHOCTL (MMM./CeK. (Cps)), a Ha
ropm3oHTanbLHOW Ocu ykasaH yron anddpakumm (20 + 0,2°).

Ha cpur.3 npuBegeH cnekTp NnopoLLIKOBOW peHTreHoaudpakLmMm Kpuctannos coeanHeHus B. Ha
BEpPTUKANbHOW OCK yKka3aHa MHTEHCUBHOCTL (MMM./CeK. (CPS)), a Ha rOpM30OHTarnbHOW OCK
ykasaH yron anddpakumm (20 + 0,2°).

Ha cpur.4 npusegeH cnekTp NOPOLLUKOBOW peHTreHoaudpaKLmMm KpUcTannos coeauHeHns A
Tuna lll. Ha BepTuKanbHOM OCK yKazaHa MHTEHCMBHOCTb (MMr./ceK. (Cps)), a Ha
ropm3oHTanbHOM OCU YkasaH yron anddpakumm (20 + 0,2°).

Kpuctannbl coeguHeHns B MOXHO NOnNyyYnTb NYTEM OCaXKO4EHUSA U3 pacTBopa, B KOTOPOM
KOHUEeHTpauusa ceepxHacbiweHns (r/100 r) Bo Bpems CNoHTaHHOro obpa3oBaHUs LEHTPOB
KpuUcTanmnmaauum HaxoamTca B MHTepearne ot 2,15 0o 2,36, n npoBeaeHns Kpuctannusauum us
pacTBopa coeauHeHnss A B aLleTOHUTpuUne npu nogaeneHnn obpasoBaHns KpMcTanmnos
coeauHeHus A tuna | u Tuna ll.

C Opyrovi CTOpPOHbI, Cnv KpUCTannmM3auuio NpoBOAAT B YCIOBUAX 400aBNEHUS 3aTpaBOYHbIX
KpMCTarnmnoB, KpucTansbl Nony4yawT B 3aBUCUMOCTU OT BuAa 3aTpPaBOYHbIX KpUCTanmoB. Tak, npu
npoBefeHUN KpucTannmaaymm nytem gobaBneHnst 3aTpaBOYHbIX KPUCTanNoB, B OTAMYME OT
KpucTannmaawuum, npoucxoasiien B pesyrbTaTe CNOHTaHHOro 06pa3oBaHMs LIEHTPOB
KpucTannmaauum, Kpuctannbsl cCoeanHeHns B MOXXHO nony4ynTb, Aaxe ecrnv KOHUEeHTpaums
cBepxHacbiweHna (r/100 r) HaxoguTcs B HTepBane ot 0,41 go 2,36. MNpegnovtmuTensHO
006aBNATb 3aTpaBOYHbIE KpUCTanmbl B bonblwem konnyectee (He meHee yem 0,004 r/100 r
pacTtBopuTens), 4em obbl4HO (MeHee yem 0,004 r/100 r pactBopuTens). Ecnu ucnonbsyetcs
MarieHbKOe KONMMYECTBO 3aTPaBOYHbIX KPMUCTANIoB, AobaBnsieMble 3aTpaBOYHbIE KpUCTansbl
CTaHOBATCHA CTUMYNOM M HabnogaeTcs cnoHTaHHoe 0bpa3oBaHMe HOBbIX LIEHTPOB
KpucTtannuaauyuun. OgHako, ecnv 3aTpaBoYHble KpucTansbl 4o6aBnAloT B O0OMbLIOM KOn4yecTse,
NPENMYLLECTBEHHO NMPOMCXOAUT PocT AobaBNEHHbLIX 3aTPaBOYHbIX KPUCTANMOB, a CNIOHTaHHoe
obpasoBaHmMe LIeHTPOB KpMCTannuaauumn nogaBnaeTcs, NocpeacTsom Yyero obpasoBaHmne
KpucTannoB coegmHenuns A tuna | unm Tuna Il moxeT ObITb CBeAEHO K MUHUMAaITbHOMY YPOBHIO.
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Kpuctannel coeguHeHns B nogsepratoTcs onocpefoBaHHOW pacTBopUTeneM TpaHchopmaumm,
crnepoBaTternbHO, TeMnepaTypy pacTBopa BO BPeMS CMOHTaHHOro 00pa3oBaHus LIEHTPOB
KpucTannmsauum n Bo Bpemsa gobaBneHnsi 3aTpaBOYHbIX KpUCTannos nogaepxusatot npu 70°C
UK HUXKe, NpeanoYTUTENbHO 67°C nnn HWxe, 6onee npegnovTUTensHO 55°C Unu Huxe.

B HacTosiLem nsobpeTeHmmn TepMUH "onocpeaoBaHHas pactBoputenemM TpaHcgopmauyuns”
OTHOCMKTCS K NpeobpasoBaHMio KpucTanna B Apyron Bug B NpMCyTCTBUN pacTBOPUTENS.
Hanpumep, 310 03HayaeT, 4YTO Npu 3apaHee onpeaeneHHon TemnepaType Kpuctansnsl
coeanHeHus B B pacTBoputene TpaHCOpMMpPYOTCS B KpUcTansbl coeauHennsa A tuna |.

Kpuctannbel coeanHeHna A tuna lll MOXXHO nonyynTb NyTeM geconbBaunn KpUctannos
coeanHeHus B. [leconbBaumio MOXHO NPOBOANTL MYTEM CYLLKW KPUCTANOB conbBaTa B
COOTBETCTBUMN C TPaaULMOHHLIM METOAOM; OOHAKO ee npeanoYvTuTernbHO nposoauTs npu 80°C
WIN HWKE NMPU NOHWXKEHHOM AaBneHnn. Kpome Toro, kak onncaHo Bbille, KpUCTansbl coegMHeHns
A tuna lll nogBepratoTca onocpeaoBaHHOK pacTBopuTenem TpaHcdopmaumm, cnegoBaTenbHo,
TemnepaTypy CyLkn nogaepxusarot npu 70°C unu HUXe, NpeanodTuTensHo 67°C nnm Huxe,
bonee npeanoyTuTensHO 55°C unu Huxe.

Bonee KOHKpeTHO, KpUcTanmbl COeANHEHUs B MOXHO nonyyntb, Hanpumep, cneayoLmm
obpasom.

