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BBEJIEHUE

AKTyaJbHOCTH padoThl. OnHONM M3 OCHOBHBIX 3a/ad XUMHUHM TBEPAOIO Tejla SBISETCA
IIOJIyUE€HUE TBEPJbIX BEIIECTB C 33JaHHBIMU CBOMCTBAMH. JTO Ba)XHO HE TOJIBKO C TOYKU 3pEHUS
(GyHAaMEHTaIbHOW HAyKH, HO M Ul CO3JaHMs HOBBIX MAaTEpUaJIOB, K YHUCIY KOTOPBIX OTHOCSITCA U
TBEpJIble JeKapcTBeHHbIE (opMbl. CBOMCTBA TBEPIBIX BEILECTB ONPEACIAIOTCS UX KPUCTAUIMYECKON
CTPYKTYpOii, pasmepoM U (GopMOH 4acTHIl, CHOcOO00M 00BEINHEHHS MEJIKMX YacTHII B 00jIee KpyITHbIE.
Takue MeTonbl, Kak M3MEJIbYEHHUE, KOHTPOJMpPYyEMas KpUCTAJIM3alus, pPACIbUIMTENbHAsI CYLIKA,
cyOiMMalMOHHasl CylIKa U Jp. MO3BOJSIOT B KOPHE M3MEHUTh CBOMCTBA MCXOAHOM cyOCTaHLuW,

OCTaBHB IIPU 3TOM 0€3 U3MEHEHUI XUMUUECKYIO CTPYKTYPY.

W3 Bcex BbllIEIEpEUUCICHHBIX, HanOolee «MSITKHUM» (HO M CaMbIM 3aTpPaTHBIM) SIBISIETCA
METOJI CyOJMMAIlMOHHOM CYIIKH, NPU KOTOPOM HCXOAHBIA pacTBOpP 3aMOPAKUBAETCS O HU3KHUX
TEMIEpaTyp, U 3aTEM BCE OINEpAlUU MPOBOAAT B YCIOBHUSAX BakyyMa, JMOO HMHEpPTHOro rasa. B
HACTOsIIee BPEMS CYIIECTBYET pa3pblB  MEXKIY MPAKTUYECKHM HCIIOJIB30BAHUEM PA3IMYHBIX
BapHAHTOB CYOJNMMAIMOHHONW CYIIKM ¢ KOPPEKTHBIM oOmNucaHueM (a30BbIX MPEBpAIICHUIA,
MPOUCXOASAIIMX B CHUCTEME Ha pa3HbIX »3Talax MHOIOCTAJUWHOIO Imporecca. B 3Toil cBsA3M
UCTIOJIB30BAaHUE JTMArpaMM COCTOSIHUS JJISi KOHTPOJIA 3a XOZOM TIpolecca CyOIMMAaIMOHHOW CYIIKU

MHOTOKOMIIOHEHTHBIX CUCTEM CTAHOBUTCS AKTyaJIbHOM 3a7a4eil.

B nmanHO#ii pabore B KauecTBe OOBEKTOB WCCIECIOBAHUSA BBIOpAaH psJl OPTaHUYECKUX
COEIMHEHUH, JeKkapcTBeHHbIX BemiecTB (JIB), mMpoko HMCHoOiIb3yeMbIX B TBEPAOM COCTOSIHMM JJIS
JIEYEHHsI PacIpOCTPAaHEHHBIX W COLHUAIBHO 3HAYMMBIX 3a0oseBaHuii: uOynpodeH (coBpeMeHHbIH
HECTEPOMIHbIIl TMPOTHBOBOCHAIUTENbHBIN Ipenapar), canbOyTamon, OYyJeCOHHJ M JUIPONUOHAT

OexioMeTa3zoHa (IPOTUBOACTMATUYECKHUE ITPENapaThl).

MUuKpOHH3UPOBAHHBIC CyOCTaHIIMHN TPOTHBOACTMATHYCCKUX JIB IIMPOKO MCHONB3YIOTCS IS
CO3/IaHHS IIOPOIIKOB JIJISl BABIXAHMSI, TAK KaK YaCTHUIIBI TUAMETPOM MEHEE 5 MKM CIIOCOOHBI TIPOHUKATH
B Jjerkue uenoBeka. CanpOyramon (2-tper-Byrunamuno-1-(4-okcu-3-0kcUMeTHI-(DEHUIT)-ITaHO),
oyneconun ((11PB, 16a)-16,17-(6yrunuaen-ouc(okcn)-11,21-nuruapokcunperna-1,4-nuen-3,20-11on))
U jaunponuoHar OekiomerasoHa (9a-xmop-11b,17a,21-tpuokcu-16b-metnn- 1,4-npernaauen-3,20-
nuoHa 17,21-gunponuonar) - MalopacTBOpuMbIe B Bozae JIB, MHKpOHHM3MpOBaHHBIE CYOCTaHIHH
KOTOPBIX H3-32 CHJI KOT€3MH M DJIEKTPOCTATUYECKOTO MPUTSHKEHUS arperupyroT B arjoMepaTsl
pazmepoM g0 100 MkM 1 6osee. ITO CBOAWT HA HET BCE 3aTPAThl HA MUKPOHU3AIMIO U CYIIECTBEHHO
YMEHBIIIAET CTEMEeHb NPOHUKHOBEHUs JIB B Jerkue demoBeka. boJbIION HHTEpEC BBI3BIBAECT

pa3paboTka crnocoOOB MONTY4YeHHs] KOMOMHHPOBAHHBIX (apMaleBTUYeCKUX Kommo3uuuid nsyx JIB
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pa3IMYHOTO MEXaHU3Ma JCWCTBHS, COOTBETCTBEHHO pAa3IMYHOM XUMHUYECKOH MpPUPOIBl U

PacTBOPUMBIX B Pa3HbBIX PACTBOPUTEIISAX.

No6ynpoden ((RS)-2-(4-u300yTHII(hEHIIT)-IPOITHOHOBASI KHCIIOTA) HECTEPOUTHOE
POTHBOBOCHIATIMTEIBHOE CPEJCTBO, 00JaNAI0IIee aHAIbIC3UPYIONIMM, MPOTUBOBOCIAIUTEIBHBIM U
KAPOMOHIKAIOIIUM  JIeiicTBHEeM. JIJis JIeKapCTBEHHBIX MPENapaToB, MMEIOIIUX B CBOEM COCTaBe
axTuBHbIN HHrpeaneHT 11 knacca BCS, BRICBOOOXKICHNE JICKAPCTBEHHOT'O BEIIECTBA U3 JICKAPCTBCHHOM
(GOpMBI SBIIIETCS JIUMHUTHUPYIONICH CTaIued TOMagaHusl MX B CHUCTEMHBIH KPOBOTOK. DTH BEIIECTBA
ABJIAKOTCA KJIaCCUYCCKHUMU OGT:GKTaMI/I I/ICCJICI[OBaHI/Iﬁ C IeJIbIO CO3JaHUus YIIYUHICHHBIX
JIEKapCTBEHHBIX (POPM, MTOCKOIBKY UMEHHO Il HUX HauOOJIbIIee 3HAUCHHE UMEIOT KPUCTAUTHYECKOE

COCTOSIHUE, pa3Mep U MOP(OIOTHs YaCTHUI] UCXOIHOM CyOCTaHIUU.

PaGora BbBIMONHANACH B COOTBETCTBMM C IUIAHAMHU HAYYHO-HCCIIEOBATENbCKONH pPabOTHI
WNucturyra Heoprannueckoit xumuu uMm. A.B. Hukomaesa CO PAH u HOIl HI'Y "MonekynspHblit
JU3aliH ¥ 3KOJIOTHYECKH Oe30macHble TeXHOJNOTUU" u Obuia mojuepxkana rpantamu PODU (11-03-
12114-0¢u-m-2011, 10-03-00252-a, 12-03-31405 «mon_a»), TrocynapcTBEHHBIMH KOHTpPAaKTaMH
MunucrepctBa obOpasoBanusi U Hayku P® (14.740.11.1023, Cornamenue Ne 14.B37.21.1093),
uHTerpanonneiMu - ipoektamu CO PAH (108 u 109), JlemapraMeHTOM MPOMBIIUICHHOCTH,
WHHOBAIlM W TpeanpuHuMaTensecTBa Mapun . HoBocubupceka (orosop Ne 27-12 ot 24.05.2012 o
IPEJOCTaBIEHUU CyOCHIMM B BMJI€ MYHUUUIAIBHOIO TpaHTa), rpaHtamu llpaBurenscTBa
Hosocubupckoii oomacti u OO0 «OIITIK», crunenmueii [Ipesuaenta PO (CI1-680.2013.4), a Takxe

nporpammoit BRHE (CRDF coBmectHO ¢ MuHMcTepcTBOM 00pa3oBaHus U Hayku PD).

Heas padorsl - MomuduIMpoBaHue (U3MKO-XUMHUUECKUX CBOWCTB TBEPABIX 00pa3lioB
casnibOyTamona, OynecoHuia, OexiIoMeTa3oHa AUNPONHoHaTa U HOynpodeHa myTeM CO3JaHus TBEPIbIX
JUCIHEPCHBIX CHCTEM U JUCIEPCHBIX (OpPM METOAOM CYOJMMAlMOHHOM CYIIKM pPacTBOPOB
JIEKapCTBEHHbIX BEIIECTB B CMEIIAHHBIX BOJHO-OPTaHMYECKUX PACTBOPUTEINSAX, CIOCOOHBIX K

00pa30BaHUIO KJIATPATHBIX THIPATOB.
Jlnist focTHXKeHUs JaHHOW 1esIi ObUTH MOCTABIICHBI CIEIYIOIIUE 3a/1a4H:
- uccreoBaHue (ha30BbIX MpeBpalleHuil B cucteme rmuiuH-reTparuapodypan(TI'd)-soga

- pa3pa60TI<a criocoba MOJIYYCHHA (I)apMaI_[eBTI/I‘-IeCKI/IX KOMIIO3UIUH canLGyTaMona u
6y2leCOHI/II[a C HCIIOJIB30BaHUEM MCTOIA Cyﬁ.]lHM&L[PIOHHOIZ CYIIKH, U3YUYCHUC (I)I/ISI/IKO-XI/IMI/I‘-ICCKI/IX

CBOICTB MOJY4€HHBIX 00pa3ioB



- uccnenoBanue (ha3oBbIX npeBpaiieHuii B cucreMe «TT'D - mpem-0yTHIIOBBIN CIIUPT — BOJIAY,

noctpoerne TX-ceuenus ¢azoBoii nuarpamMmmel « TT D-mpem-0yTUIOBBINA CIUPT — BOJIAY

- paspaboTka crocoba MOJy4YeHHs KOMOMHHUPOBAHHBIX (apMalleBTUYECKUX KOMITO3UIHIA

cab0yTaMOoJI-AUIPOIINOHAT OEKJIOMETa30Ha M U3YUYeHHUE UX (PU3UKO-XMMUYECKUX CBOHCTB

- pa3zpaboTka criocoOOB MOJIyYEHHs AUCIEPCHBIX MOPOIMIKOB HOYNMpodeHa C MCIOIb30BaHUEM

METO/a CyOIMMAIIMOHHOMN CYIIKH U U3y4yeHHEe PU3NKO-XUMHUECKUX CBOMCTB MOIY4YEHHBIX 00pa3LoB
Hayuynasi HoBu3Ha. B paGote BriepBrIe:

* MOTy4YeHbI TBEP/bIE JUCIIEPCHBIE CUCTEMBI CalbOyTaMo - f-TIIMLUH, OyIeCOHU - S-TIUIHH
METOAOM CYOJIMMAIIMOHHON CYLIKH 3aMOPO’KEHHBIX PACTBOPOB COOTBETCTBYIOLIMX KOMIIOHEHTOB B
cMemianHoM pactBoputene TI'd-sona. IlokasaHo, YTO IMMONYyYEHHE TBEPIABIX AUCIEPCHBIX CUCTEM, B
KOTOPBIX [-TIWIHMH BBICTYNAeT B KAayecTBE HOCHUTENS, IO3BOJSET YBEIUYHTH TEPMHUECKYIO
YCTOMYUBOCTh [-TJIMIMHA TI0 OTHOIICHUIO K (ha30BOMY TMPEBPALICHUIO [-TIUIMH — O-TIHIWH TPH

HarpCBaHUMU.

* 0O0HapykeHO oOpa3oBaHHe (a3bl JBOMHOTO KJIIATPATHOTO TUpara B TpoitHOU cucteme T d—

mpem-0yTUIIOBBIN CIIUPT — BOAA.

* MMOJIY4YCHBbI TBEPAbIC OUCIICPCHBIC CUCTEMBI, COLCPIKAIIUC CaJ'IL6YTaMOJ'I U JUIIPOIIMOHAT

OeKJIoMeTa30Ha.

* modydeHbl 00pa3lbl BbICOKOAMCIEPCHOM (GopMmbl uOynpodena, obiamaromeit myyiei
CIIOCOOHOCTBIO K TIPECCOBAHMIO M 00Ji€e BHICOKOW CKOPOCTBIO PACTBOPEHUS IO CPAaBHEHUIO C

HUCXOAHBIMH CY6CTaHHI/I${MI/I.

IIpakTnueckoe 3HaveHue padorbl. [IpeanoxkeHHbI B paboTe MOAXOA MOXKET OBITH
HCIIOJIB30BAH JJId IMOJYYCHHA JUCICPCHBIX IIOPOIIKOB, B TOM YHCIC — JUCICPCHBIX q)OpM
JIEKapCTBEHHBIX BELIECTB C YJIy4LIEHHBIMU cBoiicTBaMu. B xoze pabotsl nonyden oaus [latent PO u
MOJIOKHUTEIBHOE pelleHre O MOJIYYEeHUH MaTeHTa, nojaHo 2 3asBku. [lomydaeMble Mo mpeasioKeHHON
MCTOAHUKE IMOPOUIKU IJI BAbIXaHUA 06na):[a10T CYIIECTBEHHO JIyTIHIGfI CIIOCOOHOCTBIO IMPOHUKHOBCHUA
B JIeTKHe, a JucrnepcHele (opmbl uOynmpodeHa o001agal0T BBICOKOM CKOPOCTbIO PAcTBOPEHHUS.
[TockonbKy NpeANOKEHHBI METOJ ONMUpaeTcss Ha CBOMCTBA CHUCTEM «BOJA - OpraHUYeCKUH
pacTBOPUTENbY», OH JOCTATOYHO YHHMBEpCAJIEH U MOXKET OBITh paclpoCTpaHEH Ha JI0Oble BELIECTBa,

pacTBOpUMbIE B JAHHOM CMEIIaHHOM PacTBOPUTEIIE.



3amunaeMaple MOJI0KeHN:

J Y CTaHOBIIEHO, YTO C HCIOJIb30BAaHHEM METO/a CYOJMMAIlMOHHOW CYIIKH PacTBOPOB
canpOoyramon-riauiuH-TI' @-Boja, oyneconua-rauuH-TT' ®-Boxa, canbOyTaMOJI-TUITPOTTHOHAT
oexnomMerazoHa-rMUIMH-TT @—mpem-OyTHUIIOBBIM  COUPT-BOAA  BO3MOXKHO  CO3JaHME  TBEPJbIX
JHCTIEPCHBIX CHCTEM, B KOTOPBIX JIEKAPCTBEHHOE BEIIECTBO B PEHTI€HOAMOP(HOM COCTOSIHUU
pacrpeesieHo MeX Ty KpUCTAITUTaMU B-TIIMIHA

J [Tony4yeHue TBEpABIX TUCTIEPCHBIX CUCTEM, B KOTOPBIX f-TJIMIUH BBICTYIIAET B KAUECTBE
HOCUTEJIS, TO3BOJISICT YBEJIMYUTh TEPMUYECKYIO YCTOWYMBOCTH f-TIOUIMHA [0 OTHOLIEHUIO K
¢bazoBOMY IpeBpaIICHUIO [-TIUIUH — G-TJIMIUH IPU HarpeBaHUU

. B cucreme TI' ®-mpem-0yTriioBbIil CIUPT — BOJIa IPOUCXOAUT 00pa30BaHKUE IBOMHOTO
KJIATPAaTHOTO rujapara, MIPEICTaBISIOIETO co0oif TBEPAbIT pacTBop Ha Oaze
WHKOTPYIHTHOILIABSIIETOCS KJIATPATHOTO THApATa KyOndeckoi cTpykTypsl ||

o [Topomiku  BBICOKOIMCHEPCHON  (Qopmbl  uOympodeHa, moaydyaemMble METOJOM
CyOIMMAIIMOHHOW CYIIKH, OOJAJar0T JIYYIIed CIOCOOHOCTHIO K IPECCOBAHHMIO W 0oJiee BBICOKOU
CKOPOCTBIO PACTBOPEHHUSI 110 CPABHEHUIO C UCXOJAHBIMHU CYOCTaHLIUSAMHU.

Amnpobanusi padorsl. MaTepuansl AuccepTaly ObUIM TMPEACTaBIEHBI U 00CYXKIaIHCh Ha
cnenyromux KoHpepenuusax: [V MononexxHoit HayyHoO-TexHHUYECKOH KoH(pepeHuuu «Haykoemkue
xuMuueckue Texrongorum» (Mocksa, 2011 1, auruioM 3 cTeneHu 3a yCTHBIN qokian), Beepoccuiickoit
Hay4YHOH KoH(pepeHun MonoIbix yueHnbix «Hayka, Texnonorun, ManoBamum» (HoBocubupck, 2011 T,
qumiioM 1 crenenu 3a yetHblid noknan), S0 MHCK «CryneHT M HaydHO-TEXHHUYECKUI Iporpecc
(HoBocubupck, 2012 1), 12" International Conference on Pharmacy and Applied Physical Chemistry
(I'pan, ABctpus, 2012 1), Beepoccuiickoli HaydHON MOJIOAEKHOM IIKOJe-KOH(pepeHn XuMus 0.
3HakoM "Curma" «Uccnengoanusi, Texunonoruun, Munosanum» (Omck, 2012 r gumniom 2 creneHu 3a
YCTHBI  JOKNam), Bceepoccuiickoit  MononexxHoW — mikone-koHpepeHuun — «lcmonb3oBaHue
CUHXpOTpoHHOro M3nyueHus» (HoBocubupck, 2012 r), Mexnaynapoanoit kondepenuuun STRANN-
2012 (Cankrt-Iletep6ypr, Poccus, 2012 r), ExeromHoit koH(pEpeHLIUMH IO MaTepUajIOBEIECHUIO
YUCOMAT (T'epuer-Hosu, Uepnoropusi, 2012 r), Konkypce-koHdpepeHnn Monaoasx yaeHsrx MHX
CO PAH (Hoocu6upck, 2012), EBporneiickoii KOH(pEpeHIIH 110 BOIPOcaM JOCTABKH JIEKAPCTBEHHBIX

BerniecTB B Jierkue Respiratory Drug Delivery Europe 2013 (bepnun, ['epmanus, 2013 ).

Iy6amkanuu. [lo marepuanam auccepranuu onyoaukoBaHo 16 paboT, B ToM yucie 6 crareil B
KypHaiax, pekoMeHnoBaHHbIX BAK, 10 Te3ucoB u marepuanoB KoH(pepeHInH, nmonydeH | maTeHT Ha

M300peTeHNs ¥ OJHO MOJIOKUTEIBHOE PEIIeHHE U OTIIPABJICHbI 2 3asBKU Ha MOJIy4eHre NaTeHToB PO.



JIMYHBIA BKJIAJ coMcKaTeJsi. ABTOpP y4yacTBOBaja B MOCTAHOBKE 3aJ]a4, PEIIAEMbIX B paMKax
JUCCEPTAITMOHHON PabOTHI, IMYHO TOTOBMIIA BCE 00pa3IIbl AJIs SKCIIEPUMEHTOB; MPOBOJINIA OCHOBHBIC
JKCIEpUMEHThl 10 PDA 3aMOpOKEHHBIX pAcTBOPOB; BBHINOJHSIA OOpPabOTKY BCEX IOJIYYEHHBIX
pe3yJbTaTOB, MPOBOAMIIA SKCIIEPUMEHTHI MO MoJydeHuto aucnepcHbix nopomkoB. ITA, JCK, KP-
crektpockonusi, COM, onpenenenue coaepxkanus JIB B KoMmosuiusx, omnpeneieHue TUHAMUKH
pacTBOpeHHs, pecnupabenpbHOW (pakmuu, TECThl IO OMPEACIICHUI0 Ppa3pylIAIONIero yCHIIUS
MIPOBOJIUJIUCH COBMECTHO C COaBTOpaMM MyOJMKaluil. ABTOp NMpUHMMAJIa y4acTHE B MHTEPIpPETAIlUU

MMOJIYYCHHBIX NAHHBIX, IIOAT'OTOBKE craTeit K HY6HI/IKaHI/II/I 1 3as4BOK Ha ITOJTYUYCHUC ITAaTCHTOB PO.

O6beM u cTpykTypa padorsl Jluccepranus u3ioxkeHa Ha 120 crpaHunax, comepxut 63
pucynka, 11 Tabmuu. PaGora coctouT u3 BBeAeHHS, 0030pa COBpEMEHHOW JuTepaTyphl (TiaBa 1),
AKCIIEPUMEHTANIbHON 4YacTu (TJiaBa 2), OOCYXKIEHHUS pe3ynbTaToB (TJiaBa 3), BBIBOJIOB M CIIHMCKA

muTHpyeMon sutepatypsl (113 HanmeHoBaHMi).
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1 JUTEPATYPHBIA OB30P. 3HAUEHUE U METO/bI IIOJTYYEHUS TBEPIBIX
BEIMECTB B JUCIIEPCHOM COCTOsSHHUMN.

VYMeHbllIeHHEe pa3MepOB YACTHUIl MPUBOJUT K M3MEHEHHUIO CBOWMCTB TBepAbIX Bemiects [1,2].
[IpyuriHaMU 3TOTO SIBJSIOTCS, BO-TIEPBBIX, YBEIMYEHHE COOTHOIICHUS MEXIY J0Jiel BEIIeCTBa,
MPUXOJAIIEHCS Ha TOBEPXHOCTh MO CPABHEHUIO C 00BEMOM, U, BO-BTOPBIX, PE3KOE YBEIUYECHHE MECT
HauOoMbIIe KPUBU3HBI, XapaKTEPU3YIOIIUXCS MOBBIIICHHEM 3HAYEHHUS XUMHUYECKOrO IOTEHI[MAaa
(3akon Tomcona) [1]. OT pa3mepa 4acTHUI] 3aBUCIT MPAKTHYCCKH BCE UX XUMHUCCKUEC M (DU3HUECKHUEC
cBorcTtBa. Hampumep, MHTEHCHMBHOCTb OKPAacKM IIMTMEHTOB 3aBHUCUT OT pa3MepoB vactuil. Jlis
HOJTYYCHHsI TOW K€ CaMOW MHTEHCHBHOCTH OKpacku romnyboro murmenra COAl,O4 B ciydae vacTwil
pazmepoM ot 1-15 MKM, HEOOXOAMMO HCTOIH30BaTh MOYTH YUCTHIM MOPOILIOK, a MPH UCIIOJIb30BAHUU
gactuin auamerpoMm ot 10-20 HM, MOXHO TpHMEHATH cMmech 2.6 macc.% CoAl,04 ¢ momumepom.
[Togo6HOe HabmomaeTes U Ha mpuMepe Apyrux Kpacsmmx BemiectB: CoFe,0q4, Fe203 ZnC0o,0, [3,4].
C TOYKHM 3peHUs MOTPEOUTENs, W3MEIHYCHHE MOXET TPUBECTH M K HEXKEIATeNbHBIM 3 QdeKTam.
Octpble pebpa HM3MENbUEHHBIX YACTHUI] MUTMEHTOB, HCMOJB3YEMbIX B JEKOPAaTUBHONW KOCMETHKE,
CIIOCOOHBI BBI3BIBATh MUKPO-TIOBPEXKICHUS KOXKH. B TEXHOIOTMU CTPOUTEIBHBIX MAaTEpUATOB OBLIO
MOKa3aHO, YTO TPAHYJIOMETPUUYECKUN COCTaB IIEMEHTA CYIIECTBEHHO BIUSET HA €ro MPOYHOCTh U HA
CKOpOCTh 3aTBepjcBaHusi KiuHKepa. C yMEHBIICHHEM pa3MEpOB YaCTHI[ YBEIUYUBAETCS CKOPOCTh
peakiuu rugpatanuud CazSiOs [5]. CyrecTByromyue MapKi IEMEHTa COAEPKAT YaCTHIIbI THAMETPOM
MeHee 40 MKM, IpUYeM CpeIHUN AUaMETP COCTaBISAET OKOJIO 20 MKM.

Onnoit w3 obnacted, s KOTOPOM MHUKPOHHU3AIUS OO0pas3lloB MMEET OTPOMHOE 3HAYCHHE,
apisieTcst  ¢gapmarusi. B Hacrosimee Bpemsi okonio 40% BeimyckaeMmblx W cBhimie 70% HOBBIX
pa3pabaTeiBaeMbIX (papMaleBTUYECKOW MPOMBIIIJIEHHOCTRIO JIEKapcTBeHHBIX BemecTB (JIB) mmoxo
pacTBOPUMBI B BOZIE [2], YTO OTpaHUUMBAET BO3MOKHOCTh X MIPUMEHEHHUS B KAUECTBE JIEKAPCTBEHHBIX
CPEICTB, BCIEACTBHE IUJIOXOM CMAayMBA€MOCTH W PACTBOPHUMOCTH B OHOJOTHYECKHX >KUIKOCTSX.
HaxomienHnple K HacTOSAIIEMY BPEMEHHU 3HAHUSI TTOKA3BIBAIOT, YTO HE TOJILKO OMomocTynHocTh JIB, HO
U UX MaKpOCKOIUYECKHE CBOWCTBA (HACHIMTHAS IIOTHOCTh, CIIOCOOHOCTh K MPECCOBAHUIO, CHIMTYYECTh
U Mp.) UX TBEPABIX (OpPM 3aBUCAT HE TOJNBKO OT CTPOCHHUS MOJEKYJbl, HO Takke OT pa3Mmepa,
MOP(OJIOTHH YACTHUIT U OT KPUCTATTUMIECKON CTPYKTYPHI.