(1) Ctagusa pactBopeHus

CoepnuHeHne A pacTBOpsaOT B aueToHuTpune. MIcnonb3yoT Takne Konmyectsa coeguHeHnsa A
W aueToOHUTpUNa, YTOObI NOMYYMTb 3a4aHHYI0 KOHLEHTPaLMIO CBEpXHAacbILWeHnsi. PacTBopeHne
npeanoyYTUTENBHO NPOBOAAT NpU HarpeBaHun. TemnepaTtypa HarpeBaHUs He orpaHUYnBaETCS,
O[HaKoO pacTBOpPEHME NPeanoyTUTENbHO NPOBOANTL NpU TemnepaTtype, 6rIM3Kon K TOUKe KMNEeHUSN
aueTtoHuTpuna. Kpome Toro, faHHyo CTaguio NnpeanoyTUTenbHO NPOBOANTL B NOTOKE MHEPTHOO
rasa, Takoro Kak asoT U aproH.

UTtobbl yaanuTb HEpacTBOPEHHbIE BELLECTBA, PACTBOP MOXHO OTUNbTPOBaTh. YTOObI
npenoTBpaTuUTb 0OpasoBaHMe KpUcTansoB B npouecce dunbTpauun, hunbtpaymto
NpeanoYTUTENBLHO NPOBOAMTL C MCMONb30BaHNEM unbTpa, CHabXXeHHOro oborpeBarLLm
YCTPOWCTBOM, U MpU NOBbILEHHOM AaBneHuun. Ecnn kpuctannel obpasyoTca B unbtpaTte, mx
MOXXHO CHOBa pacTBOPUTbL MyTEM NOBTOPHOIO HarpeBaHUsA pacTeBopa nocne dunbTpaymm.

(2) Ctagna oxnaxageHus

PacTtBop oxnaxgarT 40 ocaxaeHus KpucTtannioB. Heob6xoamMmo KOHTpONnpoBaThb
TemnepaTypy, Npy KOTOPOWN HAYMHAIOT OCaXAaTbCsa KpUCTanmbl, cnegoBaTenbHo,
KpucTannuaauus, nposogumas 6e3 fobaBneHnsa 3aTpaBoYHbIX KpUCTanmnoB, TpebyeT ocoboro
BHMMaHWs. [locne ocaxxgeHus KpUCTanoB CKOPOCTb OXIaXKAEHWS HE OrpaHNYMBaETCH, O4HAKO
oxnaxaeHue nNpeanoyTUTENBHO NPOBOANTL CO CKOPOCTLIO NpubnmanTtensHo 0,04°C/MUH nnm
ObicTpee, bonee NpennodYTUTENBHO CO CKOPOCTLIO NpMbnuantensHo 0,22°C/MnH nnu GbicTpee.
He cyuwiectByeT ocoboro orpaHmdeHuss no TemnepaType oxnaxaeHus (Temnepartypa Bo Bpems
cbopa ocaxaeHHbIX KpUCTanmoB), O4HAKO OHa NPeanoyTUTENbHO HaxoauTcs B MHTepBane ot 0
no 45°C, 6onee npeanoututensHo oT 0 go 25°C. Bpems BblAEPKKM MOCNe OOCTMKEHUS
TemnepaTypbl OXNaXxaeHnsa He orpaHMYnBaETCs, OAHAKo OHO NpeanoyYTUuTensHo coctasnset 30
MUHYT nnun 6onblue, 6onee npegnovtuTenbHo 90 MUHYT unu 6onblle. Kpome Toro, AaHHy0
CTaanto NPeanoyTUTENBHO NPOBOAMTL B MOTOKE MHEPTHOIO rasa, Takoro Kak as3oT WUIv aproH.

(3) Ctaagnsa cbopa kpuctannos

OcaxaeHHble KpucTanibl MOXHO cobpaTb M3BECTHLIM CMOCOBOM, TakuM Kak hunbTpaLms unm
LeHTpudyrmpoBaHue, nx Takke MOXHO BbICYLUUTL. CyLLKY OCaXOeHHbIX KpUCTannoB MOXHO
NpOBOANTb TPAAULMOHHBIM CNOcoboM. YTobbl MpeaoTBpaTMTh ONOCPEOBAHHY0 pacTBOPUTENEM
TpaHcdopmMaLmio, TeMmnepaTypy B npouecce CyLUKu yctaHasnuaaroT npu 70°C unu Huxe,
npegnoytTutTensHo npu 67°C nnn Hke, 6onee npegnodtTuTensHo npu 55°C nnn Huxke. Kpome
TOro, MOXeT MPOU3ONTUN OECOoNbBaLMS KPUCTANSIOB U B HEKOTOPLIX CNyyasax HabniogaeTcs
obpasoBaHue geconbBaToB. YTobbl NpeaoTBpaTuTh A€CONbBaLMIO, NPEANOYTUTENBHO CYLUNTb
KpucTanmbl Npy 00bIYHOM TemnepaType Unm HDKE 1 Npy NOHMXEHHOM AasrneHnn. Kpyuctannbl
NCMonb3yHTCs B KAYECTBE ChIpOro MaTepuana ans nosyvYeHnsa Kpuctannos coegnHeHns A tuna
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[, kKak onncaHo HWXe, criegoBaTeNbHO, UX MOXHO UCMNONb3oBaTb 6€3 0cobol CyLLKN.

(4) Cnocob nony4deHus kpuctannoB coeanHeHus A tuna lll

Kpuctannbel coeanHerna A tuna lll MOXXHO nonyynTb NyTeM ge3onbBauuu KpucTannos
coeanHeHus B ¢ nomoLLblo TpaguLMOHHOMO cnocoba. YCrnoBus CyLKXU HE OrpaHn4MBatoTCs, npu
YCIOBWM, YTO pacTBOpUTENb MOXET ObiTb YAaneH u3 KpucTtanna conbsarta, 04HaKo, CYLUKY
npeanoyTuTensHo nposoadat npu 80°C nnun HUXe n Npyu NOHMXEHHOM AaBneHun. Kpome Toro,
yTOObl NPEAOTBPATUTL ONOCPEOBAHHYIO PACTBOPUTENEM TpaHCHOpMaLmio, CYLLKY NPOBOAAT B
TeyeHne nepnoaa OT HECKOSTbKMX YaCcoB A0 HECKOSbKNX AECATKOB 4YacoB npu temnepartype 70°C
UK HWXe, NpeanodTUTENbHO 67°C nnn HWxe, 6onee npegnovTuUTensHO 55°C unu Hmxe.

[anee HacTosLee n3obpeTeHne ByaeT pasbACHATLCS Bonee NogpoBHO CO CChINKON Ha
npuUMepbl CPaBHEHUS, NPUMEPDLI U SKCNEPUMEHTArbHbIE MPUMEpPLI. N3nuwiHe roBopuTb, YTo
HacTosLLee N300peTeHNe He OrpaHNYMBAETCA HXKECNEAYIOWNMN NpUMepamu.

B naHHoOM onucaHuu Tepmuyeckne aHanusbl (aHanna DSC v aHanus TG) nposoasT,
ucnonb3ysa auddepeHuUmanbHbIi CKAHUPYIOWMIA KanopuMeTp ¢ TennosbiM notokom DSC-50,
TEPMUYECKUI rpaBuMeTpryeckuin aHanusatop TGA-50 un cuctemy Tepmmyeckoro aHannsa TA-50,
KoTopble nponssogaTcs Shimadzu, co ckopocTbio HarpeBaHusa 10°C/MUH, a aHanNU3 NOPOLLKOBO
peHTreHoaMdpakLmm NPOBOAAT Ha MOPOLLKOBOM peHTreHoandpakTomeTpe, KOTOPbIN
npoussogmtcsa Rigaku Denki Co. Owmnbka namepeHnss AaHHoro annaparta cocrtaenset +0,2°.

Mpumep cpaBHeHUN 1

Kpuctannbl 6-cdTop-1-metun-7-[4-(5-metnn-2-okco-1,3-anokconeH-4-nn)metmn-1-
nunepa3sunHun]-4-okco-4H-[1,3]tnaseto[3,2-a]xMHONNH-3-kapOOHOBOW KMUCNOTLI TMNa |
(coeauHeHne A)

CoeaunHeHne A nony4varoT B COOTBETCTBUN C ONMCAHMEM NATEHTHOrO AOKyMeHTa 1.
CoeawnHeHue (7,0 r) pacTBopsalOT Npu HarpeBaHun B 560 r aueToHUTpuna. PactBop nocteneHHo
oxnaxagarT U Korga Temneparypa pactBopa gocturHet 25°C, gobaenstot 0,022 r kpuctansios
TMna | B Ka4yecTBe 3aTpaBOYHbIX KPUCTANIOB, YTOObI Bbi3BaTh OCAXAEHNE KPUCTANIoB, B
pesynbTaTte Yero nonyyatoTt 1,80 r kpuctannos coeanHeHms A tuna |. Kpuctannel noasepratoT
aHanuay DSC u B pesynbTaTte onpeaensioT Temnepartypy nnasneHus (3HOOTEPMUYECKUI MUK),
KoTopasi HaxoauTcs B uHTepBane oT 213 o 225°C (pasnoxeHue).

B He nateHTHOM gokymeHTe 1 dopmbl kpucTannoB obosHavaroTcs kak Tun |, Tun |l u Tun
Il B COOTBETCTBMM C YMEHbLLUEHMEM TeMnepaTypbl NraBneHns, n3amepseMorn ¢ NOMOLLbIO aHanusa
DSC. CpaBHeHue pesynbTaToB aHanu3a DSC gns kpuctannos, NOMyYeHHbIX B Npumepe
CcpaBHeHus 1, NpuMepe cpaBHEHUS 2 U npumepe 3, Nokasaso, YTO KpUCTanmbl, NOMyYeHHbIE B
JaHHOM NpuMepe CpaBHEHMS, COOTBETCTBYIOT KpUcTannam coeguHenna A tuna l.

CnekTp NOpOLLKOBOW peHTreHoanpakuumn Ansg NofnyYeHHbIX KpUcTannoB npueeaeH Ha cwur. 1.
Kpuctannbel coegnHeHna A tuna | umeroT otnnumTenbHble nuky npu 12,52, 16,50, 18,0° n 24,00.

Mpumep cpaBHeHUs 2

Kpuctannel 6-cbtop-1-metnn-7-[4-(5-metnn-2-okco-1,3-guokconen-4-nn)meTtunn-1-
nunepasuHun]-4-okco-4H-[1,3]tnaseto[3,2-a]xnHonnH-3-kap6boHoBON KucnoTel Tuna ll
(coeanHeHne A)

CoeanHeHne A nony4varoT B COOTBETCTBUM C ONMCAHMEM NATEHTHOro AOKyMeHTa 1.
CoeawnHeHune (14,4 r) pacTtBopstoT Npu HarpeeaHuu B 560 r ayeToHnTpuna. Pacteop
NoCTENEHHO OXraXxaatT, U Koraa Temnepartypa pacteopa gocturaet 25°C, gobaensatoTt 0,02 1
KpucTtannos Tuna |l B kadecTBe 3aTpaBOYHbIX KPUCTANNOB, YTOObI BbI3BaTb OCaXAeHNEe
KpucTanmnos, B pesynbtate 4ero nonyyatoT 10,8 r kpuctannos coeanHenns A tuna ll.
Kpuctannel nogsepratoT aHanusdy DSC u B pesynbTaTe onpedensaoT TemnepaTtypy nnaeneHus
(aHOoTEepMUYECKUIA NKK), KOTOpasa HaxoauTcs B UHTepBarne ot 179 go 189°C (TpaHcdopmauus
kpuctannos tvna |) n ot 213 go 225°C (pasnoxeHue).

CpaBHeHue pesynbTtaTtoB aHanuda DSC gns kpuctannos, NosyYeHHbIX B NMpUMeEpe CpaBHEHMUS
1, Nnpumepe cpaBHeHNA 2 1 Npumepe 3, Nokasano, YTO KpucTansibl, NOMy4YeHHbIE B AAHHOM
npumepe cpaBHeEHUs1, COOTBETCTBYIOT KpucTannam coeguHeHns A tuna ll.