B dapmaruu ckopocTh pacTBOPEHHS TBEPIBIX JIEKAPCTBEHHBIX BEIIECTB MPHHSITO OMHUCHIBATH

3akoHoM Noyes-Whitney: % = % X (Cs—C), tme D-xoadpdunument muddysuun, S-mromanb

NIOBEPXHOCTH, V-00bEM E€MKOCTH pacTBOpeHUs, h-tonmmHa nuddysnonHoro cnosi, Cs-paBHOBECHAs

KOHIICHTpAanu-d [6] N3 aToro YpaBHCHHA BUJAHO, YTO CKOPOCTb pACTBOPCHUA SABJISACTCA (bYHKI.IHCfI oT
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IUIOIIAAN  TIOBEPXHOCTU U, CJIENOBATEIBHO,
pasmepa yactull. Ecnu  OMOJOCTYIMHOCTH
JIEKapCTBEHHOI0  BEIIECTBA  JIMMUTHUPYETCSA

CKOPOCTBIO €TI0 paCTBOPCHUA, TO YMCHBUICHUC

pasMepoB  YaCTHIl  MOXET  CYIIECTBEHHO
YBEIUYUTh aKTUBHOCTb JEUCTBYIOLIETO
BEllleCTBA. BiusgHMe pa3mepa 4acTHLl Ha

OMOJOCTYMHOCTh IUIOXO PAacTBOPHUMOIO B BOJIE
JIB nmpoaemoHncTpupoBano Ha puc. 1. B nanHom
UCCIIEJOBAHUM MaKCHMaJbHasi KOHLIEHTpAIUs
JIB B mazMe KpOBHU YBEIMYWIACH B HECKOJBKO
pa3 mpu YMEHBIIEHUU pa3Mepa 4acTuil OoT 5 110
0.1 wmxm. B

pabdore [8] cpaBHHUBAIH

KOHILICHTPALIMIO JaHa3oja (pacTBOPUMOCTh B

KoHuenTpayus J1B B nnaame kposu

b4
e

— ===
T ———— ——— .
2§ s v

S T o S dl S | |

Puc 1. I'paduk 3aBUCHMOCTH KOHIICHTpAIMH B
Ija3Me KpOBU IIJIOXO PACTBOPUMOIO B BOJE
coenuHeHUs. BemectBo ObUTO BBeACHO B (opMme
ExnacTBEHHBIM

CYCIICH3H1U. HU3MCHACMBIM

napameTpoM ObLI CPeTHHUI pa3mep yacTuil [7].

Bojie 10 MKT/MIT) B I1a3Me KPOBH, BBOJAUMOTO B 3 (popmax: CyCIeH3Hs CO CPEeTHUM JTUAMETPOM YaCTHUIL
169 HM, KOMIUIEKC AaHa3oia C TUIPOKCUIIPONUI-B-IUKIONEKCTPUHOM M CYCHEH3US CO CPEeIHUM
pazmepoM dyactuil 10 MKM (CyCHeH3WM HAHOYACTHI[ ObUIM MOJNy4eHbl M3MEIbYECHHEM B IIapOBOU
MeJnbHUIIE ¢ 1o0aBiieHrneM nonuBuHUInuppoauaona (I1BII)). beuto noka3zano, uro koHueHTpanus JIB
B IUIa3ME€ KpOBHU IIOCJIE€ BBEJEHHUS CYCIEH3UM HAHOYACTUI[ M KOMIUIEKCA C IMKJIOJEKCTPUHOM
OTIIMYAETCS HE3HAUUTENbHO M Ha HECKOJIbKO TOPSIKOB BbIlIe cojaepxkanus JIB mocne BBeneHus
CYCHEH3UH UCXOJHOU cyOcTaHuuu. Takum o0pa3oM, MOJydeHHE YCTOHUMBBIX CyCIIEH3UH HaHOYaCTHUI]

JICKAPCTBCHHOTO  BCHIECCTBA IMO3BOJIACT IMPCOJOJICTH OrpaHUYCHUA, O6yCJ’IOBJ’I€HHBI€ HU3KOU

PacTBOPUMOCTHIO HCXO/IHOM CyOCTaHIIUU.
Hepenko HeoOXonuMoO MOIYYHUTh MHUKPOHHU3MPOBAHHBIE 00pa3ibl B KaKOM-JTHOO WHEPTHOM

HOCHUTCJIC, HaxoasAmeMcs B TBEPAOM COCTOSAHHU. Takue 0613331_[]51 Ha3bIBAKOT «TBEPABIMHU

nucriepcHeiME cuctemamuy [9,10]. TlomyueHne TBepABIX MUCIEPCHBIX CHUCTEM IO3BOJISIET B KOpPHE

U3MEHUTh (apMaKOKMHETHUECKUH mpoduinb ¢GapMaleBTUYECKUX KOMIIO3ULIMH, COJEpKaIIuX

HepacTBopuMmble B Boze JIB.

B nanHOM nuTepaTypHOM 0030pe pacCMOTpPEHBbl OCHOBHBIE  CIIOCOOBI  IMOJIyYEHHMS

MHUKPOHU3UPOBAHHBIX ITOPOIMIKOB W  MHOI'OKOMOIIOHCHTHBIX TBCPABIX OUCIHCPCHBIX CHCTEM,

HCIIOJIB3YEMBIC KakKk B HCCICI0BATCIIbCKHUX na6opaTop1/1;1x, TaK B MMPOMBIIIJICHHOCTH.

[Tpoananu3upoBaHbl MPUHIMITEI HOPMUPOBAHMS TUCTIEPCHOIO COCTOSHUS BEILIECTBA B KaXIOM ciydae,
JIOCTOMHCTBA M HEIOCTATKH KaXK/10r0 METOJa. bosplioe BHUMaHNE yI€lI€HO PACCMOTPEHUIO IPUMEPOB
MOJIyYEHUs JUCTIEPCHBIX (a3 METOI0M CYyOIMMAaIlMOHHOM CYIIKH, KaKk Hanbojee «MArkoro» MeToaa u3

BCEX CYHIECTBYIOIUX.
12



1.1 U3meanuyenue

B  mnacrosimiee  BpeMsi  MEXaHMYECKOE  HM3MEJIbUYEHHE  SABISETCS  CaMbIM  IIMPOKO
pacIpoCTpaHEHHBIM CITIOCOOOM MOIYYEHUS AUCIEPCHBIX YACTHII, JAJISl 4Yero OOBIYHO MCIOIB3YIOT TaKUe
ammaparsl, Kak JIe3MHTErpaTophl U MAapoBbIe MENbHUIIBL. B apMarieBTH4ecKoi MpOMBIIIIEHHOCTH IS
MUKpPOHM3AIMKM JIEKAPCTBEHHBIX CYOCTAHLUN HCHOJIb3YIOTCS CTPYWHBIE M IIAPOBbIE MEJIbHUIBL,
roMOTeHu3aTopbl BbicOKOro masienus [11,12,13]. B mporecce ucnonb30BaHUs MIAPOBBIX MEJIbHUIL
BO3HHUKAIOT MPOOJIEMBI 3PO3HH MENOUINX TeJ U, KaK CIEJICTBHE, 3arpsi3HEHHE MPOAYKTa MaTepHaIoM
mapoB. CyIIecTByeT BBICOKAash BEPOATHOCTH IOSBJICHUS OaKTEpuil NMpH BPEMEHU MEXaHUYECKOTO
Bo3zelicTBusl Oosnee 24 wacoB mpu Temmeparypax Bbime 30°C [11]. Mexanudeckue CrocoObl
MOJIyYEHUs MUKPOUYACTHI] HE TTOAXO/IAT AJIsl AU3aiiHa YacTHIl C 3aJaHHBIM Pa3MepoOM U MOP(OJIOTHUEH.

B npoMBIIIIEHHOCTH HCIOJB3YIOTCA TaKK€ TEXHOJOTMH BIIAXKHOTO II0MOJIA, HaIlpUMEp,
npoiiecc, kotopblii HocuT HazBanue NanoCrystals® [7]. B maHHOM mpoiiecce IIoxo pacTBOPUMYIO B
Bojie cyOcranuuioo (pasmep wyactun MeHee 100 MKM) AHCHEprHpyIOT B BOJHOM PacTBOpE
noBepxHocTHO-akTUBHBIX BemiecTB (IIAB) (IIBII, neliuutuH), a 3aTeM MOABEPrarOT MEXaHUYECKOMY
BO3/JICHCTBUIO MENIOIUMU CPEPUYECKUMHU TeJlaMU CO CPEIHUM JAuaMerpoM MeHee 3 M. Jlis
MOJTyYEHUsSI YacTHUI] CO CpeIHMM amamerpoM okoio 200 HM TpeOyercs okono 1 gaca. Ha puc. 2
IpEJICTaBICH PE3yNbTaT UCoNb30Banus Texuosoruu NanoCrystals® Ha nmpuMepe YacTUI] HATPOKCEHA
((S)-6-MeTokcu-anbha-mMeTra-2-Hap TATUHYKCYCHAs KUCIOTa, PacTBOPUMOCTh B Bojae 1.6 mr/100r).
Cpenuuii pa3mep yacTull cycreH3uu ymeHsimwics ¢ 24.2 mxm a0 0.147 mxm. J[aHHYIO TEXHOJOTHIO
UCHOJB3YIOT U1 TNPOM3BOJACTBA JIEKAPCTBEHHBIX (OpM B BUIE CYCIEH3HH, TaKKe€ BO3MOXKHO
IPUTOTOBIICHUE TBEPABIX (OpPM Mocie yaaneHus kUKol ¢aspl. [IpenmymiecTBaMu gJaHHOTO criocoba
SABJISIFOTCS: BO3MOYKHOCTB IOJYyYEHUs MUKPO- U HaHoudacTull JIB, He pacTBOPUMBIX KakK B BOJIHBIX, TaK
U OPTaHUYECKUX CPENax, y3KOe paclpe/iejeHHe MOoTydaeMbIX YacTHIl [0 pa3Mepy, a TakKe MpocToTa
MacttabupoBanus [11].

MexaHnueckoe BO3JIEHCTBUE NMPUBOJAUT K BO3ZHUKHOBEHHIO 3JIEKTPOCTATHUECKHUX 3aps/ioB U
MOSIBJICHUIO aMOP(HBIX TOMEHOB Ha MOBEPXHOCTH YacTHIl. JJOMEHBI KpUCTAITU3YIOTCS, YBEIUYUBAsS
pasMep yacTUll M 00Opa3ys MOCTMKM MEXIy YacTHllaMu. PeaklmoHHas CIocOOHOCTh aMOp(HBIX
BEIIIECTB TOPA3[0 BBIIIE, YEM KpHUCTALIMYECKUX. B cimydae JIB 3TO mposiBisieTcs B yBEIMYECHUH
CKOPOCTH M KOJIMYECTBA IMOTJIOLIAEMON BJaru, a TakKe BO3pacTaHMIO KOHCTaHThI pas3yiokeHus. Bce
9TH (PU3UKO-XMMHUYECKHE ACTEeKThl KpailHe He KelaTelbHbl MPU pa3paboTKe HOBBIX JIEKAPCTBEHHBIX
npemnapaTtoB. CyOcranius canpOyramona cyibdaTra, COCTOSIIAs U3 KPUCTAJIOB UTOJILYATON (POpMBI
qmmHOM 110 100 MKM, mocime MeXaHW4YeCKOTrO BO3JEMCTBUS B CTPYMHOM WIIM IIAPOBOM MEJIBHUIIE
MEPEXO/IUT B MOPOIIOK € TMaMeTpoM yacTHll oT 2 10 10 MKM, KOTOpbIE arperupOBaHbl B aCCOIHATHI C

pazmepoM 110 30 mxMm [14]. ABTOpPBI Olpenenii cofepKaHine KOMIOHEHTOB B aMOP(HOM COCTOSIHUU
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M0 KaJuOpOBOYHBIM KpuUBBIM Juddeperuanpaoi ckanupytomeid kamopumetpun ([CK), ono
COCTaBIISIO A0 7 Macc. %, 3TOr0 OKa3ajJoCh JOCTATOYHO Ui MEPEKPUCTAUIU3AMKN U YBEITHUCHUS
pasMepoB yacTuil. B napyroit pabore [15] Tak jke HCIONB30BAM CTPYHHYIO MEIBHHIY IS
MHUKpPOHHM3aIMM CyOcTaHIMM canbOyramona cynbdata. [lng Havama ObUIM TOJyYEHBI KPYITHBIE
KPHUCTAJUIBI aKTHBHOTO (hapManeBTHYeckoro uurpenuenta (ADU) mmacTuH4aToOM, a Tak)Ke UTOJIBYATON
U MPOMEXKYTOUYHOW (opM. BBIIO MOKazaHO, YTO KPUCTAIUIBI PAa3IMYHON (OpMBI MpH 00pabOTKE B
CTpYyWHOW MeJbHHIIE BeAyT celsi mo-pazHoMy. Mcxomple o0pasnbl HrojapbdaTtoid (opmel mocie
MHUKPOHHU3AIMY TTOKa3aJIl MUHUMAIIBHBIN pa3Mep YacTHUI], 4TO OOBACHIETCS BBICOKMM COOTHOILCHHEM
e pebep. [locine mexaHooOpaboTku Ha audpakrorpamMmax BceX 0Opas3lloB 3aMETHO IMOJIHSTHE

0a30B0Oi1 TMHUHU, 3TO TOBOPUT O MPUCYTCTBUU aMOP(PHON COCTABISIOIICH.

20
15 -

10

1 100
pasmep 4acTul, MKM

nocne obpaboTkm ucxonHaA cybcTaHumuA
cpeaHuid anameTp 0.147 mrm cpenHuid anameTp 24.2 mrm

Puc. 2. IIpodune pactpenenenus gyactui mo pasmepy. Kpucramisl HanpoKkceHa 10
(A) u mocne (®) MEXaHWYECKOTO BO3AeHcTBHs. PazMep dacTui u3MepsuH

METOJIOM Jia3epHol audpakimeii ceera [7].

[ToMrMMO MEXaHWYECKOTO IUCHEPTUpOBaHUS JJI TOJYy4YEHHUsS JUCHEPCHBIX (OpM TBEPABIX
dopm JIB u ux (papmaneBTHUECKUX KOMITO3UIMHA M3 PAaCTBOPOB, PACIJIaBOB MM CBEPXKPUTUUYECKUX
GuoMI0B  HMCMONB3YIOT ~ METO/AbI,  OCHOBAaHHBIE  Ha  PE3KOM  YBEIMYEHHMM  CKOPOCTH
3apo/IbIIe00pa30BaHusl U MOJIABJICHUHN CKOPOCTH POCTa YACTHIl. DTO JOCTUTAETCA CKAuKOOOpa3HbIM
M3MEHEHHEM BEJIMUYUH MapaMeTpOB COCTOSTHUS (J1aBJICHUS, TEMIIEpPATypbl, COCTaBa u JIp.).

1.2 Kpucranau3anus 3aMeHOH pacTBOpHUTest

Kommongueie pactBopel ¢ wactunamu JIB pasmepamu ot 200 mo 400 HM momy4aroT
cnenyromumM obpazom: pacteop JIB u I[TAB (IIBII, ruapoxcunponunmerunmenitonosza (ITIMII)) B
OPraHUYEeCKOM PAaCTBOPUTEINIE BBOJAT B BOAHYIO CpEly IIPH MEPEMEIIMBAHUU UJIM C UCIIOJIb30BAHUEM

pactbpUIAIONINX yCTPOHCTB [16]. 3a cueT pe3Koro CHWKEHHUS PACTBOPUMOCTH IPOUCXOUT
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3apojbiieoOpa3zoBaHe U poct yactull JIB, a yBenuueHue pa3smMepoB HE MPOUCXOAUT Ojaroaaps
NeHCTBUIO CcTaOMIM3aToOpoB. st TOJIydeHHs] TOPOIIKOB HCIIOJIB3YIOT —YAaJeHHE KOMIIOHEHTOB
pacTBOpUTENsl PA3NUYHBIMA METOAAMHU: YIApUBAHUEM, PACIbUIMTEIPHOW WM CyOIMMAIlMOHHON
cymkoi. CylluecTByeT TEXHOJIOTHsI MOJ] Ha3BaHHEM: «UCHApEeHHe U KPUCTAUIM3alus B BOJAHOM
pacTBOpe», B MHOCTPAHHOH JMTepaType: evaporate precipitation into aqueous solution (EPAS) [17],
KOTOpask MO3BOJISIET MOJIy4yaTh MUKpPO- U HaHowacTuilsl JIB ¢ mokpeituem u3 crabunmsaropos (I1BII,
Poloxamer, nomucopbar 80 u mp.). B manHOM mpoliecce pacTBOp JIGKAPCTBEHHOTO BEIECTBA B
TUXJIOpMeTaHe uin 3upe HarpeBaeTcs A0 TEMIEPATyphl BbILIE TEMIIEPaTyphbl KHIICHUS OPTaHUYEeCKOM
KUJKOCTU M pachbUIsieTcs B HarpeTblii BOAHBIA pacTBOp. OpraHuyueckuil pacTBOPUTENL OBICTPO
ucrapsercs, a 00pa3yromasics pu YTOM BOJHAsI CyCIIEH3Us 3aTeM MOJIBEPraeTcs CyIIKe.

1.3 PacnblinTe/ILHAS CyLIKA

Korna peub 3ax0auT O MOJYyYEHUH YacTHIL 3a/laHHOTO pa3Mepa B MEPBYIO OYEpPEb TOBOPAT O
TEXHOJIOTUH pacnbuidTenbHOU cymku [18,19]. Ona BkmtouaeT B ceOsi CIeAyIOUIMEe CTaAuU: a)
pacmbUIeHHe pacTBopa yepe3 (HOpCyHKY, 0) cylrka oOpa3yroIuXcs Karelb B CyXOM BO3AyXe, B) cOop
oOpasma. JlaHHast TEXHOJOTHS IIUPOKO HCHONB3yeTcsl B (DapMaleBTUYECKOH, MHUINEBOH U
OMOXMMHUYECKOH MPOMBIIUIEHHOCTH Yke ¢ 1940 rogoB, uMeroTcs Kak 1a00paTOpHbIE YCTaHOBKH, TaK U
YCTaHOBKM MPOMBIIIIEHHOT0 MacimrTada. OIHako A YMEHBIICHHs pa3MEpoB YacTUIl III0XO
pacTBOPUMBIX M HE pacTBOpUMBIX B Bojae JIB mpuMmeHeHHe pacHbUIMTENBHON CYIIKH HE
nenaecoodpasHo. B Hacrosiee BpeMs B Hay4HOM JIMTEpAType MOXKHO HAWTH OOJIBIIOE KOJUYECTBO
CTaTeH MOCBAIICHHBIX TOTYICHHUIO YaCTHUI[ KaK OJTHO- TaK 1 MHOTOKOMITOHCHTHBIX (DapMarieBTHIEeCKIX
KOMITO3MIIMI METOJIOM pACTBUIMTENBHON CYHMIKA. B OCHOBHOM 3TO CBA3aHHO C THOSIBIEHUEM
KOMMEpPUYECKH JOCTYNMHBIX JabOPaTOPHBIX YCTAaHOBOK PACHBUIUTENBHON CYIIKH, TMPOCTOTON
HKCIIEPUMEHTA U HAJTMYMEM MaTeMaTHYeCKUX Mojieliel mporecca cymku [18].

BappupoBanue cBOICTB mopoiika (pa3Mep 4acTull, Mop(hoJIorusi, CTeNeHb KPUCTAIIIMYHOCTH,
YPOBEHb BJIAXKHOCTH) JOCTUTAETCS U3MEHEHUEM MapaMeTPOB Ipolecca. Y BeIMUEeHUE pa3Mepa 4acTull
MPOMCXOAUT 3a CUeT YBEIMYEHHUs JuaMeTpa (OpPCYHKH, YMEHBIIEHUS CKOPOCTH TMOJauu
pacHbUIAIONIETO Ta3a W YBEJIWYEHUs KOHLEHTpAluu pacTBOPEHHBIX BemlecTB. [Ipupona mcxomHoro
pacTBopa BIMsIET Ha MOP(}OIOTHI0, a U3SMEHEHHE KOHLIEHTPALlMU PACTBOPEHHOI'O BEIIECTBA U CKOPOCTH
pacoblIeHUs] MO3BOJISIET M3MEHSTh CTENEeHb TIJIAAKOCTH MOBEPXHOCTH dactull. [Ipm noGaBienun
HanonmHuTene (makto3wsl, TBuHa 20) oOpa3ytorcs Oonee miepoxoBatbie dYactunbl [18]. Ecmum
UCIIOJIb30BaTh B KaueCTBE HMCXOJHOrO pacTBopa cycneH3uto HaHouactul JIB, To craHoBuTcs
BO3MOJKHBIM TIOJIYY€HHE WHKAICYJIUPOBAaHHBIX HaHodacTHl] JIB B maTpwuiie pacTBOpUMOTO B BOJE

HOCHUTCIIA.
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ITponzBoauTenu 1a00paTOPHBIX YCTAHOBOK PACIbUIMTENLHON CYLIKHU 3asBJISAIOT O IMOIYy4aeMOM
pa3mepe yactul ot 0.5 1o 10 Mxm [20], B cirydae NpOMBIIIIEHHBIX YCTAHOBOK Pa3MEpP YBEIMUMBAETCS
10 50 mxMm [21]. IIpouecc BO3MOXKHO IPOBOAUTH IpH TeMiieparypax oT 50 no 120°C B 3aBucumocTu
OT UCIOJIb3YEMBIX PACTBOPUTEINIEH U HEOOXOAUMON BIAXKHOCTH.

OOpa3oBaHue yacCTHLl B MPOLIECCE PACTIBUIMTENBHON CYIIKH YIPOILEHHO AEJAT HA 2 BapuaHTa
[18]. B mepBom citydae ckopocTh nuPpy3MOHHOTO JIBHKEHUSI PACTBOPEHHBIX BEIIECTB B KAILIE BHIIIIE,
4eM CKOPOCTh YMEHbBIIEHUS €€ ToBepXHOCTH. [Ipy 3TOM 00pa3yroTcst yacTUIBI I1apooOpa3sHol (GOpMBI,
a IUIOTHOCTh KOHEYHOI'o IOopouiKa OJM3Ka K IUIOTHOCTH MCXOAHOro. B npyrom cimyuae, HaoGopor,
CKOPOCTb YMEHBIIEHUSI NOBEPXHOCTU BBILIE, YEM CKOPOCTb AU((Y3MOHHOIO IBMXKEHUS MOJEKYI
pPacTBOPEHHOI'O BEIIECTBA. Pe3yabTaTOM 3TOTO SBJISIOTCS YACTULBI C MTOJIOCTSIMU BHYTPHU, YaCTHUIIBI HE

cepuueckoit popmbl. CxeMaTUIeCKH STOT BApUAHT MPECTABIICH Ha pUC. 3.

oboraweHne  ogpasosaHue
NOBEPXHOCTU  konky

3

KOMKOBaHue

O

Puc. 3. Mmmoctpanust 06pa3oBaHus 4acTHIl HE ceprueckoil GopMBl B TPOIECCE PACTIBUTUTEIBLHON

CYLIKH
Ecnu ucxoHbIN pacTBOP COAEPKUT KOMIIOHEHTHI Pa3IMYHON pacTBOPUMOCTH, TO MTOBEPXHOCTb

oOpa3yromieiicas yacTuilbl OyAeT o0oramarbcsi KOMIOHEHTOM, KOTOpPBIM HMMEET camMyl HH3KYIO
PacTBOPUMOCTb.

PacnputuTenbHas Cylka 3akJIIO4aeTcsl B OY€Hb OBICTPON KpHUCTaIM3allMK, MOATOMY MHOTHE
BEIIIECTBA OKA3bIBAIOTCS B aMOP(PHOM cOCTOSHUU. Vcronb30BaHNe aMOp(HBIX BEIIECTB B (hapMaruu B
HACTOsIIIlee BpeMsl HE MOJYy4WIo OOJBIIOrO paclpoCTpaHEHHs B BHUAY BBICOKON peakIMOHHOMN
CIIOCOOHOCTH JJAHHOT'O COCTOSIHMSI. AMOp(HBIE BEIIECTBA MMOABEPKEHBI OKUCIUTENBHBIM MIpoLieccaM U
MOTJIOUIAIOT BJIAry M3 BO3JlyXa B ropas3io OOibIlel CTENEeHH, YeM KpUCTAIMYecKue. Tak jke BbICOKa
BEPOSTHOCTh KPHUCTAIM3AlMM TOA JEHCTBHEM BHEUIHMX (DaKTOpOB: COJHEYHOI'O CBETa,
MEXaHUYECKOr0 BO3AEUCTBUS, YTO MPUBOAUT K arperanyy. YBEIUYEHHs CTENEHHM KPUCTAIIIMYHOCTH
MOHO JOOUTHCS 3aMeHoM pacTBoputens [19]. Onucanbl mpuMepsl MOJTYYeHHUS! CTAOUITBHBIX 710 2 JIET
aMOP(QHBIX TTOPOIIKOB UIS BJIBIXaHUS, COACPKAIINX WHCYIWH, MAaHHHUTOJ, IIUTPAT HATPUS U TIIHIUH
[22]. Ilpu MOmMGUIMPOBAHUU KOMIO3ULUHU TJIUIMHOM MPOUCXOIUT CYIIECTBEHHOE YMEHBIICHHE
CKOpPOCTH JIETHJIpATAI[I1 WHCYJIHHA.

B pabore [23] noka3zaHo, 4To 100aBJIeHHEe aMUHOKHCIIOT B HCXO/IHBIM pacTBOp (pacTBOPUTEND -

BO)Ia) JUIA paCHBIHHTeHBHOﬁ CYIIKH NPUBOAUT K YBCIIMYCHUIO AUCIICPCHOCTH KOHCYHOI'O IMPOAYKTA.
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ABTOpBI NOJTY4UIIH (hapMalieBTHUECKHE KOMIIO3HUIINK callbOyTaMosia cyib(dara ¢ IaKTo30i B KauecTBe
HATIOJTHUTENII W AaMHUHOKHUCIOTaMU (aprUHUH, aclaparvHoBasi KHCIOTa, JCWIHWH, (EeHWIATaHUH,
TPEOHUH) C COJAEpP)KaHUEM aMUHOKHCIOTHI oT 5 g0 20 macc. %. Ilo ganueim COM Bce 00pasiibl
MPEACTABIUIA COOO0M mapooOpa3Hbie YacTUIlbl ¢ quaMmeTpoMm meHee 10 MxMm. B ciyuae neinuHa u
dbeHmnanaHuHa MOBEPXHOCTh YACTHUI ObLja IIEPOXOBATOM, C OONBIIMM KOJIHMYECTBOM HEPOBHOCTEH.
910 3ddeKT oTHOCAT K TUAPO(HOOHON MPUPOIE NaHHBIX AMHUHOKHCIOT. Tak Kak 3TH KUCIOTH UMEIOT
0osiee HU3KYIO PacTBOPUMOCTH B BOJIE, BO BpEeMs CYIIKH OHH OOpa3yroT «KOPKY» Ha MOBEPXHOCTH
BBICHIXAIOIIEH KAl M MOJIEKYJaM pacTBOpUTENs cioxkHee nudPyHaupoBaTh K MOBEpXHOCTH. B
KaKOW-TO MOMEHT B «KOpKe» 00pa3zyloTcsi TPEIIMHBI, pa3jioMbl B MecTax, e Boja ucnapsercs. [lo
manHeiM JICK u PDA Bce momydeHHBIE 00pasibl MPECTABISIOT CO00W amMopdHBIC BEIIECTBA.
N3yuenne a’poaMHAMHUYECKHX XapaKTEPUCTHUK O0O0pa3loB C HUCIHOJIB30BAHHUEM IKHIKOCTHOTO
UMIUKEepa MoKa3ano, 4To MapaMeTp «BBINYIIEHHas 103a» (koiumdectBo JIB coOpaHHOro Ha Bcex
3JIEeMEHTaX UMIAKTOpa WM UMIIHMIKEPA) B Cllydyae KOMITO3UIUH € JICHIIMHOM COCTaBIsieT 0KoiIo 95 %,
u meree 70 % y o0pa3ioB, MOAU(UIIMPOBAHHBIX OCTATBHBIMH aMHUHOKHUCIOTaMH. YacTuisl odpasma ¢
JCWIIMHOM HE TPUTITUBAIOTCS DJEKTPOCTATUYECKUMH CHJIIAMH K CTEHKaM  Karcyidbl W3
ruapokcunponmMerwinetonodsl  (ITIMID). 3nayenne mnapamerpa «pecnupabenbHas QpaKIus»
(oTHOWIEHUE KoNMMYecTBa JIB mpeanonokuTenbHO MOMaJaroiero B JErKUe YeloBeKa, K COAEeP KaHUIO
JIB B mpemnapare) nopomkoB ¢ jgoOasieHuem JednuHa (ot 50 go 80 % , yBenuuuBaercs ¢
YBEIIMYCHUEM COJCP)KaHUsS JICWIIMHA) BBINIE, Ye€M y JPYTruX 00pa3loB. ABTOPHI CUHTAIOT, YTO B
MUKpoc]epax JeHIINH KOHIIEHTPUPYETCS Ha TOBEPXHOCTU U YMEHBIIAET CHIIbI KOT€3UH MEXIy HUMH,
YTO YMEHBIIAET arperaruio 4acTUll.

1.4 Cepxkpurnueckue Guronabl

[lepBbie coOOmIEHHSI O NPUMEHEHUH CBEPXKPUTHUUYECKOIO COCTOSIHMSI BEIIECTBA C LIEJIBIO
MOJIYYSHUS TUCTIEPCHBIX YacTull (hapMaleBTHUecKuX cyOctanumii mosisuiuck B 1980e roxawr [24]. B
HACTOSIIEe BpeMsl B HAYYHOM COOOIIECTBE HAOII0AAETCS OTPOMHBIM MHTEPEC K 3TOMY HalpaBlIEHUIO,
TaK Kak MHUPOKo ucnonb3yemsblid pmrons CO, XUMUYECKH UHEPTEH, HE TOKCHYEH, a TAaKXkKe €To Mepexo/
B CBEPXKPUTHYECKOE COCTOSHHUE MPOMCXOAMT Mpu Temmeparype okono 31°C u gaBnenuu 72,8 aTm.
BBuny Hu3koi BsizkoctH (10 ~100 pa3 Hibke, 4eM Yy KUAKOCTEH) U BBHICOKOMY KOI(PDUIIUEHTY
mpdysun (B ~100 pa3 Beime, uyem y okuakocteil) cepxkputuueckuit COz cumrTaercs
MEePCIEKTUBHBIM PACTBOPHUTENIEM JJISl TIOJTYICHUSI TUCTIEPCHBIX YaCTHII.

TexHONO0rnu ¢ UCMoab30BaHNEM CBEPXKpUTHYECKOr0 CO2IMPUHIIMINATIBHO MOAPa3AeIIIoT Ha 2
tuna [24, 25]. Ecnu nekapcTBEHHOE BEUIECTBO XOPOLIO PacTBOPUMO B cBepxkpuTuueckom COj, TO
dbiroun pacoeUisieTcss B Kamepy ¢ atMocdepHbiM naBineHueMm, CO; mepexoauT B razoo0pasHoe

COCTOSTHUE U 00pa3yroTcs MENIKOJUCIEPCHbIE YacTUIbl CyOCTaHIMHM (B aHIJIOS3BIYHOM JIUTEpaType
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rapid expansion of supercritical solutions(RESS))[26]. Huskast pactBopumocTh GosbinuHcTBa JIB B
cBepxkputuueckoM CO; crama NOpPUYMHONW PEOKOrO MCIOIb30BaHMS OJTOM TEXHOJOTMH B
IPOMBIIUIEHHOCTH.  M3BecTeH  TEXHOJOTMYECKMM  Ipolecc  IOJYy4YeHUs  HaHOPa3MEPHBIX
dbochomumuanapix gunocoM (SuperFluidsTM) co cpennumu pasmepamu okoio 65 HM. [pyroi
Pa3HOBUAHOCTHIO  TEXHOJIOTUH  TOJY4YEHHS MHUKPO- M  HAHOYACTUI[ C  KCIOJIb30BaHHEM
CBEPXKPUTUYECKUX (DIIOMAOB SBIAETCS HCIOIb30BaHME (IIIOMJOB B KadyeCTBE OcCaauTeNeH
(supercritical antisolvent (SAS), precipitation with a compressed antisolvent (PCA), solution enhanced
dispersion by the supercritical fluids (SEDS)) [27]. Hachimiennsiii pactBop (apmameBTHYeCKOi
CyOCTaHIIMM B OPraHMYECKOM pacTBOpuUTelle mojaercs dYepe3 (OpPCyHKY B €MKOCTb €O
CBEPXKPUTUYECKUM (IIIOUJIOM, TJA€ B pe3yiabTaTe PEe3KOro MaJeHHus PAaCTBOPHUMOCTH CyOCTaHIUS
KPUCTAIZIM3YEeTCd B BHMJE MHUKpPO- U HaHoyacThll. (OCHOBHBIM MHHYCOM HCIOJIb30BaHUS
CBEPXKPUTUYECKUX PACTBOPHUTENEH SIBISIETCSA BHICOKAsi CTOMMOCTh MacIITaOUpOBaHUs IpoIiecca.

TexHonmoruu ¢ wucCHoNb30BaHUEM CBepXkpuTHueckoro COj TakKe NO3BOJISIOT MOJIy4YaTh
gacTulpl sl JoctaBku JIB B nerkwe. ABTOphI pabGoThl [28] BHEepBbIE HCIONB30BATH (DIIIOUTHBIE
TEXHOJIOTHH JUI TOJYyYEHHUS] YacTHI] KOPTUKOCTEPOUIOB JJIi a3po30JbHOro BBejeHUs. MMy Obuin
MOJIy4YeHBbl TOPOIIKH C JOCTaTOYHO Y3KUM paclpelelieHHeM YacTUIl 10 pa3Mepy CO CPEeIHUM
muameTpom okoino 1 Mkm. B pabore [29] pactBop campOyTamona paclbUIsId B Kamepy co
cBepxkputudeckuM CO,, B KOTOPOM caiab0yTamoJ HE pPAacTBOPUM, UTO OOYCIaBIUBAIO OBICTPOE
3apoasinieoopasoanue yactul JIB. CymecTBeHHOE BIMsSHUE HAa MOPQOJIOTHIO YAaCTHUI[ OKa3bIBAIO
naBieHue B kamepe co cxkarbiM COj. Ilpum naBneHum B 95 arM. Ha CHUMKax CKaHUPYHOLIEH
aNeKTpoHHOM Mukpockonnu (COM) HaOmonanuch HHUTH, COOpaHHbIE B IYYKH JUAMETPOM B
HECKOJIbKO MUKPOH, TIpH aBiienuu 6osiee 100 aT™M. — BRITSIHYTBIE YacTUIIBI JUTMHOU OT 1 710 3 MkM. Tak
e HaO0Janoch HW3MEHEHHe MOpQOJIOTUH YacTHUIl B 3aBUCHUMOCTH OT HPHUPOJBI HCIOIB3YEMOIO
OpPraHMYECKOT0 PACTBOPUTEIIS.

CpaBHEeHHE a’pOJMHAMMYECKMX CBOMCTB CMECEH MHKPOHU3MPOBAHHOIO CaJbMETEPOIIA
kcuHadoaTa ¢ JaKTO30M, TOKa3aJio, 9To 00pasiibl, MOJy4eHHbIE U3 cBepxkputuueckoro CO, obmagaror
CYILIECTBEHHO JIYUYIIMMH MOKAa3aTeIsIMU B TECTaX Ha KaCKaJHOM MMIIAaKTOpe AHJEpCeHa, ueM 00pasiibl
¢ cyOctaHuuel, u3MenbyeHHoll B crpyiiHoi MenbHULE [30]. HanHblid 3pdekT oObscCHAETCS HU3KON
HACBIITHOM IJIOTHOCTBIO, MEHBILIEH ITOBEPXHOCTHOM SHEPruei yacTull u3 ceepxkpuruucekoro COz, ux
He cdepuueckoi (Gopmoii, MeHbIIEH CHUJIONW MNPUTSHKEHHUS] YacTUIl K MOBEPXHOCTU KOHTEHHepa,
MEHBIIINM 3JIEKTPOCTATUYECKUM 3aPSA0M.

15 Honyqenne MHOTOKOMIIOHCHTHBIX JTUCMTEPCHBIX CUCTEM

OmnmcaHHbIE BRI IMPpUMCEPEI B OOJIBIIMHCTBE CBOEM KACAJINChH IMOJIYYCHHUA OJHOKOMIIOHCHTHBIX

AUCIICPCHBIX (1)3.3 TengeHnus K arperaiui MOXXCT CBCCTU HAa HCT BCC YCHUJIIUS, HAIIPABJICHHBLIC Ha
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MOJIyuYeHUE JUCIIEPCHOTO COCTOSHUSI BellecTBa. BBeneHue HamoiHuTeNnel (HOCUTENel) MO3BOJIET
COXpaHMTb JucrepcHoe coctosiHue [9, 31, 32]. [l 3T0ro Takke UCIOJIb3YIOT Pa3IMUHbIE IPUEMBI.
[lepBBili cmOcOO OCHOBaH HA TIONYYEHUH OBTEKTHUECKHX CMECEH M 3aKIIoYaeTcsl B
ciaenaywomeM. PaccMoTpuM mpocTyro 3BTeKTHYecKyro cucremy AB, rne A — JIB, a B -
dbapMalleBTUYECKUN HAMOJHUTENb, M KOMIIOHEHTHI HE pPacTBOPUMBI APYr B JApyre B TBEPIOM
cocrosiHuu (puc. 4 A). Ilpu oxnaxaenun paciuiaBa cocraBa C (IIYHKTHpP) 10 TEMIEpaTypbl HHKE
KPUBOH JIMKBHIyca OyAyT 00pa3oBBIBATHCS KPUCTAIUIBI A, KOTOpbIE B JaJbHEUIIEM NMpPU MOHUKECHUU
TeMIepaTypbl OYIyT pacTH, 3a cYeT yMeHbleHus pactBopuMoctd A B B. [Ipu oxnaxknenun pacriaBa
cocrtaBa 3BTeKTUKH E (myHktup), oba xommoHeHTa A U B 0JHOBpEMEHHO KPHUCTAJUIM3YIOTCS C
00pa30BaHMEM OUYEHb MEJKHUX KpPUCTAJJIOB. BrnepBble 3BTEKTHUUECKHE CMECH ObUIM MOJIY4YEHbI Ha
npumMepe cynbpaTtnazona (pacrBopuMocts B Bojxe 63.4 mr/100 T) ¢ pa3nuyHBIMH HAIOJIHUTEISMHU
(Mo4eBHHa, aCKOPOUHOBAs KUCJIOTA, arleTaMul, CyKunHUMUN) [33]. CMecu MHAUBUIYaTbHBIX BEIIECTB
C pa3JIMYHBIM COOTHOILUEHHWEM KOMIIOHEHTOB MEPEBOAMIIA B KHUJIKOE COCTOSHHE, HarpeBas BbILIE
100°C, a 3aTem OBICTPO OXJIAXKAAIU B JIEAAHON OaHe MpU MHTEHCUBHOM IepeMennBaHuu. CpaBHEHUE
CKOpPOCTH BBIXOJa CyJb(aTHazona B BOJHBIA pacTBOP 00pa3IOB IBTEKTHUECKHX CMECEH CO CMEeCsSMHU,
MOJIyYEHHBIMH JAPYTUMHU CIIOCO0aMH, MOKa3ai0, YTO IBTEKTHYECKHE CMECH DPACTBOPSIOTCS Tropas3zo
osictpee. Ilo3nnee Obiio mokazano [34], uto He Bce JIB mpm oxnaxaeHun mNepexousirt B
KPUCTAJUTMYECKOE COCTOSIHUE, YaCTh MOXKET 00pa30BBIBaTh TBEP/IbIM PacTBOp ¢ HamoJHUTENeM (puc. 4
b oGmactu o unm ), a Takke HAXOAUTHCA B aMOPHHOM WM CTCKIO0OpPa3HOM COCTOSIHWH (TBEpibIe
mucnepcun ¢ nonmumepamu  [31]).  CyliecTBEHHBIM MHHYCOM JaHHOTO croco0a  sBIseTcs
HEOOXO/MMOCTh HCIIOJIb30BaHMs BbICOKMX Temmeparyp Beimie 100°C, 4TO MOXET MHpHUBECTH K
TepMudecKor nectpykiuu kak JIB, tak u wanmomuurens. [loatromy B 1970 u 1980 rr ctanm mmpoko
WCIIOJIH30BAThCS METOJ| TMOJYyYEHHUS TBEPIbIX TUCHEPCHBIX CUCTEM M3 pacTBopoB [35]. Jmst aToro
HE00X0/1MMO MOA00paTh PaCTBOPHUTENb, B KOTOPOM Obl paCTBOPSUIUCH KaK HaroJIHUTENb, Tak U JIB. B
Ka4yecTBE HAlOJHUTENEH MCMONB3YIOT MoiuMmepsl: nonudytuiaeHrmkons (11910, TIBII, T'TIML u
apyrue. PacTBopuTens yqausioT paclbUIMTEIbHONW WIIM CYOJMMAIMOHHOM cymikod. beino mokaszaHo,
Ha npumepe [IBII, yTo npu MamoM OTHOCUTENBHOM coiepkaHuu JIB, cKOpocTh BbIXOAa B PacTBOP

3aBUCHUT OT CBOMCTB HANOJHUTENS, a HE OT cBoMcTB JIB [36].
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A 5.
XNOKOCTb(XK) XKUOKOCTb(K)
ﬁ—x B+x
< : : At XK B+ XK
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A C  E 5 A 5

Puc. 4. Tlpumeps! ¢a3oBbIX AMArpaMM ABYXKOMIIOHEHTHBIX CHCTEM HIBTEKTHYECKOro Tuma: A - 0e3

00pa3zoBaHus TBEPABIX PaCTBOPOB, b - ¢ orpaHMYeHHBIMU TBEPBIMH pacTBOpamu [37].

1.6 Cy6ummannonHas (JinoQpuibHas) CylIKa

Cpenu pa3nu4HbIX CIOCOOOB CYIIKH, TPUMEHSIEMbIX B (papMalleBTUYECKON MPOMBIIIIEHHOCTH,
CyOMMAaIMOHHAs CYIIKa SBISETCS MOMYISIPHBIM M CTPEMHUTENIBHO Pa3BUBAIOLINMCS TEXHOJIOTUYECKUM
npoueccoM. [IpuynHON TOMy SIBISieTCs, IPEKIE BCErO, BBICOKOE KaueCTBO IOJIy4a€MbIX IPOAYKTOB
(TIOBBIIIIEHNE CTAOMIIBHOCTH; TTOBBIIIEHUE PACTBOPUMOCTH/JUHAMUKH PACTBOPEHUS) M HE3aMEHUMOCTb
MeToJa CyOJIMMAllMOHHOM CYIIKM Ui BBICYIIMBAaHUS TEPMOJAOUIBHBIX W  OKUCIISIOIIMXCS
JIEKApCTBEHHBIX BEIIECTB U IIPENapaToOB PaCTUTEIBHOTO/5KUBOTHOTO MpoucxoxaeHus [38, 39, 40].

[lepBble yrnoMuHaHUS B Hay4yHOH JUTEpaType O IPOMBILUIEHHOM MCIIOJIb30BaHUU JIAHHOTO
MeToaa oTHocsATCs K KoHIy 40-x rogoB XX Beka [41, 42] u mocienyronige mojaTopa JAecsTKa JeT
03HAMEHOBAJIMCH LIMPOYANIIUM MPUMEHEHHEM METOAa CyOIMMAI[MOHHON CYIIKH, INIABHBIM 00paszoM,
B MUILEBOM U (hapMarieBTHUECKOM nMpoMbIluIeHHOCTH. B 3apy0exHbIx 0030pax Hadana 60-x rogos XX
Beka [43, 44] npuBoasaTcs yke MoaApoOHbIE 0030pbl COCTOSIHUSI TEXHUKHU CYOJUMAIMOHHOM CYIIKU U
KOHKpPETHBIE TPUMEpPHI €€ HCIOJIb30BAHUS I CO3JaHUsl CaMbIX aKTyalbHBIX B TO BpeMms
JIEKapCTBEHHBIX MTPEMapaToOB - CTPEITOMHUIIMHA ¥ IPOTHBOTYOCPKYIIe3HOM BakIMHbI [45, 46].

B 1955 r. B pabore M.U. Bep6st (CCCP) [46] Obutn mpoBeneHbI MOAPOOHBIE
HKCIEpUMEHTAIbHbIE MCCIIEJOBAHUS TEIUIO- U MaccolepeHoca MpH CyOIMMaluu JbJa, Pe3yJbTaThl
KOTOPBIX BOILIM IPAaKTUYECKU BO Bce MOHOTpaduu, n3nasasimecs ot Hayana 60-x rogos XX Beka 70
HacTosAlero BpemeHnu [47, 48, 49]. Bonpmol Bkiax B pa3BUTHE TEOPUU CYIIKH (B YacCTHOCTH,
UCCIIEIOBAaHUSI MEXaHU3Ma TeIyIo- U MacColepeHoca Mpu CyOIMMAIIMOHHON CYILIKE) BHECIU paboThI
coBerckux yueHbix A.B. JIpikoBa, A.A. I'yxmana, A.C. 'un30ypra v ux yueHHKOB.

TexHonoruu, BKIIOYAIOUINE 3aMOPOKMBAHNE UCXOJHBIX PacTBOPOB, coryiacHo [50] MoryT ObITh
HoJipa3iejieHbl Ha CIEAYIOIIUEe Pa3HOBUIHOCTH: CyOnuMaioHHas cymka (freeze drying) wmm
muopmmmsanus (lyophilization), pacneututensHas cyOnumanuonHas cymika (spray freeze drying),
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pacmbUINTEIILHOE 3aMOpaKUBaHKe B JKUAKOCTH (Spray freezing into liquid) u 3amopakuBaHHe TOHKHX
wieHok (thin film freezing). Vx pa3nuume 3akiarouaercsi B UCIOJIB3YEMOM CIOCO0E 3aMOpaKUBAHHUS U,
COOTBETCTBEHHO, CKOPOCTH OXJIXICHUs. JIBIXKyIIeH CHIIONW mpolecca CyOIMMAIIMOHHON CYIIKH
SIBJISIETCS PA3HOCTh JIABJICHHI MEXTy pabodell KaMepoil U KOHIECHCATOPOM, 00YCIIOBJICHHAs pa3HHIICH

temriepatyp (puc. 5).

1“2 hd n ¥ '_:..
freeze  ~i— liquid
| |
solid melt — J/ /I‘Ih;'t r

|
10 |

/ " tripie point
10°

107

(aseous

=2
10 7

walér vapor pressure (mbar)

107 V4 sublime

10 /

107
-100 -80 ~60 -40 =20 0 20 40 b

temperature (°C) ——=

Puc. 5. P-T nuarpamma Boapl B 00J1aCTH HU3KUX JaBJICHUH U Temmeparyp [39].

C wucnonp3oBaHHE MeTOJa CYOJIMMAalMOHHOW CYHIKM IOJIy4aloT CTaOWIIbHbIE aMOp(dHbIE
YaCTHUIIBl C BBICOKOW Y/IEIbHOM IUIOIIAAbI0 MOBEPXHOCTH M YJIYULIEHHOM CKOPOCTBIO PACTBOPEHMS B
OMOJNIOTHYECKUX JKUAKOCTAX. IIpuyeM HCIONB30BaHME OPTraHUYECKUX pacTBOpUTENEil IMO3BOJIsET
IPUMEHSTh JJAHHBIA MOAXO0J K YIYYIIEHHUIO CBOMCTB Majlo PaCTBOPUMBIX B BOJ€ (hapMalieBTHUECKHX
cyocrannmii. [Iponecc nuodunuzanun moapa3aesieTcss Ha HeCKOJbKo 3TanoB. CTEKIITHHbIE (DIIAKOHBI,
HATIOJTHEHHBIE UCXOTHBIM PACTBOPOM, MOMEIIAIOTCS Ha OXJIAXKIACHHYIO MOJIKY (pHc. 6 KpacHas KpuBasi,
TemIeparypa Mnojiku). PacTBop MesieHHO OXJaKIaeTcsi Co CKOpocThio oT 1 10 10 rpaagycoB B MUHYTY
(puc. 6 3eneHas KpuBas, TeMIepaTypa 00opasiia), MPOUCXOIUT KPUCTAIIIA3AIIMS JIb/Ia, B CITydae BOJTHBIX
pactBopoB, U obpazoBanue amop(dHOU (a3wl, KOTOpask COAEPKUT PACTBOPEHHBIC BEIIECTBA W YaCTh
pacTBopuTeNns. 3aTeM BKJIIOYAETCS HACOC, M 3a CUET SHTAJIbIUM CyOIMMalluu pacTBOPHUTENsS oOpaszer]
OXJIXKIACTCSl HIDKE TemIeparypbl moyiku. [Ipoucxomut mepBas craaus cymku (primary drying),

3aKIroYaromascss B yAaJICHUU JibJla WA BCCX (1)213 pacTBOpPUTCIIA, HC CBA3AHHLIX MOJICKYJISIPHO C
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pacTBOpEeHHBIMU BellecTBaMu. llociae OKOHYaHWs TEpBOM CTAguU CYIIKH, IOJIKM HarpeBaroT 0

KOMHATHOW TEMIIEpaTyphl WM BbILIE JUIS YAAJIEHUS OCTaTOUYHOM BJIAXKHOCTHU (BTOPUYHAs CYIIKA).

A
Shelf Temperature
" Product Temperature
sy | . S SR S o . S S L1 i . T I
" ;
g reezing Ppymary Drying  Secondary Drying
2.
g Condenser Temperature
=
\\ Vacuum
>

Time
Puc. 6. Tunosast KpuBast CyIIKH.