CnekTp NOpPOLLKOBOW peHTreHoanpakuumn Ans Nofny4YeHHbIX KpUCTannoB npueeaeH Ha cwur. 2.
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Kpuctannbel coegmHeHns A tuna |l nmetloT oTnnumtenbHble nukn npu 9,92, 18,00, 20,3° n 24,6°.

Mpumep 1

Kpuctannbl aueToHUTpunsHoro conseata 6-gprop-1-metun-7-[4-(5-meTun-2-okco-1,3-
OunokconeH-4-un)metun-1-nunepasnnHunn]-4-okco-4H-[1,3]tnaseTo[3,2-a]xnHoNnH-3-kapboHOBOM
KMCNOTbI (coeanHeHne B)

CoeaunHeHne A nony4varoT B COOTBETCTBUN C ONMCAHMEM NATEHTHOrO AOKYMeHTa 1.
CoeawnHeHue (15,0 r) pacTBopstOT Npu HarpesaHum B 560 r aueToHUTpMNa n NpoBoaaT
KpucTtannmaauuio 6e3 gobaBneHuns 3aTpaBoYHbIX KPUCTanNsOB, B pe3ynbTarte Yero nonyyarT
11,99 r kpuctannos coeanHeHus B (B nepecyeTe Ha geconbeart). Kpuctannel nogsepratot
aHanuasy DSC u B pesynbTaTte onpeaensioT TemnepaTtypy nnasneHus (3HOOTEPMUYECKUI MUK),
KOTopasi HaxoouTcs B MHTepBarne oT 06blvHoM TeMnepatypbl 4o 130°C (aeconbBauus), ot 134
0o 149°C (tpaHcdopmaumsa) n ot 213 go 225°C (pasnoxeHue).

(1) YMeHbLUeHne macchl Npu geconbeauumn no gaHHbIM aHannsa DSC v aHanusa TG
nokasblBaeT, YTO B COCTaB COMbBaTa BXOAMT OfHA MOMeKyrna aueToHUTpuna 1 ogHa Mornekyna
coeanHeHus A. locne yMeHbLUIEHUS MacCbl KpUCTans bl aHann3npyroT METOLOM MOPOLLUKOBOW
peHTreHoaMdpakLmMmn 1 NoNyyarT CNEKTP, MAEHTUYHBIA CNEKTPY KPUCTanmoB coeamHeHnsa A tuna
[ll. (2) Pe3ynbTatbl aHanu3a KpUcTanmnos, nofnyyYeHHbIX NyTeM BblAepXXUBaHUSA KPUCTannos
coeanHeHna A tuna lll B HacbIWEHHbBIX Napax aueToHUTpuna, METO40M MOPOLLKOBOW
peHTreHoandpakLmm coBnagatoT co CnekTpanbHbIMWU AaHHLIMU, NOAYYEHHbIMU AN KPUCTannos
npumepa 1. Kpome Toro, (3) KpucTansbl, U3 KOTOPbIX TLaTeNbHbIM BbICYLUMBAHNEM NMOSTHOCTLIO
yaaneH npucoeanHEHHbI pacTBOPUTENb, aHanM3upyrT METOAOM ra3oBoin xpomartorpacum 1
obHapyxuBatoT aueToHuTpun. [anee, (4) 4nsa Kpuctannusaumm He UCNoMb3yHT pacTBopuTEnH,
OTMNMYHbIE OT aueToHuTpuna. PedynbTaThbl, ONMCaHHbIE BhIWE U T. M., AEMOHCTPUPYIOT, YTO
KpuUcTansbl, NoflyYyeHHble B Nnpumepe 1, NpeacTaBnanT cobon aueTOHUTPUIBHbIA ConbBaT
coeanHeHusa A (coegmHeHue B).

CnekTp NOPOLLKOBOW peHTreHoandpakuumn 4ns NofyYeHHbIX KpUCTannoB npueeaeH Ha cwur. 3.
Kpuctannbl coeanHeHnsa B umetoT oTnnymtenbHble nuku npu 7,3°, 12,60, 14,7°, 16,5°, 19,2°,
22,3° n 25,8°. B 0cO6EHHOCTU, XapakTePUCTUYHLIMN ABNAOTCS NUKK npu 7,3°, 14,7°, 19,2° n
22,3°.

Mpumep 2

Kpuctannbl aueToHMTpunbHoro conbeata 6-gprop-1-metnn-7-[4-(5-meTnn-2-okco-1,3-
OunokconeH-4-un)meTtun-1-nunepasnHunn]-4-okco-4H-[1,3]tnaseTo[3,2-a]xnHoNNH-3-kapboHOBOM
KMUcnoTbl (coegmHeHne B)

CoepnunHeHre A nony4arT B COOTBETCTBUMN C ONMCAHMEM NATEHTHOrO AOKyMeHTa 1.
CoeanHeHue (3,93 r) pacTBopsOT Npy HarpeeaHun B 561,5 r aueToHuTpuna. Pacteop
NoCTENEHHO OXIaXxaalT, U Koraa Temnepartypa pacteopa gocturaet 25°C, gobaensawoTt 0,449 r
coeaumHeHus B B kauecTBe 3aTpaBOYHbIX KpUCTannoB, YTobbl BbI3BaTb OCaXAEHWE KPUCTanmnos, B
pesynbTaTte Yero nonyyatot 0,70 r kpuctannos coeanHeHust B (B nepecyeTe Ha geconbBar).
dusnyeckmne gaHHble (pesynbratbl aHanm3oB DSC u peHTreHogndpakumm) coBnagatoT
OaHHbIMW, NONyYeHHbIMU NS KpucTannos npumepa 1.

Mpumep 3

Kpuctannel 6-cbTop-1-metnn-7-[4-(5-metnn-2-okco-1,3-guokconen-4-nn)meTtunn-1-
nunepasuHun]-4-okco-4H-[1,3]Tnaseto[3,2-a]xmHonunH-3-kapboHoBon kncnotel Tuna lli
(coeanHenune A)

Kpuctannel coeanHerns B (9,8 r) cywat B TeyeHne 24 yacos npu 50°C 1 NOHMKEHHOM
naeneHuun (20 MM pT. CT.) € Uensto geconbBaumm (Beixoq 9,0 r). Kpuctannsl noasepratoT
aHanuay DSC u B pesynbTaTte onpeaenstoT TemnepaTtypy nnasneHus (3HOOTEPMUYECKUI MUK),
KoTopasi HaxoauTcs B uHTepsane ot 134 go 149°C (TpaHcdopmauus) u ot 213 go 225°C
(pasnoxeHue).