[Tockonbky cyOnMManMoOHHAsl CyIIKa SBJSETCS CYIIKOW Marepuala B 3aMOPOKEHHOM
COCTOSIHMM, II€PBOM TEXHOJIOTMYECKOW OIlepalleld SABISETCA 3aMOpakMBaHue warepuana. B
3aBUCHUMOCTH OT TEXHOJIOIMH CYIIKH MOYKET IPUMEHATHCS KaK IPEeBapUTEIbHOE 3aMOPaKUBaHUE, TaK
U TaK Ha3bIBAEMOE «CaM03aMOpa)XMBaHHE» BCJIEICTBUE WHTECHCHBHOTO HCHAPEHUs KHUJIKOCTH MpHU
HENPEPBHIBHO CHIKAEMOM JaBieHUH. J[aHHBIM METON SBJSETCS HAWIYYIIUM s OOJBIIMHCTBA
TBEP/AbIX MUILEBBIX MPOAYKTOB [45], MOCKOJIBKY MpPU 3TOM HE MPOUCXOIUT OOpa3oBaHMs KPYIMHBIX
KPUCTAJIJIOB JIbJIa, KOTOpPbIE MOIJIM Obl M3MEHUTh CTPYKTYpPY BBICYLUIMBAaEMOrO0 MaTepHuaa.
CaMo3aMOpaKMBaHUE YNPOILAET TEXHOJOTMUECKUN IIPOLECC W BBITOJAHO B OHEPreTUYECKOM
OTHOLICHHMH, TAK KaK IpPU 3aMEP3aHUM KUAKOCTU B Marepuaje MPOMCXOANUT BBIIEICHHUE TEIUIOTHI
IUTABJIEHUS JIbJA, KOTOpash pacxoJyeTrcs Ha CyOJuMainuio, 4YTO NPHUBOJUT K YMEHBIICHUIO
sHEpro3arpart. 3/ech CleIyeT 0co00 OTMETUTH PabOThl akajgemMuka Tperbskosa 10./l., ero yueHUKOB U
MIOCJIEA0BATENEH, 110 KPHOXUMUYECKOMY IIOJyUYEHHUI0O MHOTOKOMIIOHEHTHBIX BELIECTB U MAaTEPUAJIOB, B
YaCTHOCTH, M0 TOJYYEHHIO (PEeppUTOBBIX MaTepUATIOB C KPHOXMMHUYECKON NpeabIcCTOpuel u
CyOJMMMalMOHHBIM CIOCO0aM TMOJyYeHHUs YIbTPAJAUCIIEPCHBIX Heopranumdeckux coisen [48, 49]. B
paboTtax To# xe rpynmbl [51, 52] ObuT IpUMEHEH METO ] CYOJIMMAIIMOHHON CYIIIKU C UCTIOIh30BaHHEM
JPYTUX CIIOCOO0B 3aMOPAXKMBAHUS UCXOJAHOTO pacTBopa (paclblIEHUEM B €eMKOCTh C JKUAKUM a30TOM,
a0 OXJaXJEHUE pacTBOpa JKUAKHUM a30TOM C (PUKCHUPOBAHHOW CKOPOCTBIO) I TOJTYYEHUS
BBICOKOJIMCIIEPCHBIX (OPM JIEKaPCTBEHHBIX BEIIECTB, OJHAKO B CIyyae MCIIOJIB30BaHMS ITAHONA B
KayecTBE pPACTBOPUTENS, B ONHCAHHBIX YCJIOBMSIX IIOJYYEHHS] BBICOKOAMCIEPCHBIX  (opM

JICKApCTBCHHBIX BCIICCTB, BBICYH_IeHHHﬁ IMPOAYKT COXpaHACT CBOU CBOICTBa TOJBKO 6J1ar0J:[ap;[
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Ype3BhIYAITHO HU3KOW PACTBOPUMOCTH B 3TaHOJIE MpHU 3aJaHHOW TemIepaType, MOCKOJbKY CYIIKa
IPOUCXOIUT, 10 CYTH, YAAJICHHUEM PACTBOPHUTENS MCIAPEHUEM B YCIIOBHSX MOHMXKEHHOTO JIaBJICHUS.
PaboTe! JaHHOM IPYMIIBI 10 CO3JAHUIO YIYUYIIEHHBIX JIEKAPCTBEHHBIX (DOPM C HCIIOIB30BAaHUEM CYLIKH
3aMOPOKEHHBIX PACTBOPOB B YCJIOBUSX MOHM)XEHHBIX JIaBJICHUM /0 HEAABHETO BPEMEHHU SIBIISUIUCH
€MHCTBEHHBIMU MpUMepaMu paboT B 3TOM HanpasiieHuu, npoBoauMbix B CCCP u Poccuu, B otinnuune
OT OIPOMHOTO KOJINYECTBA PabOT OOJBIIOTO YKCia UCCIEI0BATEIbCKIX KOJUIEKTUBOB MO BCEMY MUPY
3a mocuenuue 20 JeT, ¥ 3HAYUTEIBHOTO KOIUYecTBa 0030pOB ¥ MOHOTpaduii O JAHHOW TeMaTHKE.

B cnyyae MeaneHHOro OXJIaXAE€HHS HCXOJHOTO pacTBOpa MPOUCXOIUT IOCTEIEHHAS
KPUCTAJIIM3AIUsl PACTBOPEHHBIX BEILECTB U3 OXJIAXKAAeMOM JKUJIKOCTH. DTO MPUBOJIUT K MOSBICHUIO
JOCTAaTOYHO KPYMHBIX 4Yactul. [loaTomy Obula mpe;UIoKeHAa METOAWKAa  PacIbUTUTEIBHON
cyonumarnonHon cymiku (Spray freeze drying), kotopasi 3akiro4aercss B PaCHbUICHHH HCXOIHOTO
pacTBoOpa HaJl KpUOTEHHOM cpeoil u nanbpHeimei mnodunuzanueii. [Ipu 3ToM H0CTUTa0TCS CKOPOCTH
oxnaxuenuss or 10°zo 10° rpaglyc B MHUHYTY B 3aBHUCUMOCTH OT pa3mepa kameib [53]. Ilpu
UCIIOJIb30BaHUHU B KauecTBe oxjaxkaaromien cpeabl n3o-neHTrana (Tiu=-80°C) ckopocTh OXJaxaeHus
BBINIEC, YEM MPHU HCIHOJIb30BaHUU KHUAKOTO a30Ta (Tyn=-196°C) [48]. B mocnennem cimydae BOKpYT
3aMep3aroleil  kamim oOpasyercs «my6a» w3  razoo0OpasHoro Np. Ilopomiku, mnomydyeHHBIE
pacTbUIMTEIFHOM  CYONMMAlMOHHOM — CYIIKOHM, o00najmaloT mopuctol  crpykrypoud. Ilpuyem
BO3HUKHOBEHUE IMOPUCTOCTH - 3TO MPSIMOE CJIEICTBUE HCIIOJIB3YyeMOro crocoba oxiyaxiaeHus. B
Cllydae pacHbUIMTEIBHOTO 3aMOPAKUBAHHUS B JKUAKOCTh (OPCYHKA HAXOMUTCS HaJ KPUOTECHHOMN
KUAKOCTHIO. [Ipy 3aMOpa’kMBaHUM TOHKUX TUIEHOK MCXOJTHBIA PACTBOP BBUIMBAETCS WU PACIIBUIAETCS
Ha TOBEPXHOCTh OXJIAXJIEHHOW MEIHOM MacTWHBI WIM Bpalarouierocs nucka. Kak ormeuanoch
paHee, TEXHOJOTHMHM C 3aMOPaKMBAaHMEM, B OCHOBHOM, HCIIONB3YIOT JUIS CYIIKM TENTHUIOB WA
JIEKAPCTBEHHBIX BEIECTB OMOJIOTMYECKOro MpoucxoxacHus [54]. B mocneanee BpeMs ux craiu
OPUMEHATh JJIs MOJMYyYeHHs] CTa0MJIBHOTO aMOP(HOTO COCTOSHUS HU3KOMOJIEKYJISIPHBIX BEIIECTB B
runpopmibHoii  Matpune [55]. B tabmuume 1 npeacTaBieHbl  JJaHHBIE O CYHIECTBYIOIIMX
NPOMBIIIICHHBIX M Ja0OpaTOPHBIX TEXHOIOTUAX MoiydeHus nopomkoB AU u ux KOMIO3WIHWH,

OCHOBAaHHBIX Ha 3aMOPaXMBAaHUH PACTBOPOB
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Tabmuma 1. KpaTkoe onrcanue TeXHOIOTHH, OCHOBAaHHBIX Ha 3aMOPaKUBAHUHU PacTBOPOB, corsacHo [50].

TexHoJiorust pudansureabna | CocrosiHue  KMJAKOCTH | IPpeMMYyleCcTBa OrpaHUYeHUs Kpurnueckue
sl CKOPOCTh NPy 3aMOPaKUBAHUH napamMeTpsbl npoiecca
OXJIAKIeHU S
(°/c.)
JInodunmzanmst 1 PactBop Haxomutcs Bo | llupoko Tonbko Temneparypa MOJIKH,
(cyOnmmanmonHas (¢akoHe WM TOJJIOHE, | UCTIONb3YEeTCH, BOJIOPACTBOPHMBIE pasmep, dopma,
CyIIIKa) 0e3 IBIKEHUs MIPUTO/IHA JUIsl | OOBEKTHI, HEe MOAXOAUT | MaTepual ¢akoHa
01000OBEKTOB, TUIst MOJTy4YEHUS
LEeTbHBIN TpOoIECC BBICOKOTUCTIEPCHBIX
TIOPOIIKOB
PacnipuintenbHast »10° Kamnmu O6pazoBanue MUKpo U | Beicokas moBepxHOCTh | Pazmep Karuy,
cyOImManoHHast HAHOYACTHII, OYEHb | TPAaHUIIBI paszena | OTHOIIEHHWE CKOPOCTEH
CyIIKa BBICOKHE CKOPOCTH | pacTBOP/BO31YX, MOTOKOB JKUJKOCTH U
OXJIAXKICHUS poOIeMBI C | KpHOTEHHOMU
MacIITaOuPOBaHUEM, KUJKOCTH,
BBICOKAsi CTOMMOCTD TEMIIepaTypa MOJIKH
PacnipuiutensHoe »10° [ToTok xuakocty, | ObpazoBanue mukpo u | Heapdextusnoe Pazmep Karuiy,
3aMOpakHBaHUE «paszpezaHuey MOTOKA | HAHOYACTHIIL, HET | paclbUIeHHEe OTHOIIIEHHE CKOpPOCTEH
KUJKOCTh KHUJKOCTU TPaHUIIBI pazzaena | hoopcyHKamu, MOTOKOB JKUJKOCTH |
pacTBOpP/BO3IyX POOJIEMBI C | KpHOTEeHHOM
MacIITaOuPOBaHUEM, KUJKOCTH,
BBICOKAsi CTOMMOCTD TEMIIepaTypa MOJIKU
3amopaxxuBaHUE »10° [Tnockue karum O6pazoBanue mukpo u | Huskoe coornomenue | Temmneparypa
TOHKHUX IJIEHOK HaHOYACTHII, TI0MIA/b KPUOTEHHOU
MUHUMAaJIbHAs TPAHUIIA | TOBEPXHOCTH/00bEM KHUJIKOCTH, JTUHAMHUKA
paszznena AKHUJIKOCTH, OTHOILLICHHE
pacTBOp/BO3IyX CKOpOCTEH  TOTOKOB
KUJAKOCTU u

KPUOTEHHOM )KUIKOCTH
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1.7 O630p MeTOI0B HcCC/IeI0BAHUSI MPOLECCOB, NMPOMCXOASAIIUX MNPH 3aMOPAKUBAHMM U
NMOCJIeAYHIIEeM OTKUIEe 3aMOPOKEHHBIX PACTBOPOB, NMPHMEHSIEMbIX /AJIsl OMNpeaeeHus

ONITUMAJIBHBIX MapaMETPOB MPOoUECCoB cyﬁJ’[I/IMaIII/IOHH()ﬁ CYUHIKH

CBoiicTBa KOHEYHOTO MPOIYKTa CYOJMMAIMOHHOW CYIIKH BO MHOTOM 3aBHUCAT OT CTPYKTYpPBI
(cBOMCTB) 3aMOpOKEHHOrO pacTBopa. B HacTosiee BpeMsi camMbIMU HH(POPMATUBHBIMU METOJAMHU
U3YYEHHUS 3aMOPOXKEHHOI'O COCTOSHUS BEIIECTBA U MPOLIECCOB, MPOUCXOSAIIUX BO BpeMs CyOIMMaliuu,
SBIISIIOTCS KAJIOPUMETPHUYECKUE U AU(PpaKIIOHHBIE METOIBI [56].

Crenuanuctel B 00JacTH CyONMMAIIMOHHOW CYIIKH, B OOJILIIMHCTBE CBOEM, HCIOIB3YIOT
Meron JICK mmst ompeneneHusi temmepaTypbl cTekioBaHus [S57]. TemmepaTypa CTEKJIOBaHHS — Ta
TEeMIIEpaTypa, BbIIIE KOTOPOIl BEIIECTBO HAXOAUTCA B JKUJIKOM WIJIM IUIACTHYHOM, B Cllydae caxapoB B
CUPOINIOOOPAa3HOM COCTOSIHMM, a HUXKE Hee — B CTEKJI000pa3HOM. PaccMOTpuM HpOCTYIO JBOMHYIO
CUCTEMY PACTBOPEHHOE BEIIECTBO — pacTBOpuUTeNb. [locie oxnaxaeHus cucrema MOXKeT NPEeACTaBIsATh
co00i1 KJIACCUYECKYIO0 IBTEKTUYECKYIO cMech. OTHAKO MOXKET MPOUCXOJUTh CTEKJIOBAHHE PACTBOPA.
Craguio mpeaBapuTENbHON CyIIKHM (yAaleHHE OCHOBHOM 4YacTW pacTBOPUTENS) MPOBOIAT Ha 2-5
rpagyca HHWXXE TEMIIEpaTypbl CTEKJIOBAaHUS pacTBOpPA, €CIM PACTBOPEHHOE BEILECTBO I10OCIE
OXJIXK/ICHUSI HAXOJIUTCSI B CTEKIIO00pa3HOM cocTOosHMH. Eciin e mociie OXJIaKACHUsI PacTBOPEHHOE
BEIIECTBO HAXOJUTCS B KPHUCTAUIMYECKOM COCTOSIHHM, TO IMEPBYIO CTAUIO CYLIKH MPOBOJSAT HIDKE
TEMIEPATYpPhl SBTEKTHKHU.

[Iporeccryl, mpoucxXoAsIIMe B CUCTEMAX HEOpraHUYECKas COJIb — BOJIa, U3Y4alOTCSd BO MHOTHX
obnactsax 3HaHUW. B MarepuanoBeeHHMM CTOUT 3ajada TOJYYCHHS YJIbTPAIUCIEPCHBIX YaCTHIL
HEOPraHMYECKUX MaTepHalioB (KepaMUKH, B3pbIBUATHIX BemlecTB) [58], B Treoloruu — H3Yy4YCHHE
NPOIIECCOB TPOUCXOMAIMX B MPHUPOAHBIX Boxax [59], a B ¢apmanuun NaCl wucmons3yor B
KOMITO3HIIUSX B KAYECTBE PeareHTa Jyisi CO3aHusl OCMOTHYECKOTo naBieHus [60].

Axanemuk TperpsakoB [48], ocHoBwBasick Ha pganubix JITA, JACK, 3IIP, SAMP u
peHTreHo(a3oBOro aHajgn3a BOJHO-COJIEBBIX CHCTEM BBLAEIWI TPU OO0JIACTH, B 3aBUCUMOCTH OT
CKOPOCTH OXJiaxaeHus (puc. 7):

A) mpu Mambix ckopocTax oxyaxaeHus (1-5 K/muH) kpucrtamnmzamus MOpoTekaer o
KBa3MPABHOBECHOMY THITY, TO €CTh IPOUCXOJUT OJHOBPEMEHHAs SBTEKTHUYECKAas KPHUCTAILTU3AIIMS
BCEro pacTBopa,

B) mpu ckopoctsix or 5 mo 10 K/MHH B 3aMOpOXCHHBIX PAcTBOpax 0OpasyloTcs Iex H
cTeknoobpasHas (asza (CoIb U YaCTh PaCTBOPUTEINS),

4
B) ipu ckopoctax >10" K/MuH Bech pacTBOp MEpexo/1 B CTEKI000pa3HOE COCTOSTHUE.
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Puc. 7. Kpusbie JITA, monydeHHbIe pu 3aMOPaKMBAHUH PACTBOPOB CyJib(aTa HUKEIS IBTEKTHIECCKOM

KOHIICHTPALIUH C PA3TUYHBIMU CKOpOCTsIMH oxnaxkaenus: 1 -1 K/mun, 2 — 5 K/muH, 3 — 20 K/mun [48].

B nocobun [48] oTMeueHO, YTO MpEIOKEHHbIE I'PaHUIbl 00JacTed JOBOJIBHO YCIOBHBI U
MOTYT 3aBUCETh OT XMMHYECKOM MPUPOBI COJIM, HAIMYMS B CUCTEME IPUMECEN UM KPUOIIPOTEKTOPOB
(manmpumep, nobamnenue | macc % rimuepuHa B BOAHBIN pacTBOP MPUBOX K €r0 CTEKJIOBAHHUIO TIPH
OXJIQXKJIEHUM BHE 3aBUCUMOCTH OT PAaCTBOPEHHOrO BELIECTBa). BbIIO JOKa3aHO, YTO KOHLEHTpaLus
pacTBOpa, 00pa3yroIlerocss Nocie YaCTUYHON KpUCTAUIM3allMM BOJbI, NMPAKTUYECKH HE 3aBUCUT OT
HA4aJIbHOT'O COAEPKAHUS COJIM U OT CKOPOCTH OXJIAXAEHHUA. BbIIO YCTaHOBIEHO, YTO IIPU HAIPpEBAHUU
KpUOTPaHYJISITa MPOUCXOAUT MEPEX0] CTEKI000pa3HON (a3pl B METACTAaOMIIBHYIO XUAKOCTb MpU
TEMIEepaType, Ha3blBAEMON TEMIIEpaTypoll pPacCTEKJIOBBbIBAHUA (B TepMUHAX JHODUIBHOW CYIIKU
TemrepaTypa crekioBaHust Tg'). Ilpu nanpHeiimeM HOBBIIIEHUH TEMIEPATypbl MOXKET MPOUCXOJUTH
KpUCTANTU3aMsl JKUAKOM (a3pl ¢ 00pa3oBaHMEM JibJla U COOTBETCTBYIOLIETO CTAOMIBHOTO HIIU
MeTacTabMIbHOIO KpucTajuioruapara. OcoO€HHOCTh KPUOKPHUCTAUIM3ALUKU COCTOMT B TOM, 4TO
MPOLECC KPUOKPUCTAJUIM3ALMH COJIM KaK TAKOBOW MPOTEKAaeT MpU TeMIepaTypax, 3HaUUTeIbHO Oosee
HU3KHX, YEM 3BTEKTHYECKHE. [[JIsI MHOTMX CHCTEM OXJIaKI€HUE PACIIBUIEHUEM PAaCTBOPOB B EMKOCTH C
KHUJIKMM a30TOM HE MO3BOJSET MOJYyYUTh CTEKIOO0pa3HOE COCTOSHHE (COMM TSKEBIX IIEJIOYHO-
3€MENbHBIX D3JIEMEHTOB, XJOPUAOB, CYIb(aTOB W HUTPATOB Kajusl U aMMOHHUA, CYJIb(aToB
peaKo3eMeMENbHBIX 3JIEMEHTOB). BMecTe ¢ TeM CKIOHHBI K CTEKJIOBAaHUIO PAcTBOPBI XJOpUAA U
cynabdara JUTHS, XJIOPHUIOB MEPEXOJHBIX 3JEMEHTOB W HUTPATOB PEAKO3EMENIbHBIX 3JIEMEHTOB.
Ob6pa3yromnuecs B HUX CTEKJI000pa3Hble (a3bl NEpexoasT B METACTa0MIBHYIO KUAKOCTh, KOTOpask pU
HarpeBe HE KPUCTAJUIM3YETCA, U HEOOXOIMMBI JJIMTEIbHbIE H30TEPMHUECKUE BBIICPKKU IS
MOJTyYEHUs! KPUCTAIUTMUECKUX MPOAYKTOB.

JInodunpHas cymka IUPOKO NMPUMEHSETCS AJIs MOJYYEHUS CyXHMX IpenapaToB IMPOTEHHOB.

HOCKOJILKy MHOTHE OCJIKH OYEHb YYBCTBUTCIIbHBI K HU3MCHCHUIO pH pacTtBOpa, MMHUPOKOC
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pactpocTpaHeHHEe TOJIYYHJIO HCIOJIb30BaHHE OydepHbIX pacTtBopoB [56]. Tem He MeHee, mpHu
UCMOJIBb30BaHUU (PochaTHOrO M CyKUMHATHOro Oydepa mpoucxoiuia AeHATypalus Oeika H3-3a
CYIIECTBEHHBIX CKaYKOB KOHIICHTpAIMK HOHOB Bojopoaa. Merogamu POA CH in situ u JICK Obutn
BbISIBJICHB! (Da30BbI€ MPEBpALLCHMs, IPOUCXOAIIME B YKa3aHHBIX 3aMOpPOXKEHHBIX Oy(epHbIX
cucreMax. B 3aMoOpo’keHHBIX pacTBOpax CyKIMHaTHoro O0ydepa ¢ pH=4 c¢ noaHatuem temmnepaTypsl
Ha0JII01a7I0Ch  YMEHBIIEHNWE KOHIIEHTPAalUMU NpPOTOHOB 10 PH=8, a 3arem yBenuuenue no pH=2.
JlanHbple M3MEHEHUs1 ObUTH OTHECEHBI K IMOCIEI0BATEIbHON KPUCTAJUIM3aLUU KOMIOHEHTOB Oydepa:
SHTApHOW KHCJIOTE, MOHOHATPUEBOM COJIM, IMHATPUEBOW COJIM SHTApHOM KHUCIOTHL. [Ipm m3ydeHun
3aMOpOKEHHBIX PacTBOpoB ¢ PH=6, Obui0 3aduKcupoBaHO yMeHbLIeHHEe PH ¢ mociexyromum
yBeIM4eHueM, Ojaronaps KpUCTALIM3AlMA KOMIOHEHTOB B OOpPAaTHOM IMOpSAIKE: TUHATPHEBAs COJb,
MOHOHATPHEBAasl COJb M SHTapHAasl KUCJIOTA. YMEHBUICHHE CKAYKOB B KOHIICHTPALUU MPOTOHOB OBLIO
JOCTUTHYTO YMEHBIIEHWEM KOHIEHTpalMu CyKUuHaTHOro Oydepa. B ciydae narpuii-hocdarHoro
Oydepa Ha craauM IpeABApUTENILHOW CYHIKHM NPOUCXOAWIO yBenuueHue PH Haxoasmmxcs B
CTEKJIOOOPA3HOM COCTOSHUM KOMIIOHEHTOB CHCTEMBI M3-32 KpHCTAJLIM3alMU ruapara ruapogdocdara
HATpHsl, KOTOPBIA Ha CTAJWW BTOPHUYHOW CYIIKH JCTHIPATUPYETCS, IPU ITOM IEpexojis B aMOp(HOe
cocTosiHue. B mpouecce uccnenoBanuii Obu10 HAWAEHO ONTUMAIBHOE KOJIMYECTBO Oydepa B HCXOAHOM
pacTBOpeE, UCKIIIOYAIOLIEE U3MEHEHNE KOHLIEHTPALUN IIPOTOHOB.

[Tpu ucronp30BaHUK MaHHUTA B KQUECTBE HAIOJHUTEINS B PACTBOPAX VIS TNO(PHUIBLHON CYIIKH
HaOJII01a7I0Ch PACTPECKUBAHUE CTEKIJISTHHBIX ()IIAKOHOB. JTO OTHECIH K KPUCTALUTU3AI[MH MAHHUTA B
XO0Jle CTaAMM NpeaBapuTeNbHOW cymku. Kpucrammmsauums MaHHMTAa M3 CTEKJIOOOpa3zHOW (hasbl
3aMOPOXKEHHOTO pacTBOpa MHMLIMHUPOBAJA KPUCTAJUIM3ALMIO JIBJA, IUIOTHOCTh KOTOPOrO MEHBIIE
IUIOTHOCTH BOJIbI B CTEKJIOOOpPa3HOM WM KMJIKOM COCTOSSHUM, YTO HPHUBOJWIO K 0OOpa30BaHUIO
TpelMH BO (UIaKkOoHaX. YMEHbIIEHHUS KOJIMYECTBA TPECHYTHIX (DJIAKOHOB JOCTUIJIM HU3MEHEHHEM
pexxuMa cymku. TemmnepaTypy HOJOK He onmycKanu Huxke -25°C, 1moka BeCb MaHHUT HE NEpPEUsET B
KpUCTANINYECKOe COCTOsIHUE. J/laHHOe pellleHHe CTalno BO3MOXKHBIM OJjarojaps U3ydeHHio (pa3oBBIX
NEPEX0/I0B B 3aMOPOKEHHBIX pacTBOpax MaHHUT-BOJA IU(PpaKIIMOHHBIMU METOaMHU [56].

Cmecu pacTBOpUTENEH JETKOKHUIMSAIMAs KHUAKOCTh — BoAa (BCJIEACTBHE CYLIECTBEHHOTO
YBEJIMYEHUS! PACTBOPUMOCTH MCXOJHBIX cyOcTaHLui [61]) 1aBHO MpHBIIEKaIN BHUMaHHUE 3apyOeKHBIX
UCCIIEI0OBATENEH, 3aHUMAIOLIMXCA YJIYYIIEHHEM pPacTBOPUMOCTH IUIOXO pPACTBOPHMBIX B BOJE
JeKapcTBeHHbIX BelecTB (JIB) ¢ ucnonb3zoBanreM pa3ianuHbIX BapHaHTOB JTHO(UIBHON CYLIKH.

WuTepecHsl padboTsl rpynisl mpodeccopa P. P. Deluca, B KOTOpBIX, C HCTIOIB30BaHUEM METO/1A
JICK, 6buta moctpoeHa (azoBas auarpamma cuctembl Tper-OyTmiioBslii ciupTt (TBC) — Boma [62],
KOTOpas npezcrasiieHa Ha puc. 8. B cucreme cymectsyror 2 rugpara: ThC-7H,0 u ThC-2H,0 [63].
Metonom JICK Obutn 3apukcupoBaHbl 2 cTaOUIBHBIX IBTEKTHYECKUX cocTaBa, okoio 20 mace. % u 90

Macc % TBC, a Takke olMH MeTacTaOMJILHBIN MPpU HarpeBanuu pactBopa 50 macc. %, oHAKO TOCIe
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MOBTOPHOTO OXJIQXK/IEHUSI TOCITIEOBATENbHbIE SHJIOMMK M SK30MHK Hcue3nu. Takum oOpa3om, B
PaBHOBECHBIX YCIIOBHSIX B cucteme obpasyercs crabuibHbii ruapaTr THC-2H,0. ABTopsl mokasanm,
gyro npu koHieHTpanuu 10 macc. % TBC monekynsl Boasl cyonmuMupyroTest ObicTpee, npu 44 u 80
macc. % OwicTpee cyonumupyrotest moaekynbsl ThC. Ilpu 20 mace. % ckopocTh CyOnMManuyu MOJIEKYI
OJIMHAKOBas, MO3TOMY BO3MOXHO, 4YTO MoJjekyiasl TBC u Bombl CBsi3aHBI MEXIy co0Oi B
omnpeieIeHHOM cooTHoleHnu. Kak otmeuatot aBTopsl, no6asinenne ThC (3-19 mace. %) npuBoauT K
00pa30BaHUIO0 UTOJBYATHIX KPUCTAUIOB JIbJA, KOTOpPHIE MOCIE CYOJIMMAallUd OCTABISIOT MOPUCTYIO
MaTpully. brnarogaps 3Toil MaTpuie OCTaTOYHOE COAEpKAHKE BIaru B MCCIEAYEMBIX 00pa3liax HIKE,
yeM B oOpa3lax, IOJYYeHHBIX IPH HCIOJIb30BAaHUH OJHOKOMIIOHEHTHOTrO pactBopurens. llpu
conepxkanun TBC menee 3 macc.% HaOmrOmaeTcs Kiaccuueckasl NEHAPUBHIHAS MOPQOIIOTHS JbJA.
JucriepcHocTh 00pa3IoB caxapo3bl, HOTYYSHHBIX CyOIMMAIIMOHHON CYIIKOM pacTBOpa, COJEpIKAILEro
5 macc. % TBC, Obu1a BhIlIe, 4eM y 00pa3IloB, MOIYyUYEHHBIX U3 BOAHBIX pacTBOpOB [64]. Bpems cymiku
npu nob6anennn ThC cokparmimocs ¢ 100 1o 10 yacoB. ABTOPBI OOBIACHSIOT MOJI00HOE MOBEACHUE
cienyomuM o6pa3zoM. B eMKOCTSIX, B KOTOPBIX MPOUCXOIUT JHO(DHIIbHAS CYIIKA, BCEr/a CBEPXY
IPOMCXOIUT 00pa3oBaHUE CJIOS CYXOro TMopolika (B MHOCTPaHHOH juteparype «Cake»), a BHH3Y
€MKOCTH HaxXOIHUTCS 3aMOpPO’KEHHBII pacTBOp W mpojaoipkaeTcs cyOnumanus. [lomywaercs, dto
BBICYIICHHBI BEPXHHI CIIOM MPENmSTCTBYeT CyONMMManuu MOJEKYd W3 HIKHEro cios. B cmyuae
WCIIOJIb30BAaHUSI CMEIIAHHOTO PACTBOPHUTENS MEHSIETCS MOPQOJIOTHS JIbJa, KOTOPBIA MPH yJaICHUN
OCTaBIISICT MOPUCTYID MAaTPHIly CYXOro BelIecTBa, u Onaromaps 3Tomy 3((EKTHBHOCTH MPOIECCOB
mubdy3un U KOHBEKIUU ra3a U3 HUXKHETO CJIOSl CYIIECTBEHHO yBenuduBaercs. J[pyroe oObsicCHEHUE
YBEJIMUEHHUIO CKOPOCTH CyOIMMAIINU TIPEIOKEeHO B paboTe [65]. B Helt ObuH onpeieie bl SHTaIbITHH
cyonmumanuu npnaa npu 0°C 2809 xx/xr, ThC npu 25°C 732 kJIX/Kr 1 3aMOPOKEHHOTO pacTBOpa,
coaepxamniero 10 macc. % Boas! ipu 5°C 1027 xJI»x/mMonb. To ecTh, uem OoJibllie B CUCTEME CIUPTA,
TEM MEHbIIIee KOJIWYECTBO TEIja HEOOXOJUMO MOJBOAUTH K CHUCTEME HJisl IMpoliecca CyOIrMMaliui.

Tennmomoason yrpomacTcsa, U HHTCHCUBHOCTDb CY6J'II/IM8.I_II/II/I YBCINYHUBACTCA.
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Puc. 8. ®azoBas auarpamma ThC-Boga npu 1 aT™, cormacHo [62]
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B pabGore [66] aBTOpBI HCIONB30BaIM CMEIIAHHBIE PACTBOPHI CHHUPT (STUJIIOBBIM, H30-
NPONUIOBBIN, TpPET-OyTHWIIOBBIN, H-OyTaHOM)-BOJA Ui TOJNYYEHHUS KPHUCTALUTUYECKOH (OpMBI
aHTHOMOTHKA UedanoThHA. ABTOPBI OXHUIANU, 4TO Tocie oxyaxiaeHus pactBopa ThC-oma (10
Mmacc.% crnMpTa) 4acTh pacTBoputeis OyaeT B aMOp(HOM COCTOSHHH, a 3aT€M KpPUCTAJLTU3YETCs B
cmech ruapar ThC:-2H,0 u nex. Ha JICK kpusbix 3amoposkenHoro pactBopa ThC-Boga (10 macc.%
cnupra) HaOmIOmaercss SK30TepMHyeckHii muK okoino -20°C, KOTOpBI aBTOPBI OTHOCAT K
KpUCTATU3aMl  KOMIIOHEHTOB pactBoputenss. Ha xpuBbix JICK 00pa3ioB 3aMOpOXEHHBIX
pacTBOPOB, COJEpXKalIMX JApPyrue COUPTHL, JAaHHOTrO dddexTa He HAOMIOAAETCA, TaK KaKk HX
TEeMIEpaTypbl 3BTEKTUKH Tropa3fo Hwke, yeM y TBC. To ects B apyrux oOpaslax pacTBOPUTENb
HaxoauTcsa B cTekiaooopasnom cocrosinuu. Ha JICK kpusoii pactBopa ThC-Boaa (10 macc.% cnupra)
okono -10°C mabmogaetrcst 3HI03(D(EKT, KOTOPHI OTHOCHUTCSA K IUIABJICHHUIO CMECH THIpPAT-BOJA.
ABTOpBI OCTaHOBWJIMCh Ha u3ydyeHun cmecu TBC-Boja B KkauecTBe MCXOAHOTO pacTBOpa s
TMO(GUILHOM CYIIKH, TaK KaK B 3TOM CJIy4ae BO3MOXKHO MOJYYHTh MOJHOCTHIO KPUCTAJUITMUECKYIO
cMmech (pa3 pacTBopuTeNss. MeTOI0M MOPONIKOBOM PEHTICHOBCKOW Ju(pakiuu ObUIO IMOKa3aHO, YTO B
ClIy4ae OJIHOKOMIIOHGHTHOTO BOJHOrOo pactBopa IedanoruHa (20 wmacc.%) Kak Tocie ero
OXJIAXKJIEHUS, BbyiepkuBanusi npu -15°C B TeueHwe 2 4acoB, a TakKe MEPBOIMl CTaJAUU CYIIKU HE
npoucxoauT Kpucraumzanuun ADV, kak BIpodeM U mocie 3aBepuieHus anodunuzanuu. OgHako npu
uccileIoBaHUM moBenaeHus: pactBopa ¢ TBC BbIsBIEHO, YTO MOCIE 3aMOpPaKMBaHUS B CHCTEME
IPUCYTCTBYIOT THUApPAT W JIeJ, a IOCJIe OTXKUIa B TEYEHHE 2 4YacoB HAOIIOJAETCsl IOSIBICHUE
KpucTtaymnmueckor ¢asbl nedanoruna. MIHTeHCHBHOCTh MUKOB (pa3pl ADU cyiiecTBEeHHO BbIpacTaeT
nocjie CTaauM mpeaBapUTenbHOM cymku. Ilocne 3aBepiieHus cyOIMMAalMOHHOM CYIIKM HPOAYKT
npeJcTaBiIsieT co0oi KpucTaumueckoe BeniecTBo. Kpucrannuzanus nedaioTiHa BO BpeMsl CYLIKH U3
CMEIIAaHHOTO PACTBOPUTENS TPOUCXOJUT HU3-3a €ro MEHbIIeH pactBopuMocTd B umctoM TBC.
PactBopumocTts nedanotuna B Boae cocrasiser 20 mr/mi, a B TBC 0.07 mr/mu. HMcnonbs3oBanue
CMEIIaHHOTO PacTBOPUTENS MPUBEIO K U3MEHEHHI0O MOPQOJIOrMH KOHEYHOro mnopomka. [Topomok
A®U, nomyuyeHHBIH U3 BOAHOIO PacTBOpa, COCTOSUI M3 YEIIyHuaThIX YacTHI, a TOPOILIOK U3 BOJIHO-
OpraHMYeCcKOro — M3 HrojpyarbiX. [IpuuemM pasmep uemryHyarbIX 4YacTull Obul Tropa3fo OoJblie
urosnpyatbix. Takum oOpa3zom, wucnons3oBanue TBC B KkadecTBE CO-pacTBOPUTEINS IO3BOJIUIIO
HOJYYUTh AUCTIEPCHBIA KPUCTALIMUECKUI MOPOIIOK LedatoTHHA.

Ncnons3oBanue ThC B kauecTBe pacTBOpUTENS AJis THODUIBHON CYIIKA BO3MOXKHO Oy1aroaaps
BBICOKOMY JIaBJIEHUIO TIApOB, BBICOKON TOYKE IUIaBJIEHUS, BBICOKOM CKOPOCTH CYyONMMAlUU U HU3KOU
TOKCUYHOCTH [61], (Tabnumua 2). B aTom xe 0030pe oTMmeuanach nombiTka diaembepra u cOaBTOPOB
3aMEeHBl BOJIHBIX PaCTBOPOB IMPOTHUBOOMYXOJIEBOIO CPEACTBA JUIsl TMO(MUIN3ALUU Ha PacTBOPHI BoJa -

STUJIOBBIM CIIUPT, TaK Kak BoAHbIE pacTBOpbl ADU ObuiM HE CTaOMIIBHBI U BELIECTBO pa3pylIaioch BO
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BpeMs cymiku. OHaKo, B BUy HU3KOM TEMIIEpATYphl 3aMEP3aHUsI CMECEW ATUJIOBBIM CIIUPT — BOJA,
3¢ (HeKTUBHOCTH TpoIiecca Obljla OYeHb HU3KASI.
Tabmuna 2. @OU3MKO-XMMUYECKHE CBOWCTBA OPraHMYECKUX PACTBOPUTEIEH, KOTOpHIE

HCITOJIB3YIOT B UCCIIEAOBATEIIBCKUX YCTAHOBKAaX CyOJIMMAIIMOHHON Cymku [61].

PacTBOpuTEns PactBopumocTts | JlaBneHue mapoB | Temneparypa | Temmneparypa
B Boge(%)* (MmmHg ipu 20°C) IJIaBJICHUS KUIIEHUS
TBC 100 26.8 24.0 82
3TAHOI 100 41.0 -114 78.5
H-TIPOIIaHOJI 100 145 -127 97.1
H-OyTaHO 7.7 5.6 -90 117.5
H30IPOTIaHOJI 100 31.0 -89.5 81
ATUJIALIETAT 8.7 64.7 -84 77.1
aleToH 100 160.5 -94 56.2
mumetuicynbdokeun | 100 0.5 18.4 189
YKCYCHasi KHCJIOTa 100 11.6 16.2 118.5
TTo 100 144.7 —108,4 66
1.4-nnokcan 100 307.5 12 101
BOJIA - 17.54 0 100

*100 % - cMeUBaOLIMECS KUNKOCTH

OcHoBeIBasicb Ha pabotax mpogeccopa Deluca [62, 64], dapmaneBTel U3 (GUPMBI
PharmaciaCorporation co3gaiu u 3araTeHTOBaIN CIIOCO0 MOTyYeHUs MPOCTOTranauHOB [67]. UMeHHO
YeTKoe IMOHMMaHWe (a30BBIX MPEBPAIICHUH, MPOUCXOASIINX TMPH OXJIAKICHUH W IOCIEeIYIOIIeH
AMO(QUIBHOM CyIIKe, BJIMSHUIO 3TUX IPOLECCOB Ha CBOIMCTBA KOHEYHOIO MPOAYKTa IO3BOJIUIO
CHelHaIuCcTaM CO3/4aTh CTA0OMIIBHBINA MPOIYKT, 00IaJaroIuii BCEeMU HEOOXOIUMBIMU KaueCTBAMHU.

B pabGore [68] Obul mnpemiokeH Crnocod TMONYYEHHS JUCHIEPCHOTO MOHOKIMHHOTO
napaneramona (®opma |) ¢ wucnonb3oBaHMEM CYOJMMAIMOHHON CYHIKH OBICTPO3aMOPOKEHHBIX
pacTBOpoB aneToH-BoAa. [locrme ananm3a ¢a3oBOil JauarpaMMmbl aleTOH-BOJA U PAaCTBOPHUMOCTH
napareraMmosia B JJaHHOM CMECH pacTBOpUTENEH aBTOphI BHIOpAIM KOHLEHTPAIIMOHHBIE IHAINa30HbI
KOMITOHEHTOB pacTBopa. V3ydeHue (a30BBIX MEpeXxof0B B BHIOPAHHBIX PAacTBOpaxX MapareTaMoli-
alleToH-BoAa IN SitU METOZOM MOPOIIKOBOW MH(PPAKTOMETPUH IMPU aTMOCHEPHOM U MOHUKEHHOM
naBieHUsX (puc. 9)) mo3BoimiIo 3apUKCHUpOBaTh 0Opa3oBaHME TpUTHAparara napaleraMmolia Mmpu -
30°C, a Takke Hem3BeCTHOU (a3bl, cymecTBymomei n1o0 -60°C. Ha ocHOBaHWU 3THX JaHHBIE ObLIN

BbIOpaHbl TEMIEPATypHbIE PEXUMBI CYOIMMAIIMOHHOM CYIIKM 3aMOpPO’KEHHBIX PAacTBOPOB TaKUM
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o0pa3oMm, 4TOOBl Ha KaXKIOW CTaJAUM CYIIKM B CHCTEME IPUCYTCTBOBAJIM TOJBKO TBEpAbIE (a3bl.
CornacHo ganHbiM COM monydeHHBIE TOPOIIKH IMaparieTaMmoia MpeAcTaBlsaioT coboil armoMeparsl
gactul] guamerpoMm ot 30 1o 200 MKM (B 3aBUCHMOCTH OT YCJIOBHU pacHbUICHUS) COCTOSIIHE W3

mwiockux yactull oT 1 go 10 MxMm u Tommmuon ot 60 1o 150 HM.

pure Form [
200 )
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Puc. 9. IlopomkoBbie audpakTorpaMmbl 3aMOPOKEHHBIX PACTBOPOB IapaleTaMoli-alleTOH-BOAa MpH
pa3IMYHBIX TEMIEpaTypax W MOHWKEHHOM JIaBIICHUH, MOITy4YeHHbIE B [68], * 0003HaueHBI pedIieKchl

Tpuruapara amnerona, ¥ - peeKchl HeM3BECTHOU (a3bl.

1.8 IIpumepsl (pa3oBBIX AUATPAMM CHCTEM JIETKOKHIISIIAS KUIKOCTD - BO/AA

Brimie Obut  pacCMOTpPEHBI MPUMEPHI CUCTEMHOTO MOAXO/Aa K HCHOIB30BAHUIO BOJHO-
OpPTaHMYECKUX DPACTBOPUTENEH ISl TMOJTYYSHHs NUCIEPCHBIX (a3, B KOTOPHIX aBTOPHI YUUTHIBAIU
(da3oBbIe IPEBpAILICHUS], TPOTEKAIOIINE MPU OXJIKIECHUU, OT)KUTE U MOCTeayromen cyonmumaruu. Bo
BCEX OMHUCAHHBIX CTAThAX PACCYXKICHUS HAYMHAIUCH C TMOCTPOEHUS TUArPaMMbl COCTOSIHUSI CUCTEMBI
pacTBOpPUTENS, TO €CTh C T'E€OMETPHUYECKOTO OTOOpa)KeHHsI PAaBHOBECHBIX COCTOSHUN BbIOpaHHOU
CUCTeMBl B TPOCTPAHCTBE MapaMeTpOB COCTOSHUS (TemrepaTypa, COCTaB, JaBieHue u 1p.). B
CHUCTEeMax JIETKOKHUIIAIIAS KUIKOCTh — BOJa TP TMOHIKEHHBIX TEMIIepaTypax BO3MOXKHO 00pa3oBaHUE
TUAPATOB C BOJOPOJHON CBsI3bI0 Kak B ciiydae ThC-Boma, a Takke KIaTpaTHBIX THUAPATOB, KaK B
cllyyae aleToH-BOJa.

Knatpateie ruapaTsl - coeIMHEHUs, 00pa30BaHHbIC MTyTeM BKIIFOUEHHUS MOJEKYII, Ha3bIBAEMBIX
TOCTSIMH, B TIOJIOCTH KapKaca, MOCTPOEHHOTO MOJIEKYJIAMH JIPYTrOTO COpPTa, HA3bIBAEMBIMU X035€BaMHU
(B ciyuyae THAPATOB, ATO - MOJICKYJBI BOJBI). MeEXTy MOJIEKyJaMHU TOCTS W XO3SMHA B OITUX
COCTMHEHUSX HEeT KaKUX-JIM0O B3aMOJICUCTBUN KPOME BaH-AepP-BaalbCOBBIX. MHOTHE JNETKOKHUIISIINE

AKHUJIKOCTH 00pa3yloT KJIaTpaTHble TUApaTh [69].
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Jnst  monmydeHust  ObICTpopacTBOpUMOM  (OpPMBI  JaHA30ja METOJIOM  PACTBUIUTEIHHOU
CyOnMMManMoHHOW cymku B paborax [70, 71] ucmonp3oBaiv cMemaHHBIA pacTBoputens TId-Boja.
Jlist mpoBeieHHsT TIpoIiecca CYIIKH 3aMOPOXKEHHOTO pacTBOpa aBTOPHI BEIOpanu Temmepatypy -40°C u
koHneHtpanuto TI'®d okono 40 wmacc. %. W3 (Da3oBoit jmuarpamMmbl  JBOWHON  CHCTEMBI,
npejacTaBieHHoOM Ha puc 10a, BHAHO, YTO NPHU ITUX YCIOBHUSX (UrypaTHBHAs TOYKA CHCTEMBI
okasbiBaeTcsi B obmactu I, B KOTOpOil COCymIECTBYeT >XKHUIAKOCTh W THIpar. VIMEHHO MOSBICHUE
KUJKOCTH B CHCTEME MPUBEJIO B JAaHHOW padoTe K MOJYYCHUIO KPUCTAIIIOB IPABHILHON (DOPMBI, YTO
HE XapaKTepHO i1 MPOAYKTOB CYOJMMAIMOHHOM CYIIKH, MOJYYEHHBIX B MPABWJIBHO BBIOPAHHBIX
YCIOBUSIX.

Knarparueiii tugpar, oOpasytommiicss B cucteme TI'®-Boma, oOnamaer HauOONbIICH
TEPMHUYECKON YCTONYMBOCTHIO CPEM BCEX U3BECTHBIX K HACTOSIIEMY BPEMEHH THIPATOB KyOMYECKOH
crpyktypsl (KC) Il (Fd3m), o6pa3yeMbix JErKOKHIAIIMME >KAAKOCTSIMH, BCICACTBHE HAWITyUINCH
KOMIUIEMEHTApPHOCTH pa3MepoB Mosiekyiasl TT'® Gombmioit momoctu kapkaca KC-I1 [69, 72, 73].
®azoBas nuarpamma cucrembl TI'®d-Boja, mpencraBieHHass Ha pucyHke 10a, Bkirodaer B ceOs
obOpaszoBanue KOHrpysHTHOrO coemuuenuss TI'®-17H,0, koropoe miuaBurcs npu +4°C. B cucreme
alleTOH-BOJIa TaK)Ke MPOUCXOAUT oOpazoBanue kiarpaTHoro runapara KC Il, ogHako oH muiaBuTcs
UHKOHTPYIHTHO 0koJio -19°C (pucynok 1.100) [74]. 1.4-nmuokcaH Tak ke Kak M aleTOH 00pasyer ¢
Bozoi knarpatHbii ruapar KC |, miaBsmumiics nHKOHTpysHTHO okoiio -12°C (pucynok 1.10B), HO
metonam JICK ObL10 moka3aHo CyIIecTBOBaHHWE METAaCTaOMILHOM IBTEKTUKHU 1pH -19°C [75,76]. DroT

¢dakT He0OXOUMO YUUTHIBATh PU HATPEBAHUH 3aMOPOKEHHBIX PACTBOPOB IIUKINUECKU 3(up-BoIa.
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Puc. 10. ®azoBreie quarpammbl TI'®-Boma (a)[72], aneron-Boaa (6)[74], 1.4-mukcan-Bona (c¢) [75] npu
1 atm.

Cucremsl ciMpT-BOJIa U3Y4aJIuCh MHOTMMHU aBTopamu [77, 78, 79], B OCHOBHOM C ITOMOUIBIO
metonoB JICK u JITA. Jlns dbapmaiieBTUKH caMoOil aKTyalbHON OCTAaeTCs CHCTEMa ITHJIOBBIN CIUPT —

BOJa, TaK KaK OHa CYHTACTCA HETOKCHYIHOM. I/ISBGCTHO, 4TO B CHCTCME CYHIECTBYET HECKOJIBKO
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KJIaTpaTHBIX ruapaToB. Cienyer OTMETUTh, YTO U3yYEHHE JAHHON CHUCTEMbl BO MHOTOM OCJIOXHEHO
oOpa3oBanueM MeTacTaOMIbHBIX (a3. OTT U coaBTOpbl [77] 3adUKCHUpOBATM B CUCTEME OJHY
CTaOMIIBbHYIO ABTEKTHKY TpH -121,8°C u onny meractabunbhyio nipu -124,3°C, a Takke NepeTeKTHKY
npu -72.4°C. B pabote [78] meromom HATA mocrpoena daszoBas amarpamma mpu 1 arm., aBTOp
orMmeuaeT oOpa3oBaHue | crTabunpHOrO TrHIpaTa C colepkaHueM crnupra 55 mace. % u 2
METacTaOMIBHBIX C cojepkaHueM Bonbl 35 u 45 macc.%. Bce oHM TIIaBSTCS MHKOHTPYIHTHO, 3
NEPEeTeKTHUKN OTMEUEHBI B JMana3oHe oT -75 mo -60°C, a sBTekTHKa HaOmonaercs okoino -124°C. B
pabote [79] BeIsiBIICHO OOJBIEE KOTHMYECTBO (Pa30BBIX MEPEXOI0B MEXKITY METAaCTaOUILHBIMU (Da3zaMu.
Ha ¢dasoBoii nuarpamMmMe aBTOpbhl 0003HAUUIU OKOJIO 7 Pa3iMYHBIX CTAOWIBHBIX U METACTAOMIIBbHBIX
rugparoB (puc. 11), omHako ¢ TOMOWIBIO AUMPAKIHOHHBIX METOJOB OBUIO 3aUKCHPOBAHO

obpazoBanue 2 knarparHbix ruaparoB: KC | u mogudunuposanusiii KC 11 [80].
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Puc. 11. Bapuantsl a30Boii f1uarpaMMbl STHIIOBBIN CIIMPT — BOJA MO JJAHHBIM Pa3IMYHbIX aBTOPOB: a-

[77], 6-[78], c-[79]
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SAKIIOYEHUE

CMmelliaHHble PacTBOPUTENH <JICTKOKHUIMSIIAS SKUAKOCTh — BOJa» TMOJYYWJIM UIMPOKOE
NPUMEHEHHEe B padoTax IO CO3JaHHIO0 HOBBIX BBICOKOA((EKTUBHBIX JIEKAPCTBEHHBIX (HOPM C
UCIIOJIb30BAaHUEM pPAa3JIMYHbIX BapUaHTOB JUOPUIbHON cymku. OJHAKO, MPUMEpPhl KOPPEKTHOTO
OINMCAaHUS MPOLIECCOB, YUHUTHIBaIOUINE Bce (a3pl, oOpasyrolmuecs MpU OXJIAXACHUU U CyOIHMMalluu,
BCTPEUAIOTCA JOCTaTOYHO penako. Ilpu a3ToM, LieneHanpaBIeHHOE HCIHOJb30BAHUE —SBJICHUS
rUpaTo00pa30BaHus HA4ajI0Ch COBCEM HEJABHO.

HauGonpmmii nHTEpEC BBI3BIBACT BO3MOXKHOCTH HCIIOIB30BaHMs pactBoputeneir TI'd-Boma u
TI'®-HU3KOATOMHBIM  CIUPT-BOJA JUIsI [OJIyY€HHUS MHOTOKOMIIOHEHTHBIX (hapMalieBTHUECKHX
KOMITO3MIIMM MaJI0 pacTBOpPUMBIX B Boje JIB m pactBopuMmbix B Boae Hocutenen. B cucreme TI'®-
BOJIa O0pa3yercss KOHTPYSTHOIUIABSIIMICS KIATPATHBIA TUApAT, OONAJAIONINH MaKCHUMaIbHOU
TEPMHUYECKON YCTOWYMBOCTBIO CPEIM M3BECTHBIX THAPATOB KyOmueckou CTpykTypsl I, oOpazyembix
JIETKOKHUIISIIIUMHU KMJIKOCTAMU. bonbmnHcTBO JIB pacTBopuMEI B ciMpTax, HO KJIaTpaTHbIE THAPATHI
CHUPTOB IUIABSTCSA WHKOHIPYEHTHO IpU JOCTaTOYHO HHU3KHMX TeMIepaTypax, 4TO JeJlaeT He
1e1eco00pa3HbIM HCIIOJIb30BAHUE CIUPTOBBIX pacTBOpoB. ECTh Bce OCHOBaHUS moJjlarath, 4TO
nobaBieHre HeKOTOpbIX KonuyecTB TI'D B pacTBOp HU3KOATOMHBIN CIIUPT-BOJIA TO3BOJIUT MOIYYHTh
cTaOUIBHBIN 10 OoJiee BHICOKMX TeMIEpaTyp IBOWHOW KIaTpaTHBIA THApaT, 00Opa30BaHHE KOTOPOIO
CBSKET BCE KOMIIOHEHTBI CMEILIAHHOT'O PACTBOPUTEIIS.