CpaBHeHue pesyrnbTtaTtoB aHanusa DSC gns kpuctannos, NoslyYeHHbIX B NpyMepe cpaBHEHUS
1, NpMmMepe cpaBHEHUA 2 1 Npumepe 3, Nokasasno, YTO KpucTansbl, NOfyYeHHbIE B AaHHOM
npumepe cpaBHEHMS, COOTBETCTBYHOT KpUcTannam coeguHenna A tuna lil.
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CnekTp NOpPOLLKOBOW peHTreHoanpakuumn Ang NofnyyYeHHbIX KpUcTannos npueeaeH Ha cur. 4.
Kpuctannbel coegnHeHnsa B umetoT oTnnymTtenbHble nuku npu 7,5°, 8,1°, 13,7°, 17,5° n 26,1°.
[laHHbIN cnekTp coBnagaeT Co CNEKTPOM PEHTreHoANMPaKLMN KpUcTannoB coegmHeHmst A tuna
[ll, npMBegeHHOM B HE NATEHTHOM AOKYMEHTE 1.

OkcnepyMeHTanbHbIA npumep 1

BrivaHue KoHUeHTpauumn CBEPXHAChILLEHNSA Ha KpUCcTannauuio

3agaHHOe KONMMYECTBO CoeauHEHNsT A pacTBOPSHOT B 3a4aHHOM KONUYECTBE aLeToOHUTpuna,
KpUCTannm3awmo NpoBOAAT MPU pasHbIX KOHLEHTPaLMAX CBEPXHACLILLEHMS M MOMYyYEHHbIE
KpUCTansbl aHanu3npytoT C NOMOLLIbIO MOPOLLIKOBOro peHTreHoaudgpaktomeTpa. PesynbTaTthl
npvBegeHbl B Tabnumue 1.

Tabnuua 1
KoHueH- 3aTpa-BoyHble | TemnepaTypa BO BpEMS CMOHTAHHOro | PacTBOPUMOCTb BO BPEMS CMOHTaHHOrO | KOHLEeHTpaums Bug ocax-
Tpaums KpucTanmsl o6pa3oBaHWisi LEHTPOB o6pasoBaHs LIEHTPOB KPUCTaNU3aLyn | CBEPXHACHILLEHUS | A€HHbIX
nuTaHus (C) Kpuctannusauuu unu gobaenewnss  (Unu Ao6aBneHWs 3aTpaBoOYHbIX (Cx) KpUcTannos
3aTpaBoyHbIX kpucTannos (°C) kpuctannos (Cs)
2,14 Oreyr. 25 0,29 1,85 B+l
2,44 Oreyr. 25 0,29 2,15 B
2,40 Oreyr. 17 0,19 2,21 B
2,40 Oreyr. 14,3 0,16 2,24 B
2,68 Oreyr. 27 0,32 2,36 B
3,66 Oreyr. 0 0,07 3,59 Il
2,32 1 50 1,00 1,32 B+l
1,80 11l 25 0,29 1,51 B+l
1,89 1 25 0,29 1,60 B
2,00 1 25 0,29 1,71 B
2,14 1 25 0,29 1,85 B
2,21 11l 25 0,29 1,92 B
2,39 1 30 0,38 2,01 B
2,41 1 25 0,29 2,12 B
2,68 1 25 0,29 2,39 B
2,73 1] 25 0,29 2,44 B
2,36 B 70 2,36 0,00 B+l
0,70 B 25 0,29 0,41 B
2,36 B 65 1,92 0,44 B
1,34 B 45 0,79 0,55 B
1,07 B 30 0,38 0,69 B
1,61 B 45 0,79 0,82 B
1,25 B 25 0,29 0,96 B
1,43 B 30 0,38 1,05 B
2,36 B 55 1,25 1,11 B
1,52 B 25 0,29 1,23 B
1,75 B 30 0,38 1,37 B
1,75 B 25 0,29 1,46 B
2,36 B 45 0,79 1,57 B
1,96 B 25 0,29 1,67 B
2,10 B 30 0,38 1,72 B
2,14 B 25 0,29 1,85 B
2,36 B 30 0,38 1,98 B
2,36 B 25 0,29 2,07 B
2,41 B 25 0,29 2,12 B

B tabnuue 1 | o6o3HavaeT kpuctannbel coeanHeHnsa A tuna |, [l o6osHavaeT kpuctannbl
coegmHenus A tuna ll, Il o6o3HavaeT kpucTtannbl coeanHerns A tuna lll, a B obo3HavaeT
KpucTannbl coegmHeHuns B.

Kak nokasaHo B Tabnuue 1, kpuctannbl coegnHeHnsa A tuna lll He nonyyatoT nyTem
KpUCTannmaaymm co CNoHTaHHbIM 06pa3oBaHMeM LIEHTPOB KpMUCTannuaauumn unm gaxe ¢
pobasneHnem kpuctannos coeguHennsa A Tuna lll B kadecTBe 3aTpaBOYHbIX KpUCTaNoB. Takum
cnocobom nony4yaroT TONbKO KpucTannbl coeauHeHnsa A tuna | u tuna Il u kpuctannsl
coeanHeHus B. CnepgoBaTenbHo, ObIO 0GHAPYXEHO, YTO KpucTannbl coeanHenna A tuna lll He
MOTyT ObITb NONyYeHbl HEMOCPEACTBEHHO NEepeKpucTannuaaumnen.

Ctpanuua: 8



170

15

20

25

30

35

40

45

50

RU 2335503 C2

Kpome Toro, ecnu 3atpaBo4Hble KpUcTannbl He A06aBNsOT, KpUcTansbl coeanHeHns B
Nnosny4aroT, ecriv KOHUeHTpauns ceepxHacoliwleHms (r/100 r) Bo Bpems CNoHTaHHOro obpasoBaHus
LLEHTPOB KpucTannmsaunn HaxoguTtca B nHTepsane oT 2,15 go 2,36. OgHako, ecnu
KOHLIEHTpaLMA CBEPXHACHILEHUS NPEBbLILLIAET BEPXHIOW rpaHuLy MHTepBana, Habngaetcs
npumechb KpucTannoe coegmHeHnsa A tuna ll, a ecnu oHa HUXKe HUXKHEro nNpeaena nHTepeana,
HabnogaeTcs NpUMECh KpUcTannoB coegmHeHusa A tuna l.