Hacrosiiiee uccnenoBanye BKIIIOYAET CIAEAYIONME B3aUMOCBSI3aHHbIE pa3/Iebl:

1. N3ydenne (a3oBbIX MpeBpallleHUi, MPOUCXOIANINX MPHU 3aMOPAKUBAHUU U TOCIEAYIOIIEM
HarpeBaHUU 3aMOPOKEHHBIX PACTBOPOB B IBOMHBIX U TPOMHBIX CHCTEMax C KJIaTpaTooOpa3oBaHUEM C
MCIIOJIb30BaHNUEM METOJIOB IMOPOIIKOBON JUPPAKTOMETPUH U TEPMUUYECKOTO aHATIN3A.

2. AHanmu3 TOJY4YEeHHBIX JaHHBIX, CpPaBHEHHWE C W3BECTHBIMU JHarpaMMaMH ILJIABKOCTH
uccienyeMbix cucreM, moaenupoBanue P, T — u T,X- mpoekuunii Ga3zoBbIX JuUarpaMmm UCCIEIyeMbIX
cucteM. BpiOop onTUManbHBIX KOHIICHTPAIIMOHHBIX JIUANAa30HOB U YCIOBUHN yAaJIeHUS HCIOb3yEeMbIX
cMecel pacTBOpUTENel CyOIuMaInei.

3. [lonyyeHne BBICOKOAMCIIEPCHBIX TOPOLIKOB M TBEPAbIX JUCHEPCHBIX CHCTEM METOJOM

Cy@]’[HM&HHOHHOﬁ CYIIKH U U3YYCHUC UX (I)I/ISI/IKO'XI/IMI/I‘ICCKI/IX CBONCTB.
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2. SKCIHEPUMEHTAJIBHASA YACTb

2.1. Ucxoanble CyOCTAHIIMM U PACTBOPUTE/IH
B pabote Obu1M HCTIOIB30BAHBI:

Hcxonnbie cyocranmum: mnapaneramon (N-(4-rugpokcudenu) ameramua) MOHOKIMHHAS
nonumopduas Mogudukanus («Merky, uncrora >99%)), udynpoden ((RS)-2-(4-uzo0yrundenmn)-
nponroHoBas kuciora) («Tarxumbapmanpenaparb», «X.4.»), canboyramon (2-tper-byrunamuno-1-
(4-oxcu-3-oxcumetmi-denun)-3tanon) («Selectchemie AGy, uucrora >99%), 6yneconun ((11B, 16a)-
16,17-(6yrununen-o6uc(okcn)-11,21-nurunpokcunperua-1,4-auen-3,20-1uon)) («Sigma-Aldrichy,
gyrctota >99%); aunponuoHaT OekiomerasoHa (9a-xmop-11b,17a,21-tpuokcu-16b-mernn- 1,4-
npernaauen-3,20-quona  17,21-aunponuonar) («Sigma-Aldrich», ugmcrota >99%), MoHOrMapar
ngakto3el  («Merky», wugwmcrora >99%); rmumuH (AO  «Peaxum» HWMII, TOCT 5860-75),
NePEKPUCTAINTU30BaHHbIH coracHo [81] mis monydenus unuctoit a-¢popmser; NaCl (u.mx.a.).

PacTtBopuTesm: anetoH ans xpomatorpaduu (XapbKOBCKHK 3aBOJI XMMPEAKTHBOB), 1.4-
muokcad (u.g.a., OAO «Peaktuy»); TI'®, oumimenHsii or mepekucei neperonkoit (MMII, 3A0
«Bexrony), mpem-6ytunosslii cnupt (4.1.a., 3AO «Bektony), stunosslil ciiupt (OAO «KemepoBckas
dapmaneBTuueckas dpadbpuka», 95 macc. %) ¥ TUCTUILITUPOBAHHYIO BOTY

2.2. UccenoBaHue MPOLECCOB, MPOUCXOASAUIMX MNPH OT/KHUIE 3aMOPOKEHHBIX PACTBOPOB:
onpejejeHHe TeMIEPATYPHBIX PeKUMOB CYIIKH.

2.2.1. IlpuroroBjieHne 00pa3uoB

2.2.1.1. Cucrema napaueramon-TI'®-H,0

B 16 r pactBopa TI'® - H,O ¢ cogepxxkanuem TI'® 21.9 macc. % npu mnepeMemvBaHuU
pactBopuiu 1.5 r mapaneramosna. PactBop pacnbuisuid uepes MmyJibBepu3aTop (AuaMeTp MOIBOASILIErO
kamuisipa 0.4 MM., B30BITOYHOE JaBJICHUE PACTIBUISIONIErO ra3a 1 aT™M.) B @MKOCTh C JKUJIKUM a30TOM.
Ob6pa3yronryrocs mociae OXJaKISHHUsS CMech TBEPAbIX (a3 MmepeHOCHIM B KOHTEHHEp A XpaHEHUs

00pa3I1oB Mpu TeMIepaType KUIKOT0 a30Ta (J1anee B TeKCTe KOHTEHep)
2.2.1.2. Cucrema riunua — TT® - H,0O

B 10.1 r pactBopa TI'® - H,O ¢ conmepxkannem TI'® 20.8 macc. % mnpu nepeMerivBaHuU
pactBopwin 0.52 1 o-rnunuHa. PacTBOp pacnbuisuin 4epe3 MyJabBEpU3aTOp (IUAMETP MOJBOASILErO
kamuisipa 0.4 MM., B30BITOYHOE JaBJICHUE PACTIBUISIONIETO ra3a 1 aTM.) B @MKOCTh C JKHJIKUM a30TOM.
O06pa3yrolryrocs Mocie 0XJaxIeHUs CMECh TBEPBIX (a3 NEPEeHOCHIIN B KOHTEHHED.

2.2.1.3. Cucrema NaCl- H,O
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B 8.75r. Boasl pactBopmim 1.25 1. NaCl. OxmaxmeHue pacTBopa MPOU3BOIAMIH JBYMSI
cnoco0amu. IlepBblii croco0: pacTBOp pacHbUIIM 4epe3 MyJIbBEpH3aTOp (AMaMETp MOABOISILETO
Kamwusipa 0.4 MM., U30BITOYHOE JaBJICHHE PACHbUIAIONIETO ra3a 1.5 aTM.) B €MKOCTb C YKHIKUM
azoToM. OOpa3ymoIyIOCs MOCHIe OXJIAXACHUS CMech TBepAbIX (a3 momemanu B KoHTeitHep. Bropoi
Croco0: pacTBOp pacHbUIsUIM 4epe3 MyjibBepuzaTop (IuameTp mnoasojsmiero kamwuisipa 0.4 M.,
M30BITOYHOE JIaBJIEHUE PACTIBUIIONIETO Ta3a 1.5 aTM.) Ha OXJIQXKIEHHYIO O TeMIEpPaTyphl KHJIKOTO
azota MeaHyro muactuny. OOpa3syrolrylocs Mocie OXJaXICHHS CMeCh TBepAbIX (a3 MoMemain B
KOHTEHHED.

2.2.14. Cucrema 3TuioBblii cnmpt-H,O

PactBopsb! atunossiit cnupt-HyO ¢ conepkanuem cnupta ot 5 10 60 mace. % c marom 5 %,
Bcero 11 pactBopoB, mo 10 r. Kaxaoro, pacupUIsAIN Yepe3 MyJbBEpU3aToOp (AUaMETpP MOABOJSIIETO
kammuisipa 0.4 MM., U30BITOYHOE TABJICHUE PACTIBUISIONIETO ra3a 1 aTM.) B @MKOCTb C JKUJIKUM a30TOM.
Cwmechb oOpa3oBaBinxcs (pa3 mepeHoCUIu B KOHTEHHEp AJs JadbHEHIIero XpaHeHus IpU TeMIepaType
KUAKOTO a30Ta.

PactBops! aTrnoBsnii cnupt-H,0 ¢ conepkanmem criupra ot 10 1o 90 macc. % c marom B 10 %
, Bcero 9 pactBopoB, 1o 10 r. KaXI0ro, pacnbUIsUIH Yepe3 MyIbBEpU3aTOp (AuamMeTp MOABOISILIETO
kanusuisipa 0.4 MM., U30bITOYHOE JaBJIEHUE PACTIBUISIONIETO ra3a 1 aTM.) B eMKOCTb € KUAKUM a30TOM.
Cwmechb oOpa3oBaBimxcs (a3 MepeHOCUIN B KOHTEHHED.

Konreitneps! ¢ ob6pazuamu (conepskanue 3TusioBoro cnupta ot 90 go 60 macc. %) xpaHwiu B
cocyze Jlproapa ¢ )KuAKuM a30ToM; ¢ conepkanuem ot S0 no 10 macce. % - B cocyne [proapa ¢ cyxum
ab0M (-80°C) okoio 1 mecsna. Kaxayro Henento oOpasiisl IepeTupaiy B METAIUTMYECKON CTYIIKE IpU
TeMIIepaType KUAKOro a30Ta [yl YCTaHOBJIEHUS paBHOBecHs. Jlanee 3T oOpa3ipl OynyT Ha3bIBaThCS
«OTTO>KEHHBIMI.

2.2.1.5. Cucrema mpem-oytunoBbiii cniupt-H,O

PactBopsr TBC-H,0 okomno 10 1 kaxmoro ¢ cogepkanueMm Tper-OytunoBoro cnupta 20, 37 u
67 macc. % oxnaxganu 2 crnocobamu. IlepBbiii cnocob (MeIIeHHOE OXJIaXJEHUE): KOHTEeHHep
3all0JIHWIN  pacTBOpOM, BelIepkuBanu 4 waca npu 3°C, 3arem 4 uyaca npu -20°C, mocne 4vero
nomectui B cocyd Jlproapa ¢ cyxum apaoM (-80°C). Btopoii crmoco0 (ObICTpoe OXIaKICHHE):
pacTBOp BBUTMBAIIM Ha IMOBEPXHOCTh METAIMUECKOW CTYIKH, OXJIKICHHOH /O TeMIepaTyphl
XHIKOTO a3ora. OOpa3Iipl pacTUpaId B METALTUYECKOW CTYIKE MPH TeMIIepaType *KHUIKOTO a30Ta U
MOMEIIAJIN B KOHTEHHED.

2.2.1.6. Cucrema TTI' ®-mpem-6yrnnossiii cnupt-H,O

36



PactBoper TI'®-mpem-6ytunosseiii cnupt(TBC)-H,O (comepkanre KOMIOHEHTOB YKa3aHO B
tabmuue 3), maccod okono 10 r., oxmaxkmganmu 2 cmocobamu. IlepBeiii cmocod (MenneHHOE
OXJIQXCHHUE): KOHTEUHEP 3allOJIHWIN pacTBOPOM, BbiAepkuBaiid 4 yaca nipu 3°C, 3atem 4 yaca npu -
20°C, nocne dero momectwin B cocyn Jproapa ¢ cyxum npiaom (-80°C). Bropoii croco6 (OsicTpoe
OXJIQXKJICHUE): PACTBOP BBUIMBAIM Ha IOBEPXHOCTh METAJUIMUECKON CTYNKH, OXJIaKICHHOW [0
TEMIEPATyphl KHUAKOro a3ora. OOpasmbl pacTHpaIM B METAIUTMYECKOH CTYINKE MpPU TEeMIIeparype
YKUJIKOTO a30Ta U MOMEIIATI B KOHTEHHED.

Tab6muma 3. CoctaB pactBopoB TI'®-THC-H,0

Mertka TI'®, mace. % TBC, macc. % H,0, macc. %
A 15 5 80
b 10 10 80
B 5 15 80

2.2.1.7. Cucrema udynpodgeHn-aneron-soaa u uoynpogen-1.4-nmoxcan-soaa

B 10 r pactBOpa anieron-Boja (2 pactsopa; 50 u 70 macc.% anerona) wiu 1,4-auokcan-soaa (2
pactBopa; 60 u 80 macc.% 1,4-nuokcana) pacTBOPsIN Mpu nepeMeriuBanuu 1 r ubynpodena. Pactop
pacmbUIsUIIN Yepes3 MmyibBepu3aTop (auameTp noasoasduiero kamwuisapa 0,4 Mm., U30bITOYHOE JaBJICHHE
pacHbUISIONIEro ra3a 1 aTM.) B eMKOCTb € KUAKUM a30ToM. OOpa3yrolyrocs 1ociie 0XJIaKIeHUSI CMECh
TBEP/BIX (a3 MePeHOCHIIN B KOHTEHHED.

2.2.2. TlopoumkoBasi iuppaKkToMeTpu in situ

2.2.2.1. [nppakumoHHbIA >KCIEPUMEHT C HCHOJIb30BAHHEM CHHXPOTPOHHOIO

n3aydenus (T: ot -196°C,P = 1 atm.)

JudppakToMeTpruecKrue Uccae10BaHus BhINOMHINCH Ha 4-i1 cranuun BOIII-3 CLICTU UAD
CO PAH. PentrenoBckuii akciepuMeHT npoBoauics no cxeme Jlebas-Illeppepa ¢ ucnonb3oBanuem
KOPOTKOBOJIHOBOTO CMHXPOTPOHHOro wu3mydenus (A= 0.3675 A). Peructpanms auppakimoHHOM
KapTUHBI NPOU3BOANIIACH C MCIOJIB30BAHUEM JBYMEPHOIO 3allOMHHAIOIIETO PEHTIE€HOBCKOIO dKpaHa
(Image plate) MAR 345 ¢ quamerpom skpana 345 mm., pasmep nukcenst 100 pm. PaccTosaue Mexy
00pa3loM U JETEeKTOPOM ObUIO BBIUMCIEHO IO MOPOIIKOBOW Iu(ppakTorpaMMe XJopuia HaTpus U
cocTaBisiio okojio 374 mM. OOpasel U3BJIEKaIM U3 KOHTEHHEpa U MpPU TEMIIepaType *KHUJIKOTO a30Ta
pacTupaiy B CTYIKE, 3aTeM 3arpyXajid Ipy 3TOH ke TeMIlepaType B allOMUHUEBYIO stueiiky (Puc. 12)
C JABYMs OTBEPCTUSMM 3aKPBITHIMHM IMEHOIUIACTOM: JJIS BXOJa MEPBHYHOIO NMydyka W JUIsl BBIXOJa
nudparupoBaHHOTO U3TydeHUs. SueliKky HarpeBajau co CKOPOCTBIO OKOJIO 3 Tpaayc/CeKyHIy, HAaunHAasI
¢ -196°C. ludpakumonHble KapTUHBI OTyYaiu B HHTepBaje TeMnepatyp ot -196°C no 0°C. Kaxayro

TU(paKkTorpaMMy HakaljuBald B TedyeHue 4 MuHyT. llpum sTOM el mpucBauBanu TeMIeparypy,
37



CPEIHIOI Ul JaHHOIO MHTepBaja. MHTerpupoBaHHe NMPOU3BOIAMIN C HUCIOIb30BAHUEM IIPOrpaMMBbI
FIT2D [82], unaekcupoBaHue peQueKCOB M YTOYHEHHE IapaMeTpOB JJIEMEHTAPHOM SUEHKU

MPOBOJIMIIN C UCIIOJb30BaHueM mporpammbl XLAT [83].
2

\
7
N N

Puc. 12. Sueiika nns CU-uccnenoBanuii. O6o3HaueHus: 1 - MecToHaxoxaeHue obpasma, 2 —
MEHOIIACTOBBIE 3arIYIIKH, 3€JICHBIMU CTPEIKaMH OTMEUYEHO HaIlpaBJEHHWE BXO0/a MEPBUYHOTO
nyuka CU u BeIxoga qudparupoBaHHOTO M3TYICHHSI.

2.2.2.2. JndpakuuoHHbIN IKCIIEPUMEHT ¢ ucnoJjb3oBanueM CUK, nznyuenus
(T: ot -120°C,P =1 at™ - 10 mm pr.cT.)

HccnenoBanne (a3oBBIX MPEBpAIIEHUH, NPOUCXOAAIIMX TMPH OTKUTE 3aMOPOKEHHBIX
pacTBOpax B BHIOpAHHBIX CHCTEMax, IPOU3BOAMIIM C UCIOJIb30BaHUEM MOPOIIKOBOrO AUdpakTOMeTpa
Bruker D8 Advance, obopyaoBaHoro nuskotemmneparypHoii npucraBkoir TTK 450 Anton Paar mis
WICCIICIOBAHMI B yCIOBHAX Bakyyma 10 107 mM pr.cr. OGpaser; W3BIGKadd W3 KOHTEiHEpa, NpH
TEMIIepaType KHUJIKOTO a30Ta pacTUpalM B CTYIKE, 3aTeM IIPH ATOH K€ TeMIleparype MepeHOCHIIN B
IpeBapuTeNbHO OXJaxIeHHYt0 10 —160°C sueiiky audpakromerpa. [Ipu aTom Temneparypa sueiiku
nogauManack 10 -120°C. IlopomikoBble nu¢pakTorpamMmbl —3alMChIBAIUCH B pexume 20
CKaHMpOBaHMs B MHTEpBalie 5-45 rpamycoB ¢ marom 0.02 rpagyca, B TeMriepaTypHOM HHTEpBAJE -
120°C no +20°C.

WNunexkcupoBanue peekcoB U YyTOUHEHHE MapaMeTpOB AJIEMEHTAPHON SYEWKH MPOBOIMIIH C
ucnosb3oBanueM nporpammer XLAT [83].

2.2.3. KP-cnekTpockonusi Ipu HU3KHX TeMIlepaTypax

Cnextpsl KP uzmepsnuce Ha cnekrpomerpe LabRAM HR, Horiba (JobinYvon), ocHarieHHOM
MHOTOKaHaJIbHBIM JIeTeKTOpoM. [l BO30OYKIE€HHUSl CIIEKTpa HCIOJIb30Bajlach JUHUS 488 HMATr+-
nonHoro usazepa 35LAP431 “MellesGriot”, USA. JlazepHoe wusnydeHue (QOKyCHPOBAJIOCH Ha
MOBEPXHOCTh 00pa3lia ¢ TMaMeTpoOM IsITHA OKOJIO 1 MKM M MOIIIHOCTHIO Ha noBepxHocTH 0.3 — 3 MBT.
Paccesnnblii cBer coOupancst oObexktMBoM MPlan “Olympus” ¢ 50-KpaTHBIM yBeIWYEHUEM U

anepTypoﬁ 0.6. CHeKTpLI U3MEPAIIUCL B TCOMCTPUH 06paTHOTO pacceaHusd C TMPUMCHCHHEM
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MHUKPOCKOIIA JJIsI HallpaBJIeHUsT BO30YK/IAIOIIEr0 CBeTa Ha o0pa3ell U coopa pacCesHHOTO WU3ITyYCHHUS.
W3mepenuss BBINOIHSIMCH CO CIEKTpajbHBIM paspemieHuemM B 2.0 cm™. Ha puc. 13 npencrasieH
BHEIIHUI BUJI U NPUHIIMIIMAIIbHAS CXE€Ma MPUCTABKU U1 HU3KOTEeMIEparypHoi cbeMku KP-cniekTpoB
¢ peryisatopom Temrepatypbl («Tepmomar 10MS5») m 2 XpoMenb-aJlOMENIEBBIMH TEpMOIIapaMHu.
OO0pa3zer U3BIEKAIW U3 KOHTEHHEpa, pacTUpaId B OXJIAKIECHHON 10 TEMIEpaTyphl KHUIKOTO a30Ta
JIOPAJIIEBOM CTYIKE, MOMELAIN SYEHKY IPU ITOM K€ TEMIIEPAType M HAKPBIBAIM IEHOIUIACTOBOU
KpbIIKOH. K OKOILIKY OJBOAMIN MOTOK CKATOr0 BO3/1yXa /IS IPEIOTBPAILEHUsI KOHIEHCAIIUU BJaru

13 OKPY’KaIOUIEH Cpeibl.

Puc. 13. IlpucraBka st Hu3koreMieparypHoil cbemMku KP-cnektpos.. A - BHewHuit Buj, b -
npuHIMIUagbHas cxema. O6o3HaueHus Ha pucyHke b: 1 — XA Tepmonapa, 2 — HarpeBaTeIbHbIN
AJIEMEHT, 3 — aJIeKTpou3oJisiusa. 4 — sdeiika, 5 — XKuakuil azor, 6 — TepMouzoIsAuus, 7 —
perymnstop temneparypsl «Tepmogar 10M5»

2.2.4. TuddepeHunaJbHbIH TEPMUYECKHI aHATN3

Temneparypbsl TBepAOo(a3HbIX MpEBpalllEeHUN HCCIEN0BAIM METOA0M Ju((depeHINaTIbHOTO

tepmuueckoro ananuza (JITA) B 2 pa3HbIX YCIOBHSIX.

A. Jns JITA 5KCrIepMMEHTOB HCIOJI30BAIM YCTAHOBKY TMOJPOOHO OMUCAaHHYI0 B [84].
Hccnenyemble cOCTaBbl TOTOBWIIMCH PACHBUIEHUEM B €MKOCTh C JKMJIKHM a30TOM KakK YKa3aHO B
nyHkre 1.1.4. BocnpousBoaumocTs omnpeaenenus temmepaTypsl +0.05°C, To4HOCTH ompezeneHus
temneparypsl gazosoro nepexoaa +0.2°C. CkopocTs HarpeBaHus odpasua coctasisia 0.2 rpaji/MuH.

b. Jna JTA »KcriepuMEHTOB HCIIONB30BaIM YCTAaHOBKY, IOAPOOHO OMHUCaHHyl [84].
KamubOpoBka Tepmomap (Xpomenb-antoMenb) Oblla B3siTa M3 JHUTEpaTyphl M IpoBepsach IO
TeMIeparypaM IUIaBJICHHMS PTYTH, BOABI W HWHAMA. B ammynasl u3 MOJMOJEHOBOrO CTEKIa C
yrayOieHueM B JHE IS TepMONapbl 3amauBajich OOpas3Ibl PAcTBOPOB pA3JIUYHBIX COCTAaBOB,
nexammx Ha otpeske «ruapar TI'd-17H,0 — rumoretmueckuii ruapat TBC-17H,0» (puc. 14),

npurotosiaeHHbIX B3BemmBaHueM u3 TI'®, TBC u Boasl. [l yCTaHOBIEHHS PABHOBECHS aMITyJIbl
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BBIICPKUBAIUCH, TIpu  -25°C B Te4YeHUWE OJHOM-IABYX HEAENb, 3aTeM Ui KaXIO0H aMITyJIbl
3alMChIBAINCh TEPMHUUYECKHE KpuBble HarpeBaHus oT -25°C. CocTaBbl HCCIENYEMBIX DPACTBOPOB

IIPUBENIEHBI B TabnuLe 4.

Puc. 14. Yactp Tpeyronpauka ['m66ca tpoitoi cucrembl TT' ®-THC-Boma

Tabnuma 4. CoctaBsl pactBopoB aist JITA skcriepuMeHTOB

Ne amyner (MobHOE TI'®,r / mace. % TBC, r / macc. % H,0, r / macc. %

cootHomeHue TI'd:THC)
1(4:1) 1.54/155 0.38/3.8 8.03/80.7
2(3:2) 1.15/11.4 0.79/7.8 8.15/80.8
3(7:3) 1.43/145 0.57/5.8 7.88/79.8
4 (1:1) 0.94/95 0.96/9.7 7.96/80.7
5 (2:3) 0.73/7.7 1.12/11.8 7.66/80.5
6 (3:7) 0.57/5.6 1.38/13.6 8.16/80.7
7(1:4) 0.38/3.8 1.57/15.7 8.06/80.5
8 (1:9) 021/21 1.74/17.6 7.96/80.3
9(9:1) 1.72/17.4 0.20/2.0 7.96/80.6

2.2.5. JICK npu HU3KHX TeMmepaTypax.

Kanopumerpuueckne H3MepeHUsT 3aMOpOXKEHHbIX 00pas3noB mnpoBomwinck Ha DSC-204
(Netzsch). 3amMopokeHHBIN pacTBOp MoTy4ainu ciemyrommm oopazomM. B 10.1 v pactBopa TT'® - H,0 ¢
conepxkanuem TI'® 20.8 macc. % npu nepememmBanuu pactBopwid 0.50 r a-rmununHa. PactBop
BBUIMBAJIM Ha JISKAIIYI0O B €MKOCTH C JKHAKHUM a30TOM MEJIHYI0 MiacTuHy. llodmydeHHBIH Takum
o0pa3oM o0pazel] BU3yaabHO Pa3IeNsiii Ha «CTEKI000pa3HbIe» (Ipo3pauHble) U MAaTOBbIE (hparMeHTHI.
[Tpu Temmeparype KHIKOTO a30Ta BPYYHYIO OTAEISUIM TOHKHE TUTACTHHKH «CTEKI000pa3HOU (hazbiy.
«CTtexnoo0pa3Hyto ¢a3zy» NepeHOCHIH B TUTEIb IPU TEMIIEpAType KHUIKOTO a30Ta, a 3aTeM 3arpyxaiu
B anmapar npu -120°C, skcnepument HaunHanu ot -100°C. CkopocTh HarpeBa 6 K/MuH, oTOK CyXxoro

aproHa 15 mi1/mMuH.
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2.2.6. CxaHupyouias 3JIeKTPOHHAS CMIEKTPOCKONMS MPH HU3KUX TeMIlepaTypax

HccnenoBanusi NPOBOAMINCH Ha CKaHUPYIOIIEM 3JCKTPOHHOM MuKpockore TM-1000
(Hitachi). O0pasen BeIHUMadM W3 KOHTEHHEpa IPU TEMIIEPaType >KUIKOTO a30Ta,lIOMEIIald Ha
METaJUIMYECKUHN THUCK, OXJIAKIECHHBIN 10 TOW K€ TEMIIEPATYPhl U IIOMEIIAIN HA IIPEIMETHBIA CTOJIUK
MHUKPOCKOIIA.

2.3. [losryyeHHe BBICOKOIHCIEPCHBIX (JOPM JIeKAPCTBEHHBIX BeIECTB, (papMaleBTHYECKHX

KOMITIO3UIIMH M BellecTB-HOCHUTeJIel

B pabore wucmonb3oBaics J1a0OpaTOPHBIM BapHaHT YCTAHOBKH CYOJUMAIMOHHOW CYIIKH,
MPEICTABISIOMIA COOO0H BaKyyMHPYEMyI0 KaMmepy co cBoGomHeM oObemoMm ~1,5 nv® (puc. 15),
MOJIKJII0UaeMYI0 K BaKyyMHO# JinHuu Ha 6a3e Hacoca Pfeiffer DUO 060A (ocraTtouHoe naBinenue 6-10°
*M6ap, IPOM3BOAUTENBLHOCT 60 M/4ac), OCHAILCHHYIO a30THOI JIOBYLIKOH, CHCTEMAMHU PErHCTPALIHH

JABJICHUS U TIOJa4M B KaMePy CyXOro azora (Wix HHEpTHOTO ra3a) (puc. 16).

Puc. 15. BHemHuii BuJ BakyyMHOM KaMepbl
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Puc. 16. IlpunnunuanpHas cxema 1a00paTOPHOM YCTaHOBKHM CyOJIMManuMoHHOM cymku (1 —
BakyymHbIii Hacoc Pfeiffer DUO 060A, 2 — tepmocrtar JIAB-TXK-TC-01/16J1-40, 3 — a3orHas
JoBylIKa, 4 — 0ydepHslii 00beM Hacoca, 5 — MaHoMeTpudeckuit mpeodpazosatens [IMT-6-3M-1,
6 — Bakyymmerp Mepamgar BUTI12T1 (sseMeHTsl 5 U 6 B TOCIEIHHUX DKCIEPHUMEHTaX OBLIH
3aMeHeHbl Ha gartuuk gaienust 275 Mini-Convectron (Granville-Phillips)), 7 — tepmoc ¢
KUJKUM a30TOM JHO0 OalioH ¢ ra3oMm (aproH), 8 - perynsarop AaBlieHus, 9-BakyyMHas Kamepa,
10 - ocymuTenbHast KOJIOHKA, 11 - KpaH TOHKOM peryiaupoBKU TOKa rasa, 12 — OydepHsblii 00bemM

CHCTCMBI ITOJa4M rasa.

2.3.1. NaCl

B 8.75 r. Boasl pactBopriu 1.25 r. NaCl. PactBop pacnbuisiiin 4epes mylibBepu3aTop (Iuamerp
noaBoasmero kammuisipa 0,4 MM., H30BITOYHOE JTaBJICHUE PACTIBUISIONIETo ra3a 1.5 aTM.) B €MKOCTb C
KUIKUM a30ToM. OOpasylomiyrocss mocie OXJaXIEHHs CMechb TBepAbX (a3 MoMelann B
OXJIXK/IEHHBI 70 TeMIepaTyphl KUAKOIO a30Ta MAacCCHBHBIM JepKaTellb, KOTOPBIA MOMEUIaTu MpU
TEMIIepaType KHUJIKOTO a30Ta B BAKYYMHYIO KaMepy, KaMepy 3aKphIBAIN U 3aTEM TOHIKAIH JTaBICHUE
B Heill 1o P< 2 [la. 3areM BakyymMHyI0 Kamepy MOMEIIAJd B BaHHY TEpMOCTaTa C TeMIepaTypoit
terioHocurens -15°C. Cymky npoBoauwiu B Toke cyxoro azota (T ~ -15°C, P ~ 10 [Ta) no mageHus
nasieHust B kamepe no0 P< 1 Ila (~4 uaca) mpu NMOCTOSIHHOM OTKAaYMBAaHHUU. 3aTeM TeMIepaTypy
TETUTOHOCHUTENSI TOBBIIANKA 110 -5°C, BBIIEPKHUBAIU MPH TIOCTOSHHOM OTKAQUYMBAaHUHM 1O TAJCHUS
naBneHus B kamepe g0 P< 1 Ila (~3 wgaca). [locie Temmnepatypy TemmmoHocutens nosbimanu +30°C, ¢
BBIJICPKMBAaHUEM B T€UEHHUE 3 4acoB MpH 3TON TemmepaType. JlaBieHue B kamepe moBbimany 10 P=1

aTM. 3allOJIHCHUECM KaMCpPbl CYXHUM a30TOM, KaMCpy OTKPbIBAJIM, NJOCTaABaAJIU ACPKATCIbL C O6p3.31_[0M,
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o0pasel IoMeIainy B MPeIBapUTEIBHO B3BEIICHHBIN OIOKC, B3BEIIMBAIM M MTOMEIIATH B SKCHKATOP C
cyxoi armocdepoit s nanbHeiiero xpanenus. Berxoa 0.9 r (74 %).

2.3.2. B-I'nunun

B 20.0r pactBopa TI'® - Boma (23.0 macc. % TI'®P) npu mepeMemmBaHUM U HEOOIBIIOM
nogorpeBanun pactopa (mo +30°C) pactBopsiiu 1.0 r. a-rounuHa. PacTBop pacmbuisau 4epes
nyJapBepu3aTop (Auamerp nojBopsiiero kamuwuisipa 0,4 MM., U30BITOYHOE JABIICHUE PACIIBUISIONIETO
ra3a 1.5 aTM.) B @MKOCTh C ®KUAKUM a30ToM. OOpa3yIoNIyroCs MOCe OXJIaXKISHUS CMECh TBEPABIX (a3
MOMEIIAJIA B OXJIAXKJICHHBIM 10 TEMIIEPATYPhl JKHJIKOIO a30Ta MAaCCUBHBIM JI€pXKaTeb, KOTOPBII
MOMEIAIM TPU TeMIlepaType KHAKOro a30Ta B BaKyyMHYIO Kamepy, KaMmepy 3aKpblBaId M 3aTeM
MOHWKaJIM JaBiieHue B Hel 10 P< 2 la. 3aTtem BakyyMHYIO KaMepy IOMEIIAIN B BAHHY TepMOCTaTa ¢
temriepaTypoit Temionocutens -5°C. Cymiky mpoBoauiu B Toke cyxoro azora (T ~ -5°C, P ~ 10? ITa)
o mnajaeHus naeieHus B kamepe no P< 1 Ila (~4 uyaca) mpu NOCTOSHHOM OTKauMBaHHUM. 3aTeM
TeMIiepaTypy TeroHocuTens nossimanu 10 +30°C, ¢ BelIepKMBaHUEM B T€UEHUE 3 4acCOB MPU 3TOM
Temneparype. JlaBieHue B kamepe MOBbIMANK a0 P=1 aTM. 3amoiHeHHeM KaMmepbl CyXUM a30TOM,
KaMepy OTKpbIBaJIM, JOCTaBaJU Jep)Karelb ¢ 00pasloMm, oOpaszel MOMeIladd B IMpeABapUTEIbHO
B3BCIICHHBIN OIOKC, B3BEIIUBAIM WM ITOMEIIATH B YKCUKATOP C CyXOil arMochepoi I NalbHEHUIIEro
xpanenus. Beixox 0.69 r (69 %).

2.3.3. Jlakrto3a

B 20.0r pactBopa TI'® - Boma (23.0 macc. % TI'®) mpu mepeMmemnBaHUU U HEOOJBIIOM
nojorpeBanuu pactsopa (10 +30°C) pactBopsnu 1.0 r. makTo3sl. Jlanee nmpoBoawiin Bce MPOLETypHI
cornacHo myHKTY 2.3.2. Beixon 0.69 1 (69 %).

2.3.4. ®dapmaneBTHYeCKHEe KOMIIO3UIINH, CO/IepsKalie cATbOyTaM0J1 HIIH Oy1eCOHMT

2.34.1. Komnosuuuu cajb0yTaMo-IJIMUMH W OyJ1eCOHHI-TJHIUH € CO/lep:KaHHeM

AeHCTBYHOIIEr0 BelecTBa 0KoJ10 2 Mmacc %

B 20.0 r. pactBopa TI'® - Boga (23.0 macc. % TI'®) mpu mepeMeniMBaHUU U HEOOJBIIOM
nonorpeBanuu pactsopa (o +30°C) pactBopsuin 1.0r. o-rmuumHa w20 mr.  canbOyramona
nnnoyneconnaa. Jlaiee mpoBoaAUiIM BCe MPOLEAYphI coryiacHO MyHKTY 2.3.2. Beixon 620 mr. (62%) B

ciyuae cainbOyramona, 530 mr. (53%) B citydae OynecoHua.

2.34.2. Komno3umuu  cajapOyTamMoJ-IJIMIOUH /  caab0yTamoJi-lakTo3a ¢

coJepxkaHueM el CTBYIOIIEro BemecTBa 0koJ10 20 mace %

B 20,0 r. pactBopa TI'® - Boga (22.6 macc. % TI'®) npu nepeMeminBaHUM U HEOOJBIIOM

nonorpeBanuu pactsopa (1o +30°C) pactBopsiu 1.0 1. a-rnunuHa win 1.0 1. 71aKTO36I MOHOTHIpAaTan
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200 mr. canbOyramona. [lanee Bce moBTOpsuiM Kak B myHKTe 2.3.2. Brixon 835 wmr. (70%) B ciiydae

ruiuHa, Beixoa 810 mr (67.5%) B ciiydae 1aKkTO3bI.

2.3.5. KomOunnupoBaHHbie papManeBTHYECKHE KOMIIO3MIUM, COJIePsKAIIMe CATLOYTAMOJ

H JUIIPONMUAOHAT 0eKJIoMeTa30HAa

JlaHHBIE KOMITO3UIIUH MTOJTyYaJId U3 pPadOYHX paCTBOPOB, COCTABBI KOTOPHIX YKa3aHbI B TAOIHUIIE
5. B cMenranHOM BOJTHO-OPTraHUYECKOM PacTBOPHUTEIIE MPHU MepeMeTuBaHuu U HarpeBanuu (10 +50°C)
pacTBOpsUIM canbOyTaMoJ, 3aTeM JAUIIPONMOHATOEKIOMETa30Ha U Mocie MoJIHOro pactsopeHuss AGU
N00aBIISIM HABECKY TJMIMHA. PacTBOp pacmbUIsid yepe3 myibBepu3aTop (M30BITOYHOE NABJICHUE
pacmpusifoniero raza 1.1 atM.) B eMKOCTh C XHIKUM a30ToM. OOpa3yrouryrocs Mocie OXJIaKICHHS
cMech TBEpAbIX (a3 MoMeIaau B OXJIAXAECHHBIH /10 TeMIepaTypbl >KUAKOIO a3oTa JepKaTellb,
KOTOPBII MOMEINaNy MpU TeMIepaType KUAKOIo a30Ta B BaKYyMHYIO KaMepy, Kamepy 3aKpblBajld U
3aTeM NOHMWKaIM JAaBiieHue B Hel 1o P <8 mropp. 3aTeM BakyyMHYIO Kamepy IOMEILIAId B BaHHY
TepMocTaTa ¢ Temneparypoil teronocurens -15°C. Cymky npoBoauiau B Toke cyxoro azora (T= -
15°C, P = 600+20 mMTopp) mpu MOCTOSIHHOM OTKAaYMBAaHUH JIO TaJICHHs JIaBieHus B kKamepe 10 P <8
MTOpPp MpHU OTKJIIOUEHHUH OJIauu a30Ta. 3aTeM TeMIlepaTypy TemjoHocuTens nossimanu 1o +30°C, ¢
BBbIJICpKMBAaHMEM B TeueHHe 3 4YacoB NpHu 3Toi Temneparype. Ilocie sToro naBieHue B Kamepe
noBpliasii A0 P=1 arM. 3anmojHeHHMEM KaMmepbl CyXHUM a30TOM, KaMepy OTKpBIBaJM, J1OCTaBalld
JeprkaTesib ¢ o0pa3nom, oOpasel] MOMeIald B MPEABApUTEIbHO B3BELIEHHBIH OIOKC, B3BEUIMBAIN U

MOMEIAIH B SKCUKATOP C CyX0i aTMoc(epoil s naabHEHIIero XpaHeHusl.

Tabnuma 5. CoctaB pacTBOpOB

Ne | H,0, JEROR TBC, Cansbyramon,r | Jlunpomnuonar I'nunus,
r/(macc. %) | r/(macc. %) | r/(macc. %) OeKJIoMeTa30Ha, MT MI

1 [31.97(79.5) | 2.07(5.2) 6.14(15.3) |20 20 1000

2 |16.0(78.8) 2.1(10.4) 2.2(10.8) 10 10 500

3 |32.1(80.0) 6.1(15.0) 2.0(5) 20 20 1000

4 | 40.4(77.5) 5.95(15.0) |3.1(7.5) 30 15 600

2.3.6. Uboynpoden

A) B 20 r pactBopa 1.4-mmokcaH —Boma ¢ coaepkanuemM Boabl 20.5 macc % mpu

nepeMeluBaHiK PacTBOPsUIM 2 T. nOynpodena. PacTBop pacnbuisin depe3 MmyJibBepH3aTop (Iuamerp
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noaBoasmero kammwuisipa 0,4 MMm., H30BITOYHOE JTaBICHUE PACTIBUISIONIEro ra3a 1.5 aTM.) B éMKOCTb C
KUAKAM  a30ToM. OOpa3yromIyrocsi TMOCle OXJaXICHUS CMeCh TBEpAbIX (a3 TMoMEmand B
OXJIAXK/ICHHBIA 10 TEMIIEpaTyphl KHMJIKOTO a30Ta MAacCHUBHBIM JAep)karenlb (Macca AepiKarens u
MOJICTaBKH > MAacChl CMECHU MPHUMEPHO B 3 pas3a), KOTOPHIM MOMEIaId MpU TeMIepaType >KUIKOTO
a30Ta B BaKyyMHYIO KaMepy, KaMepy 3aKpblBajd U 3aTeM IOHIKaIW JaBieHue B Hel no P< 2 Ila.
3areM BaKyyMHYIO0 KaMmepy IOMELIaIM B BaHHY TEpMOCTaTa ¢ TemrepaTypoi tersioHocurens -20°C.
Cyuiky npoBoawin B Toke cyxoro azora (T ~ -20°C, P ~ 10? [1a) no najgenus naBiieHUs] B Kamepe 10
P< 1 Ila (~4 4aca) npu MOCTOSSHHOM OTKa4MBaHUH. 3aTeM TEMIIEPATypy TETIOHOCUTESI MOBBIIIAIH JI0
-7°C, BBIACP)KUBAJIM TIPU TIOCTOSSHHOM OTKaYMBAaHUM JI0 MMaJICHUsI naBiieHus B kamepe a0 P<1 Ila (~4
yaca). [lociie Temneparypy Teronocurens nossimanu +50°C, ¢ BbIEp)KUBaHUEM B T€UEHUE 3 4acOB
npu 3TON Temmeparype. [laBieHne B kamepe moBbImanu A0 P=1 aTMm. 3amoiHEHHEeM Kamepbl CyXUM
a30TOM, KaMepy OTKpbIBalM, JOCTaBadd Jepkareab C o0pas3moM, oOpaszel] moMeniand B
MpeBapUTENIbHO B3BEIICHHBIN OIOKC, B3BEIIMBAIW M MOMEIIAIN B IKCUKATOP C CyXol armocdepoit
JUIsl TayibHeero xpanenus. Boixon 2.6 T (65 %).

b) K 20 r pactBopa anetoH —Boaa ¢ couepkanueM Bojbl 30 macc % mnpu mepeMeniiBaHuu
pactBopsuin 4r. ubynpodena. PactBop pacnbuisuiin yepe3 MyldbBEpU3aTOp (IUAMETpP MOJBOASILIETO
kamuuisipa 0.4 MM., U30BITOYHOE AaBIIEHWE PACHBUIAIONIEro raza 1.5 arMm.) B €éMKOCTh C KHUJIKUM
azotoM. OOpa3yloUIyocs Mocie OXJIAXKIEHHUS CMECh TBEPIBIX (a3 MoMemaly B OXJIAKICHHBIH /10
TEMIIepPaTyphl JKUAKOTO a30Ta MACCHUBHBIHN JeprKaTelb (Macca AepiKaTelis U MOJCTaBKH > MacChl CMECH
npuMepHO B 3 pasza), KOTOPBI MOMEIAIN MPU TEMIEpaType >KUIKOTO a30Ta B BaKyyMHYIO KaMmepy,
KaMepy 3aKpbIBalld W 3aTeM MOHWXalu faBieHue B Hell g0 P< 2 Ila. 3areM BakyymMHYyIO Kamepy
MOMEINIAJId B BaHHY TepMocTara ¢ TemrepaTypoil teroHocurens -20°C. Cymky npoBOAMIM B TOKE
cyxoro azota (T ~ -20°C, P ~ 10° [Ta) no manmenus nasieHusi B kamepe g0 P< 1 Ila (~4 gaca) mpu
MOCTOSSHHOM OTKQUMBAaHUU. 3aTeM TEMIEpaTypy TEIUIOHOCHUTENS MOBbIIAMU A0 -5°C, BBIACPKUBAIH
IpU MOCTOSHHOM OTKAaYMBAHWM 10 TajeHus naBieHus B kamepe a0 P< 1 Ila (~4 uaca). [locne
TeMneparypy TemioHocuTenst nosbiman +30°C, ¢ BelIEep)KMBaHHEM B T€UEHUE 3 4acoB MU ITOU
temreparype. JlaBneHne B Kamepe MOBBIIANH 10 P=1 arMm. 3amoiHeHHEM KaMepbl CYXHM a30TOM,
KaMepy OTKpBIBAlIM, JOCTaBalld JepKaTelb C o0pasioMm, oOpaszel] MOMemand B MpeABapUTEIHHO
B3BEIICHHBIN OIOKC, B3BEIIUBAIHM M MOMEIIATU B HKCUKATOP C CyXOoi aTMocdepoil s AampHEeHIero

xpanenust. Beixox 2.9 r (73 %).

2.4. TIpUroToBJieHHe MPOTOTUNOB TBEPABLIX GOPM /ISl BABIXaAHHUS

A. Pa30aBiieHne rpy100MciepCHBIM HOCHTEIEM.
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DKCrepuMEeHThl MO MOAOOpPY YCIOBUNM MPUTOTOBIEHUS MPOTOTUIIOB TBEPABIX (GopM
canp0yTaMona i KCIOJb30BAaHUS B MOPOIIKOBBIX HWHTANSATOpaX MPOBOAUIN B BUOPALMOHHON
menpauIe SPEX 8000 (crampHoil 6apaban o0béMom 60 mil, tuaMeTp mapoB 6 MM, Macca mapoB 9 T,
Harpy3ka Ha map - 8-10 g). B 6apaban nmomemanu HaBeckd ~ 100 M KOMIIO3UIIUM CaIbOyTaMoJI-
MIMIMH (¢ coxepikaHueM cainbOyramona okosio 20 macc. %) u ~ 730 Mr J1akTo3pl MOHOTHApaTa
(pa3mep uactun 1o 70 mxMm). Bpems nepemermuBanust: 15, 30 u 60 cexk.

b. Pa36aBiienne BbICOKOAMCIIEPCHBIM HOCHTeJIeM (B-riauuun).

[lepemernnBanue ¢ BBICOKOJWCIIEPCHBIM HOCHUTEIEM, [-TJIMLIHUHOM, TMOJYYEHHBIX B TEX XKe
YCIOBUSIX, YTO MU KOMIIO3UIMU CAIbOyTaMOJI-IJIMIIUH, MPOBOAWINM B BHUOPALIMOHHOW MEJIbHHUIIE
SPEX 8000 (cranbhoii 6apaban o6bpéMom 60 Mi1, AMaMeTp mapoB 6 MM, Macca mapoB 9 1, Harpy3ka Ha
map - 8-10 g). B Gapaban momemianu HaBecku ~ 100 Mr KOMITO3UIIMH CalbOyTaMOJNI-TIUIHMH (C
coziepkanueM canpoyramona okoio 20 macc. %) u ~ 730 mMr BeicokoaucniepcHoro B-rinununa. Bpems
nepeMenInBaHus COCTaBIsuIolS cek.

2.5. XapakTepu3amusi 06pa3inon

2.5.1. IndpakunoHHbIEe METOABI

25.1.1. Hcnoab3zoBanue CuK,-uznyuenus

3anmuch  MOPOIIKOBBIX  AM(PPAKTOrpaMM  TOJYYEHHBIX  00paslloB  MpPOBOAMIACH  C
ucnonb3oBanueM mudpakromerpaBruker D8 Advance (mmuna Bomuel 15418 A) B pexume 20
CKaHMPOBaHMs B HHTEpBase 5-45 rpaxycos ¢ marom 0.02 rpanayca.

DOKCIIEpUMEHTHl 10 OIpPEIENICHUIO TEMIIepaTypbl TpaHCPOPMAIMU [-TIIULIUH — O-TIIHLIUH
HOJYYEHHBIX 00pa3liOB BBICOKOAMCIEPCHOTO S-TIIMIUHA, a TaKKe KOMIO3ULUN MIIMLIMH-CaIb0yTaMoll
U [IMIUH-0YJIeCOHU]T MPOBOAMIN B TeMiieparypHoM uHTepBaie oT 30 mo 230°C npu NMOHMKEHHOM
JaBJIEHUH (CTaTUYECKUU BaKyyM, 2-4 MM.pT.CT.).

2.5.1.2. Hcnoib30BaHHe CHHXPOTPOHHOIO U3J1y4YeHHs

JIMppaKIMOHHBIM 3KCHEPUMEHT C HCIIOJIb30BAaHUEM KOPOTKOBOJHOBOIO CHHXPOTPOHHOTO
mwsnydenus (A =0,3685 A) nposomunu mo cxeme Jlebas-1lleppepa (4-as cranuus BDIII-3 CLICTU
NsA® CO PAH.). Perucrpaumio audpaxiMOHHOH KapTHHBI MPOMU3BOJAMIM C HCIHOJIb30BAHUEM
3alIOMMHAIOLIET0 PEHTTeHOBCKOro skpaHa (Imaging plate) MAR 345 (auamerp skpana 345 mm,
pasmep mmkcens 100 pm). PaccrosHue mexay oOpa3lioM M JETEKTOPOM OBLIO BBIYHCICHO I10
MOPOILIKOBOM U(paKkTOrpaMMe XJIOpuaa HaTpUsl U COCTaBIISIO okojio 375 mMm. OGpasel momemaim B
ATIOMUHHUEBYIO SIUEHKY C ABYMs NPUKPBITHIMHU MEHOIUIACTOM OTBEPCTHSMM — IS BXOZA MEPBUYHOIO
Iy4Ka " JUIs BBIXoJa Tu(parupoBaHHOro n3nydenus (puc. 1).

2.5.2. Muddpennnansuas ckanupywmas kajgopumerpus (JICK) u TepmorpaBumerpus

(TTA)
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Kanopumerpuueckue wusmeperuss o6pasznoB mnpoBoamwinch Ha DSC-204 (Netzsch) mpum
HarpeBaHUU CO CKOpPOCThIO 6 K/MUH B CTaHIAApTHBIX aTIOMHHUEBBIX THIJIAX B TOKE aproHa BBICOKOMH
qucToThl (30 M/MHH).

DKcrepuMeHThl ¢ ucnojb3oBaHueM TI'A 1o XapakTepuzalud TOJYYEHHBIX 00pa3LoB
KOMIIO3UIIMN  CalbOyTaMoi-IaKT03a, BBICOKOJIMCIIEPCHONM JIAKTO3bI W HCXOJHOTO  pPEaKTHBa
MOHOTHpaTa JIAKTO3bl NMPOBOAMINCH C Hcoyib3oBaHueM TepMmoBecoB TG-209 Netzsch. Harpeanue
co ckopocThio 10 K/MuH B anfOoMMHHEBBIX THUIISIX 00BEMa okoso 0,25 MKII B TOKE YHCTOro aprosa 21
MJ1/MuH. 3MepeHnst mpoBOAMIHCH ¢ "0JIaHKOM" (BBIYMTAIIMCH U3MEPEHUS ITyCTOTO THUTJIS).

2.5.3. KP-cnekTpockonus

Crektpbl KP usmepsincs Ha ciekrpomerpe LabRAMHR, Horiba (Jobin Yvon), ocuamennom
MHOTOKAHABHBIM JIeTeKTOpoM. JIIs BO3OYXKIEeHHs CHEKTpa MCIOoJb30Badach NHHUA 488 HM Ar'-
nonnoro mazepa 35LAP431 “MellesGriot”, USA. Jlazepnoe wusiayueHue (HOKyCHpPOBaIOCh Ha
MOBEPXHOCTh 00pa3lia ¢ TMaMeTPOM ISITHA OKOJIO 1 MKM M MOIIHOCTHIO Ha noBepxHocTH 0.3 — 3 MBT.
PaccesHnblii cBer coOupaics oOwvekTHBOM MPlan “Olympus” ¢ 50-kpaTHbIM yBEIUYCHHEM W
aneptypoil 0.6. CHekTpel H3MEpsINCh B TEOMETPHUH OOpAaTHOTO paccesHUs C MPUMEHEHHEM
MUKPOCKOIIA JJIsi HalpaBJieHHsI BO30YKIAIOIIET0 CBeTa Ha o0paselr U cOopa pacCesHHOTO M3JIy4eHUS.
VI3MepeHHst BBITIOHSIINCH CO CIICKTPATBHBIM paspemennem B 2.0 cM ™.