Kpome Toro, ecnvn nobaBnsaT KpucTansbl coeguHeHns B B kadecTBe 3aTpaBOYHbIX
KpUCTanmos, TO NOJy4aloT KpUcTansbl coeanHeHns B, gaxe ecnu KoHUEHTpaums
cBepxHacbiweHus (r/100 r) Bo BpeMsi 4obaBreHus 3aTpaBoOYHbIX KPUCTaroB HaxoauTcs B
uHTepBarne ot 0,41 go 2,12. MNonaratoT, YTO NpeuMyLLLEeCTBEHHOE OCaXaeHMe KpucTarnmios
coeanHeHusa B npoucxoauT B pesynbtarte nogasneHnsa obpasoBaHns Apyrux LLEHTPOB
KpucTtannuaayum (Kpuctannsl coegmHeHuns A Tuna |) Bcneacteme go6aBneHms 3aTpaBOYHbIX
KpUCTanos.

KcrnepuMeHTarnbHbIv npumep 2

[econbBat KpucTannoB coeanHeHus B

Kpuctannel coeanHeHnst B noasepratoT geconbBauumm nytem cyku npu 80°C B TedeHue 24
YacoB NPU MOHWXKEHHOM AAaBMIEHUUN U MOSNYYEHHbIE KPUCTan bl aHanM3npyoT C NOMOLLbIO
NMOPOLLKOBOro peHTreHoandpakTtomeTpa. Pusnyeckme xapakTepmucTUKN NonyYeHHbIX KpUCTannos
COBMagalT C XapakTepUCTMKaMM KPUCTarnmoB, Nony4YeHHbIX B npumepe 3. CnegosaTenbHO, Obino
0BHapyXeHo, YTO KpucTannbl coeguHeHnsa A tuna lll MOXHO nony4nTb NyTemM AeconbBaLmm
KpuUCTanmnoB coegmHeHus B.

OKcnepMMeHTasbHbI npumep 3

Mopbop pacTBopuTEns ANs KpucTannmsaumm

(1) Mytem pobasneHus 3 mn pacTeopuTens kK 50 Mr coegmHeHns A onpegensior,
pacTBopsieTcsi coeanHeHne A B 4aHHOM pacTBOpUTENE WUn HET.

(2) YTobbI ccnegoBaTh CTAOMNBLHOCTL COeAUHEHUS A B pacTBOpUTeEne, K coeanHeHnio A
[ob6aBnaAlT 2-KpaTHbIN 06bem (06bem pacTBopuTenst (Mn)/Macca pacTBOPEHHOro BellecTsa (r))
pacTtBopuTens, cmecb gepxat 1000 muHyT npu 50°C n 3atem nccnenyroT cTabunbHOCTb
CoeINHEeHNs1 MeTOOM BbICOKO3(EKTUBHON XXUAKOCTHOW XpomaTorpadum.

PesynbTaThl ONUcaHHbIX Bbille nccrneqoBaHuii (1) npuBeaeHsbl B KONMOHKE *1 Tabnuubl 2, a
pes3ynbTaThl ONUCaHHbIX BbILE UCCrefoBaHnU (2) NpuBeAeHbl B KOMOHKE *2 Tabnuubl 2.

Tabnuua 2
Pacteoputens PactBopumocTb (*1) | Xummnyeckas ctabunbHocTb (*2)
aLeToHUTpUn o

neTponenHsbIn agup X -
TIMrpouH X -
rekcaH X -
6eHson X -
rentaH X -
MeTuUnumKnorekcaH X -
Tonyon X -
Kewnon X -
n-ummon X -
YeTbIPEXXMOPUCTLINA yrnepos X -
Xnopodgopm X -
TPUXNOPITUNEH X -
TeTpaxnopaTuneH X -
[LMM30NPONUnoBbIv 3hmp X -
TeTparngpodypaH X -
[OVOKCaH X -
anbyTUnoBbIv 3hup X -
andeHnnosbIv acmp X -
aTunauetar X -
MeTunaueTat X -
nzonponunavdeTtar X -
aueToH X -
METUNITUNKETOH X -
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aTaHon X -
meTaHon X X
2-nponaxon X -
13006yTMNOBbIN CINPT X -
1-6yTaHon X -
rUepuH X -
Kpeson e -
cdopmammg X -
nMpuanH A- -
HUTpOMeTaH A- -
XropaueToHUTpUN A- -
N,N-aumetuncdopmamma A- -
MypaBbWHast kKucnora AX -
YKCyCHasi kucnoTa AX -
aHWUNnH AX -
2-3TOKCM3TaHON oX -
deHon o0X -
YKCYCHbI aHrapua, ox -

B konoHke *1 Tabnuuel 2 "o", B cnyyae, ecnv pactsoputenb umeeT Touky kuneHuns 130°C mnu
BbllLIE, COOTBETCTBYET pacTBOPUTENIO, B KOTOPOM coeanHeHne A pacteopsieTcs npu 130°C, a B
crnyJae, ecnv pactBoputenb nmeeT TouKy kuneHus 130°C nnu Huxe, COOTBETCTBYET
pacTBopuTEnto, B KOTOPOM CoeinHeHne A pacTBopsieTCcs nNpu TemnepaTtype KuneHus
(pacTBOpUTENM, KOTOPbLIE CYMTAKOTCHA NOAXOAAWMMN ANs KpUucTannusauumm), "A" cooTBeTCTByeT

pacTBOpUTESIO, B KOTOPOM COeanHeHME A pacTBOpsSeTCs Npu obbIYHON TemnepaTtype
(pacTBOpUTENM, KOTOPbLIE MOXHO MCMNOMNBL30BaTL ANS KpUcTannuaayumm), a "x", B crnydvae, ecnm
pacTtBopuTenb MMeeT ToYKy knuneHms 130°C unu Bolile, COOTBETCTBYET pacTBOPUTENIO, B
KoTopomMm coeanHeHne A He pacTteopsieTcs npu 130°C, a B cniyvae, ecnv pacTBopuTenb MMeeT
Touky kmneHms 130°C unu HMXKe, COOTBETCTBYET pacTBOPUTENID, B KOTOPOM COeauHEHnE A He
pacTBopsieTcs Npu TemnepaTtype KuneHus (pacTBOpUTENU, KOTOPbIe He SBMAITCA NOAXOASALLUMU

ana kpyctannuaaymm). Kpome T0ro, B KONOHKe *2 Tabnuubl 2 "o" 03Ha4aeT, YTo OTCYTCTBYHOT
MUKW, HE CBOMCTBEHHbIE COeanHEHNIO A (NPOAYKT Aerpagauumn oTcyTcTByeT), "X" o3HavaeT,
YTO MPUCYTCTBYET MUK, OTIINYHbLIA OT MUKOB COeaUHEHNS A (NPUCYTCTBYET NPOAYKT
aerpagauun), a "-" o3Ha4yaeT, YTO TECTUPOBAHNE HE NMPOBOANNOCD.

Kak nokasaHo B KONOHKe *1 Tabnuupl 2, Ansa Kpuctannuaauumn coegmHeHuns B kpome
aLeToOHUTpUNa MOXHO MCMNOMb30BaTh elle 7 pacTBOpUTENEn, a UMEHHO NMMPUAMH, HATPOMETAH,
xnopaueToHnTpun, N,N-gumeTtundopmamm, MypaBbUHYIO KUCMOTY, YKCYCHYHO KUCMOTY U @aHWUIUH.
OpHako B 3 BMAax pacTBopuTernen, a MMEHHO B MypaBbMHOM KUCMOTE, YKCYCHOW KUCMOTE U
aHUnuHe, NPUCYTCTBYET NPOAYKT pa3noXeHust coeanHeHms A, cneposartenbHo, 3
BbllleyKa3aHHbIX BUAa pacTBOpUTENEN He NOAXoAAT AN KpucTannmsayuu.

CooTBETCTBEHHO, NCNONL3YIOT ApYyrve 4 Buaa pacTBoputenein, npyu 3ToMm 3agaHHoe
KONM4ecTBO coeamHeHnsa A 0ob6aBnstoT K 3agaHHOMY KONTMYECTBY pPacTBOPUTENS, pacTBOPSIOT,
noBbIlWasi TemnepaTypy 4o 78°C unu Bbllwe n cMecb oxnaxaatoT Ao 25°C. OcaxaeHHble
KpucTanmbl OTUNbTPOBLIBAKOT U aHANU3UPYHOT C MOMOLLIbHO NOPOLLKOBOro
peHTreHoaMdpakTomeTpa. Pe3ynbtarthl npuBeaeHsl B Tabnuue 3.

Tabnuuya 3
PactBopuTens MopaBaemoe KONMYeCTBO
KonunyectBo pacTBopeHHoro Belyectsa (r)|Konuyectso pactsoputens (mn)|Bua kpuctannos
nupuavH 4 67 |
HUTPOMETaH 3 50 1l
XMNopaLeToOHNTPUN 1 5 |
N,N-anmetundopmamumg 6 50 |

B Tabnuue 3 | obo3HavaeT kpucTannbl coegmHeHuns A tuna |, Il o6o3HavaeT kpuctannbl
coegmHeHma A tuna ll.
Kak nokasaHo B Tabnuue 3, npu Mcnonb3oBaHun 4 nccriegyemMbix BUAOB pacTBOPUTENEN
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Henb3s NOMy4YnUTb KpUCTanbl, OTAINYHbIE OT KpucTannoB coegmHeHnda A tuna | v tuna ll.

KkcrnepyMeHTarnbHbI Npumep 4

ViccnepoBaHue onocpefoBaHHOK pacTBOpUTENEM TpaHcdopmaumum

Kpuctannbel coeguHeHns B 0o6aBnaoT K aLeTOHUTPUNY B KONMYECTBE, KOTOPOE HE MEHbLLE,
YeM KOnM4ecTBO, Heobxoanmoe Ans NONy4YeHUs1 KOHLEHTpaL MM CBEpPXHAChILWEHNS Npu 3agaHHOM
TemnepaType (B COCTOSAHUK, KOoraa He Bce JobaBneHHbIe KpUCTanbl pacTBOPSAOTCA U HEKOTOpPOE
KONMNYECTBO KPUCTANNOB HAaXO4UTCA B HEPACTBOPEHHOM BuAe), nepemelumBatoT 30 MMHYT, nocne
Yyero Kpuctansbl OTOUNbTPOBLIBAIOT M aHANU3MPYHOT C NOMOLLbIO MOPOLLKOBOro
peHTreHoaMdpakTtomeTpa. Pe3ynbtarthl NnpuBeaeHs! B Tabnuue 4.

Tabnuua 4
Temnepatypa (°C) Bua kpuctanna
25 He namenunca
40 He namenunca
55 He namenuncsa
67 He namenuncs
80 Mpumeck kpuctannoe coegnHeruns A tuna |

Kak nokasaHo B Tabnuue 4, 6bino o6HapyxeHo, 4To npu 67°C unu Hxe TpaHcopmauus
KpuCTanmnoB coeanHeHns B B opyrue kpuctannel He HabnwaaeTcs, ogHako npu 80°C vacTb
KpucTannos coeuHeHus B TpaHcdopmupyeTcsa B KpucTansnsl coeamHeHus A tuna l.

CnepoBaTtenbHO, CUMTAETCS, YTO NPEANOYTUTENBHO BbIOUPATh Taknue ycrnoBus
KpucTannmaauum, npu KOTopbIX KpUCTanmbl coeguHeHns B He ocTaBnsloT B aLeToHMTpUne npu
Temnepatype 70°C nnu Bbilwe, HACKOSNbKO 3TO BO3MOXHO.

[MpoMbILLneHHOe NpUMeEHeHue

KpucTtannel coegmHeHns B B COOTBETCTBUM C HACTOSLMM U300peTeHMeM NpeacTaBnsoT
co0ON BaXXHOE MPOMEXYTOYHOE COeAMHEHNE ANs NonydYeHus Kpuctannos coeamHeHns A tuna lll.
HMcnonb3ys kpuctanmnbl CoeAMHeHns B MOXXHO npeumyLecTBEHHO nonyyaTtb KpucTansibl
coeaunHeHus A tuna lll.

Kpome Toro, Kpuctansnbsl coeauHeHnss B MOXXHO nonyunTb NnyTem perynsumm KoHLeHTpauuu
CBepxHacbILWEeHWs, criedoBaTernbHO, CNocob NonyyYeHus JaHHOro CoeanHeHUs NpeacTaBnsaeT
co0oN NpeBOCXOAHbIN CNOCO6 Nony4eHnsa 60MbLIMX KONMYECTB NIEKAPCTBEHHOrO BeLecTBa (T.€.
KpucTtannos coegnHeHuns A tuna lll) Beicokoro kayecTsa.

dopmyna n3obpeTeHus

1. Kpuctann aueToHuTpunbHOro conbeaTta 6-Top-1-metun-7-[4-(5-metun-2-okco-1,3-
OunokconeH-4-un)-metnn-1-nunepasnHun]-4-okco-4H-[1,3]tnaseTto[3,2-a]XMHONUH-3-
KapOOHOBOW KMCMNOTbI, UMEKOLLNIA NUKN andpakumm, No MeHbLUen mepe, npu 7,3°, 14,7°, 19,2° n
22,3° B cNekTpe NOPOLLKOBOW peHTreHoandpakuuu.

2. Kpuctann no n.1, nmerowmn nnkn gudpakumm, No MeHbLUen mepe, npu 7,3°, 12,60, 14,7°,
16,5°, 19,2°, 22,3° 1 25,8° B cnekTpe NOPOLLUKOBOW peHTreHoandpakLuu.

3. Cnocob nonyyeHuns kpuctanna aueToOHUTPUIBHOro conbBata 6-gptop-1-meTun-7-[4-(5-
MeTU-2-0kco-1,3-anokconex-4-nn)metunn-1-nunepasnHun]-4-okco-4H-[1,3]tmaseto[3,2-a]
XWHONWH-3-KapOOHOBOW KUCNOTbI, OTAMYAIOLWMNACA TEM, YTO KpUCTannsaumo NpoBoadaT ns3
aueTOHUTPUILHOro pacTeopa 6-gpTop-1-meTun-7-[4-(5-metnn-2-okco-1,3-gMoKconeH-4-
un)meTtun-1-nunepasmHmn]-4-okco-4H-[1,3]Tnmaseto[3,2-a]XxMHONNH-3-KapOOHOBOW KUCMOTHI,
nogaepkueasi KOHUeHTpauno ceepxHachiweHus (r/100 r) B uHTepsane ot 2,15 go 2,36 Bo
BPEMS CMOHTAaHHOro 06pa3oBaHUs LEHTPOB KpucTannusauum.

4. Cnocob nonydeHus KpucTanna aueToOHUTPUIBHOIo conbBaTta 6-gptop-1-metun-7-[4-(5-
MeTUN-2-0kco-1,3-anokconex-4-nn)metun-1-nunepasnHun]-4-okco-4H-[1,3]tmaseto[3,2-a]
XWUHONWH-3-KapOOHOBOW KUCNOTbI, OTAMYAIOLWNACA TEM, YTO KpUCTannsaumo NpoBoaaT ns3
aLEeTOHUTPUNBLHOro pacteopa 6-dpTop-1-meTnn-7-[4-(5-meTnn-2-okco-1,3-anokconeH-4-
un)metun-1-nunepasmHun]-4-okco-4H-[1,3]TnaseTo[3,2-a]xMHONUH-3-kapOOHOBOWM KUCHOTBI,
nogaepkusasi KOHUeHTpauuo ceepxHachiweHus (r/100 r) B uHTepsane ot 0,41 go 2,36 Bo
Bpems gobaBneHns 3aTpaBoOYHbIX KPUCTarsIoB.

Crpanuua: 11



170

15

20

25

30

35

40

45

50

RU 2335503 C2

5. Cnocob no n.4, roe Temnepartypa pacTBopa Bo BpeMsi 406aBNeHNsa 3aTpaBoYHbIX
kpuctannos coctaenseT 70°C nnm Huxe.

6. Cnocob nony4yeHus kpuctanna 6-cprop-1-metnn-7-[4-(5-meTun-2-okco-1,3-guokconeH-4-
un)meTtun-1-nunepasmHun]-4-okco-4H-[1,3]Tmaseto[3,2-a]XxMHONNH-3-KapOOHOBOW KNUCAOThI
Tvna lll, oTnnMyatoLwminca Tem, YTO NPOBOAAT AECONbBALMIO KPUCTANMOB aueTOHUTPUIBHOMO
conbBaTta 6-prop-1-meTun-7-[4-(5-meTnn-2-okco-1,3-anokconeH-4-nn)metnn-1-nnnepasnHun]-
4-okco-4H-[1,3]TnaseTo[3,2-a]XxMHONNH-3-kapOOHOBOW KNCOTbI.

Crpanuua: 12



RU 2335503 C2

[ae] [{=}
2500[ < 2 ,1

™ ™
T— N 1
xunok %’_ g n
o © ]

p— T
1500 .
1000 .
so0 _‘
° ik 1 L A
10.000 10. 000 30.000 40.000 50.000

oUr. 1

sooo]

9. 86

20. 30 1

4000} -

3coo0|.

17.96
24.58

2000

1800

18.B00 20.080 30.000 40.000 50.000

7.28

2500

2000} -

1500

14.74
19. 24
22. 30

16. 52

12.60

25. 82

10,000 10.000 30.000 40.000 50.000

Dur. 3

Crpanuua: 13



RU 2335503 C2

o
o ~ 2
zo00] = ™D g
— ﬁ'
Lo
o~ ~
1500 - Rl
[eo)
loooL
sonl.
ol k“nJ 1 L | i }
lo.0c00 20.0400 30.000 40.000 §Q0.000

OUr. 4

Crpanuua: 14



	Биб.поля
	Реферат
	Bibliography
	Abstract
	Описание
	Формула
	Чертежи