2.5.4. CrxaHupywoumas 3JJeKTPOHHAsE MHKPOCKOIHS

Mopdornoruro u pa3Mepbl YacTUIl TOJXYyY4aeMbIX O00pa3loB HM3y4ald C TOMOIIBIO
CKaHMPYIOIEro 3jekTpoHHoro wmukpockona EVOMAL0 (CarlZeiss), araxxe HacTOJBHBIX
CKaHUPYIOIUX 3JEKTPOHHBIX MUKpockomoB TM-3000 u TM-1000 (Hitachi). O6pa3zen nmomemanu Ha
JIBYCTOPOHHIOIO TPOBOASIIYIO KJIEHWKYIO JIEHTY, HAaKJICEHHYI0 Ha METAJUIMYeCKUud auck. s
MOJIyYEHUs] MPOBOASILIEH MOBEPXHOCTH oOpas3la MCIONb30BaIM HambplieHHe Pt (Tommuza ciost 8-

16 um) wiu Au (tommuHa ciost 8 HM) B Bakyyme (Jeol JFC-1600 Auto Fine Coater).
2.5.5. Onpenaenenne yaeJbHON MJIOIIAAU MOBEPXHOCTH
VnaenpHas  miomiaaes  MOBEPXHOCTH  00pa3loB  Oblla  M3MepeHa MO0  HM30TepMam
copouuu/necopounu N, (ASAP-2400, Micromeritics, USA).
2.5.6. OnpenesieHne cofep:KaHUsA JEeKAPCTBEHHbIX BellecTB B (apManeBTHYECKUX
KOMIO3HIUSAX

Coz[epxcaHHe CaJ'IBGyTaMOJ'Ia B KOMIIO3UIIUAX U MTPOTOTUITAX ITOPOIIKOBBIX (I)OpM JJIA BAbIXaHUA

onpenensin Y D-ciektpodoromerpudeckn coracHo [85]. B3BemeHHbI 00paszer; pacTBOpPSUIH B
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MepHoit koioe Ha 25 mur B 0,1 N HCl. Ontrdeckyro miI0THOCTh MOJYY€HHBIX PACTBOPOB U3MEPSII HA
cnekrpodoromerpe Cary 50 (Varian) B untepBasie 200-400 HM MO WHTEHCHUBHOCTH IOJIOCHI TPHU
276 HM U pacCUMTHIBAIM KOJMYECTBO CajJbOyTaMolia 1o KaauOpoBOUHOM KpuBOi. Bee skcrepruMeHTh
MPOBOAMIIUCEH TPUAKIBI.

Copepxanne OynecoHHJa B KOMIO3ULUAX omnpeaensin Y D-crnekTpopoToMeTpuiecKu
cornacHo [86]. PacTBop cTtanmapTHOro oOpasia OyaecoHuaa TOTOBWIN, pacTBopuB 20 Mr OyaecoHu A
B pacTBopuTeNe (CMech BOAbI M ameroHuTpuia 68:32) no konmeHtpammu 100 mxr/miu. Ceputo
KaJTMOPOBOYHBIX PAaCTBOPOB C KOHLEHTpAaUUsIMH OT 7 10 18 MKI/MJ NPUTOTOBWIM M3 HCXOAHOTO
pactBopa, pa30apisisi B pactBopurese. ONTHYECKYIO JIOTHOCTh MOJYYEHHBIX PACTBOPOB MU3MEPSIIU Ha
cnekrpodoromerpe Cary50 B matepBane 200-400 HM MO MHTEHCHUBHOCTH IMOJOCHI Tpu 245 HM. B
Ka4yecTBE PAacTBOpA CPAaBHEHHs MCIOJIB30BAJIM PACTBOP TJIMIMHA B pacTBopuTteine. KamubpoBounyro
KPUBYIO CTPOMJIM B KOOPAMHATAX KOHIIEHTPAIUS PAcTBOPOB — WHTEHCHBHOCTH MoromieHus. s
omnpezeneHuss OyIeCOHHIa B KOMIIO3UIIMOHHOM OO0pa3le BBHIMOIHSUIA CIEAYIOUIYIO MPOLEAYPY.
B3Bemennsiii oOpazeln; pacTBOpsuld B MepHOM kosube Ha 25 Mia B pactBopurene. M3mepsuin
ONTUYECKYI0 IUIOTHOCTH O3TOTO pPAacTBOpa H PACCUMTHIBAIM KOJMYECTBO OyAeCOHMIA IO

KamuOpOBOYHOM KpUBOH. Bee skcriepuMeHTh TPOBOAMINCEH YETHIPEHKIbI.

2.5.7. OnpenejieHne THHAMMKH PACTBOPEHHUS

W3yuenune cpaBHHUTEIBHON NWHAMHKH PACTBOPEHHUS MPOBOIWIM B JUCTUILTUPOBAHHON BOJE.
YcnoBust pactBopenusi: ammapar — Varian 705 DS, temneparypa — 37.5°C, ckopoCTh BpalicHHS
agonactu — 100 o6/muH, o0beM cpensl pactBopeHuss — 250 mi. [locnenoBarenbHblil 0TOOp TPoO
npoBoaunu uepes 5, 10, 15, 20, 30, 45, 75, 120, 180, 240 mun 1o 5 mII, MpUYeM Takoil ke oObeM
pacTBopa 100aBISICS B CpeAy pacTBOpEHHUsS Ui coxXpaHeHus oObema. llomydeHHble mpoOBI
OXJIAKJANU TNpH KOMHATHOM Temmeparype B TedeHne 20—30 MuH, 3aTeM QUIbTpOBaAU dYepes
OyMaxHbIi QUIBTp «cUHSS JeHTa». KoauuecTBeHHBbIM aHanmu3 mnpoBogwin MerogoM Yd-
cnekTpodoroMeTpun. ONTHYECKYIO IIOTHOCTH NpoO u3Mepsnan Ha crnekrpodortomerpe Cary 50
(Varian), ocHarlleHHO#M TPOrpamMMoOii it 00pabOTKHU JTaHHbBIX, IPH JJIMHE BOJIHBI 222 HM (HOympodeH)
[87] B ktoBete ¢ TommuHON cios 10 mm. B kauecTBe pacTBOpa CpaBHEHHs Opaind TOT K€ pacTBOp,
KOTOPBII HCIOJB30BAJCS B KadyeCTBE Cpelnbl pacTBOpeHHs. [l MONydyeHHs CTaTUCTHYECKH

AOCTOBCPHBIX PE3YJILTATOB UCCIICAOBAHUC ITPOBOAWUIIN HEC MCHEC 4 pa3 ajid Kaxa0ro 06pa3ua.

2.5.8. TecTbl M0 onpeaeIeHHIO PA3PYIIAIOIIET0 YCHIUS TA0JIEeTOK

SKCHepI/IMeHTI)I oo OIMpCACIICHUIO CIIOCOOHOCTH K IMPECCOBAHUTO IMPOBOANIIN C

UCIIOIb30BaHUEM HCIbITaTebHOM Marmmuel ZWICk/RoellZ010 (MakcuManibpHOE ycwiine Ha TpaBepce
48



10 kH). Bce 3KcrepuMeHThI MPOBOJMIM C HCIOJNB30BAHUEM MPEIBAPUTEIBHOTO YIIOTHSIOMICTO
yeunust 200 H;  ckopocth mepememienusi TpaBepca 10 MM/MUH. OKCIEpUMEHTBI, KaK C
MOJUKPUCTAIUTMYECKIMH 00pa3liaMyd UCXOJIHBIX CyOCTaHIMU, Tak U C o0pa3laMu, MOJTy4YEHHBIMU B
JaHHOW paboTe, MpoBOAMIU 0€3 HCIOJIb30BaHUSA 100aBOK, OOJIErdaroluX CKoJbxkeHHue. Juametp
npecc-GpopMbl 6 MM, Macca oopasna 100+5 mr. J{nama3zoH UCIOIb30BABIINXCS YILTOTHSIOIMIUX YCHIIHMA:
100 - 300 MIlIa; B kax10ii cepuy MPOBOAUIOCH HE MeHee 5 u3mepenuii. Cpasy ke mociie BhIXOoa U3
npecc-popMbl  TabsieTKy OOECTIBUIMBANIM, B3BEUIMBAJIM Ha AaHAJIUTUYECKHX BECaxX C TOYHOCTHIO
0.0001 r; TodmMIMHY ¥ JHAMETP U3MEPSUIM C IIOMOIILI0 MHUKpOMETpa ¢ miockuMu ryokamu (Mitutoyo,
Japan) ¢ Tounocteio 0,01 MM. Cumty, HEOOXOAMMYIO JJIsi pa3pylICHHs] TaOJETKH, MOCTABICHHON Ha
pebpo, onpeaensuii cpasy ke MOoCie CHATHS pa3MepoB TAaOJIETOK C MCIIOJIb30BAaHUEM HCIBITATEIBHON
marmuabl ZWIick/RoellZ010. TIpounocts Tabnetox (MIla) paccuntsiBazoch corimacHo (opmyie [88]
Q= 2H / ndh, rne H — cuna (H), Heobxoaumast it paspyiiuenust Tabnerku, d — auamerp (mm), h —

TonuHa Tabnetku (Mm). Kasknoe 3HaueHre paccuuTaHo sl 5 U3MEpeHHIA.

2.5.9. Omnpenesienne pecniupadesibHOM ppakuuu

HccnenoBanue a3poiMHaMUYECKUX XapaKTEPUCTUK U ONpesiesieHue pecnupadbenbHol (ppakiuu
00pa3ioB MPOBOAMIA C IOMOIIbIO KacKaaHoro ummakropa Anugepcena (Westech, Awurmms) c
ucnosp3oBanueM uHraasitopa CDM Haler® mpu ckopoctu nmotoka 60 a/mun (o0bem 4 11). mmaktop
COCTOMT U3 8 KacKaJoB CO CbEMHBIMH COOMpPATENbHBIMU TapeiaKkaMu (IUIACTUHAMH) €MKOCTBIO OKOJIO
10 Mr 1 uTOrOBOM CTYNnEeHH ¢ GUIBTpoM. Kakaplii M3 Kacka0B MMEET CBOM IUANa30H OCENAIONINX Ha
HeMm vactuil: kKackang 0 9,0 - 10,0 mxm, kackax 1 5,8 - 9,0 mxm, kackax 2 4,7 - 5,8 MKkM (TOpTaHsb),
kackan 3 3,3 - 4,7 MkM (Tpaxes u riaBHble OpoHxH), Kackan 4 2,1 - 3,3 MM (BTOpHYHBIE OPOHXH),
kackan 5 1,1 - 2,1 MM (TepmuHanbHble OpoHXM), Kackan 6 0,7 - 1,1 mxMm (anbBeonsl), kackay 7 0,4 -
0,7 mMxm (anbBeossl).CTylIeHH BCTpaumBalOTCA JAPYr B JApyra M 3aKpervIsioTcs C MOMOIIbI Tpex
NPYKUHHBIX 3aKUMOB. MeXIy CTyNEeHsSMH MOMEIIEHbl pe3UHOBble Npokiaaku. Kaxmas cryneHs
MUMIIAKTOpa COJEPKUT Psifi OTBEPCTUH C TOYHBIMU pa3MEpaMH, 4epe3 KOTOpPbIE NPOXOAUT BO3NYX,
HaMpaBJIAIOMUI YacTHIIBI a3po30Jisi K MOBEPXHOCTU COOMPATENbHOW TapeiaKkd MTaHHOW CTYINEHH.
UucneHHOCTh OTBEPCTUN YBEJIIMYMBAETCS OT CTYNEHU K CTYNEHH CBEpXY BHM3, IPU STOM JHUAMETP
COOTBETCTBYIOILIUX OTBEPCTUH YyMEHbIIAeTCd B TOM >k€ HampaBieHuu. CHIDKEHUE B JIUaMeTpe
OTBEPCTUI B KaXKAOU MOCIEAYIOIIENH CTYIIEHH IPUBOJAUT K MOBBIILIEHUIO CKOPOCTH TIOTOKA, C KOTOPOI
YaCTHIIBI a3PO30JIs MPOXOIAT Yepe3 UMIAKTOp. B kaxyio cTyneHb nmomenieHa coouparoias Tapesika,
KOTOpasi KpEMuTCs Ha TPHU BBICTyNA Ha CTEHKaX CTymeHW. YacTuIpl, KOTOpble HE OBbLIM cOOpaHbl Ha
JAHHOW CTYNEHHM, MPOIyBAIOTCS MIOTOKOM BO3/lyXa B CJIEAYIONIYIO CTyleHb. HaBepxy mepBoil cTyneHnu

npeaycMoTpCHa CTajibHasA KOHy€OO6pa3Ha${ HacaJka, 06CCH6‘{I/IBaIOHIa}I COYJICHCHUC MHAYKIIHUOHHOTO
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nopta ¢ umnakrtopoM [89]. Ilocne ¢unbTpa HaXOAWTCS HACOC, CO3AAIONIUN TMOTOK, M PETYISATOP
CKOPOCTH IOTOKa.
B nannoii paboTe MIacCTUHBI U BHYTPEHHIOIO TOBEPXHOCTH | -00pa3Hoil TpyOKH cMa3bIBalIl

ruIepuHoM (puc. 2.6).

r-o6pasHan TpyGka

O
MHransTop
- f ——
nnacTuHb!
=
e ——
unbTp
L Hacoc

Puc. 16. Cxema kackaJlHOTO UMITAKTOpa AHJIepCeHa

25.9.1. Onpeaenenne pecnupadeabHoii PpaKkuy KOMIO3ULMI caabOyTaMoJia

[Mopomok acoBasicst B kancynsl Capsugel® (marepuan Hypromellose), pasmep kamcym Ne3,
50 mxr canpOyTamona/no3a, 20 103. Bee skcriepuMeHTs IPOBOAMIUCEH TPUKIBL. PacTBopuTens: Boia U
aneroHutpun 50:50. KomnuectBennsiii BOXKX-ananus3 mnpoBogwiics Npu CIAEAYIOUMX YCIOBHSIX
xpomarorpadupoBanus: kononka LiChrospher 100 RP-18. 5 mkm, 150x4 mM; moasmxHas ¢asa:
docharnsiit 0ydpep pH 3,2 / aneronutpun 68:32; ckopocTh MOTOKA MOABHKHON (a3el: 0.5 mi/MuUH;
Temneparypa koioHku 25°C, o0bem BBoaa 20 MKII; [yMHA BOJIHBI 276 HM. PecniupalenbHyto (pakiuio
paccunThIBAJIM KaKk CyMMY COJEp>KaHUM canbOyTamora Ha CTYNEHSX MMIaKTopa co 2 mo ¢uibTp (B

MMpONCHTax OT BBIHYHleHHOﬁ I[O3BI).

2.5.9.2.  Onpenejenne pecnupadesibHON Pppakunu KOMNO3UIUA OyrecoHuaa

[MTopomok (acoBasicst B kamncynsl Capsugel® (marepuan Hypromellose), pasmep kamcym Ne3,
50 mxroymeconuma/mo3a, 10 m1o3. Bee skciepuMeHTBI MPOBOIMIIMCH TPHXKIIBI. PacTBOpUTENb: BoJa U
aneronuTpuwi 70:30. KonuuectBennsli BOXKX-ananu3 mnpoBoAWiCS TpH CIHEAYIOIUX YCIOBHUAX
xpomarorpadupoBanus: kojonka Zorbax Eclipse XDB — C18, 4,6x150 mwm, 5 MkM; moaBrkHas (asa:

docharnsiit 6ydep pH 3,2/aneronutpun 68:32; Temmneparypa kononku 25°C; o6bem BBoAa 20 MKI;
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nnuHa BOJHBI 242 HM. PecnupabGenbHyio ¢Gpakiuio pacCUYUTHIBAIM KAaK CYMMY COJEp)KaHHUI

OyzaecoHHa Ha CTYIEHAX UMITAaKTOpa co 2 M0 GUIBTP (B MPOLIEHTaX OT BBITYLICHHOH 103BI).
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3. PE3YJIBTATBI U OBCYXJIEHUSA
3.1. PazpaGoTrka MeToAa moJiydyeHHs] (apMaleBTHYeCKMX KOMMNO3MLIMI  IVIMIMH-
caab0yTamo, JJaKT03a-caab0yTaMmoJl, IIMIHH-0y/1eCOHMI.

3.1.1. HccnenoBanue pazoodpazoBanus B cucreme NaCl-H,O

Ha wmonenpnoii cucteme NaCl-H,O Obutn mpoBeAcHBI HCCIEIOBAaHUS [0 ONPEACICHHIO
BO3MOXXHOCTH BJIMSIHUSI U3MEHEHHEM CKOPOCTH OXJIaXKJICHHUS Ha 0Opa3oBaHHE CTEKIOOOPa3HBIX HIIN
amophHbIX (ha3 B BBIOPAHHBIX YCIOBHSIX M, KakK CJIEICTBAE BO3MOXXHOCTH BIIMSHUS Ha pa3Mep
obpasyromuxcs yactuil. Pactsop NaCl-H,O ¢ coaepixkanue pactBopeHHoro BerectBa 12.5 macc. %
(TpaHMIIa TOJHOH THJpATallMd PAcTBOpA) 3aMOPAXUBAIHM PA3IUYHBIMU crocobamu. Bapuant A
3aKJIFOYAJICS B PACIIBUICHUH PACTBOPA B EMKOCTh C JKHJIKHM a30TOM, IIPH 3TOM CKOPOCTh OXJIAXKJICHUS
cocrassna okono 10* rpanayc/cek. Bapuant b 3axirodancst B paclibUICHUU pacTBOpPA HA TIOBEPXHOCTh
MEIHOMW TUTATHUHBI, OXJIAKICHHOW JI0 TEMIIEPaTyphl )KHIKOTO a30Ta, IMPH 3TOM JOCTHTalach CKOPOCTh
oxnaxuenus okono 10° rpaayc/cek. [lomyueHHble cMecu (a3 H3ydaid METOJOM IOPOIIKOBOM
TU(PPaKTOMETPHU C UCIOJIH30BAHUEM CHHXPOTPOHHOIrO H3inydeHus. [lomydeHHbie audpakTorpammbl

npeJcTaBieHbl Ha puc. 17. B ciydyae A Ha peHreHorpaMmax, 3anucaHHbIX 1pH -192°C npucyrcTByroT

A 3 .
-76°C I
142C Moo An S
-104°C

-167°C U\_m/\_f\_ﬁ_/\\_/\k‘_,m -122°C
MMMM use

-171°C
celaN I \ T L1
NaClZHO | I 0 I OO OO DN -193°C

——

Ice lh
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NaCl N
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5 10 15 5 1I0 1l5

20, rpaaycsl 26, rpaaycbl

NaCl

Puc. 17. Judpakrorpammsr 3amoposkeHHbIX pactBopoB NaCl-H,O, oxnaxkaeHHbIX ¢ pa3IndHOM
CKOpPOCTBIO. A — OXJIaX/IEHUE PaCIbJICHUEM B €MKOCTb C JKHJIKHM a30TOM, b — pacnblieHue Ha
MEIHYIO IJIACTUHY, OXJIAXKIECHHYIO 10 TEMIIepaTyphl JKUAKOTO a30Ta.

peduekcnl, oTHocsmuecs: kK paze NaCl-2H,0, a B ciayuae b Habmomaercs numib 2 peduekca (assl
rHJipaTta O4eHb Majoi MHTEHCHBHOCTBIO, KOTOpBIEC NMPH IMOBBIIIEHUH TEMIIEPATyphbl PACTyT, & TAKKe
TIOSIBIISIIOTCSL HOBBIE peduiekchl. B o0omx ciydasix MpH OXJIQXKIECHHH TPOUCXOANUT KPHUCTATLTU3AIIS
Jbaa, JH00 KPHCTALIM3AMS TPOUCXOIWT TPH TEMIIepaType >XUAKOrO a30Ta B KOHTEHHepe s
XpaHeHHs O00pa3lloB, YTO KpaiHE MaJoOBEpOSTHO. Takum oOpa3oM, NpU OXJXKICHUM Ha MeIHOU

mnactiHe (Woy,~10° rpajayc/c) MpoUuCXOoAUT aMopdu3aIysi PaCTBOPEHHOTO BEIIECTBA, B OTIUYHE OT
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OXJIQXKICHUS PACTIBIJICHUEM B KUJIKHK a30T. J[aHHBIN CrOCO0 MPEeArnoOYTHUTEIBHO HCIIONB30BaTh IS

TIOJTY4EHHS HOBBIX METaCTaOMIIbHBIX TOTMMOPQHBIX Moaudukanuii [90].

3.1.2. MoaenupoBanue ¢a3oBoii nuarpammsl NaCl-Boma B 001acTH HU3KHX JaBJIeHUH U

TemIeparyp.

JlaHHOE MOJICIUPOBAHUE C MCHOJIB30BAaHHEM MPOCTEHINEH CUCTEMBI, HEOOXOIUMO JUIs
HaXOXXJCHHUA BAPHMAHTOB CTPOEHUS (HA30BBIX JUArpaMM TPEXKOMIIOHEHTHBIX cucteM (JIB-

JICTKOKHIISIIAS KUJIKOCTh - BOJIA).

Cucrema NaCl-H,O npu 1 arm. mpexacraBiser co0oii OMHApPHYIO CHCTEMY C 00pa3oOBaHHEM
OJIHOTO MHKOHTPYEHTHO IUIaBSIIErocs coeAuHeHus, 6e3 moiaumopdusma (puc. 18). Ocobbie TOUKH:
Jlen+NaCl-2H,0 (-21.2°C, xonuentparmst conu (Cnacr) 23.3 %), NaCl-2H,0+ NaCl (-0.15°C, Cnac
26.3 %). U3 aToii muarpaMMmsl ClenyeT, 4TO MPU MPOBEACHUU CYOJIMMAIIMOHHON CyIIKH mpu | atm.,
HEO0OXOUMO BBIOMpaTh Temiiepatypy He Bbimie - 21.2°C, mpu KoHLEHTpauuu coiu ao 63 macc. %
(cocTaB muruapara), iHa4ye B cucteMe OyleT MpoucXoAuTh oOpasoBanue XUIKOCTH. [Ipu Cyac) Oonee
63 % mosBICHME KHUIKOCTH B CUCTeMe OyaeT Habmonathes Boiie -0.15°C. JlaHHbIe KOHIICHTpAINH B
(dapMarieBTUYeCKON IMPOMBIIUIEHHOCTH HE UCHONb3yIoT. I[Ipormecc cyOaMManmoHHOW —CYIIKH,

BO3MO>KHO, IIPOBOJIUTH MpHU OoJiee HU3KUX JaBieHusX (BuioTh Ao 100 I1a).

20 20

XWOKOCTE + neq
KUAKOCTb

o
g o- 0 U
E o
[=% (=5
2 4
E -}
If-' KMAKOCTb + gw E‘
NaCl*2H,0 N z
KUOKOCTh + o nea + NaCI*2H,0 =
20NaCl 2 L 20
NaCl + NaCl*2H,0
— T T T T~ T T T T * T T~ T T T T T °
0 10 20 30 40 50 60 70 80 90 100
NaCl, macc. %

Puc. 18. ®azosas quarpamma NaCl-H,O mpu 1 at™ [91].

W3 kmaccnyeckoro TepMOAMHAMUYECKOTO0 PACCMOTPEHMS T€TePOT€HHBIX PABHOBECHH ClEyeT,
yro Ha PT — nmarpamme Oumnaphoii cuctembl NaCl-H,O Oynyt mpucyTcTBOBaTh 2 KBaJpyIOJIbHBIE
TOYKM (HOHBapHaHTHbIE paBHOBecus, cocymiecTBoBanue 4 a3 ogHoBpeMeHHO). Coab 3TO
TPYAHOJIETYYHA KOMITOHEHT U B HOHBapMAHTHOM pPaBHOBECHUHW THIPAT, XKHUIKOCTb, JISA W Tap; JeI U

nap MMEIT OJWHAaKOBbIA coctaB — cuHryaspHbl, NaCl u skwmakocte (pactBop NaCl B Bome) —
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UHAUPHEPEHTHBI, T.€. K3MEHEHHE KOHILIEHTPAIUU COJIU B KUIKOCTU HE BIUSET Ha cOCTaB napa. Takum
00pa3oMm, X0/ KpUBOH CyOIMMAaIINK JIbJa B OJJHOKOMITOHEHTHOU cUCTEME Oy/IeT COBMAAaTh C KPUBBIMU
paBHOBeCUsI JIE-THUApPAT-TA3 M JIEI-KUAKOCTh-Ta3, YTO MPUBEAET K BhIpaxaeHUI0O Ha PX u Tx

MPOEKIIUAX U Ha COOTBETCTBYIOIIMX ceueHUsiX [37]. Bee BblllieckazaHHOE MPEACTaBICHO Ha puc. 19.

Ha puc. 20 mpeacraBineHbl xapakrtepHbie Tx-cedenuss Omnapuoii cuctembl NaCl-H,O mpu
nasneHusx Pi, P, u P3 (B3aumHoe pacnonokeHue ykazaHo Ha puc. 19). M3 npencraBieHHBIX ceUeHUN
BUJTHO, YTO MPH JABJICHUU Pj 1a)ke mpH BHICOKUX TeMIIepaTypax He OyAeT MPOUCXOAUTh 00pa30BaHus
KUJKOCTH, HO P; oueHb HHU3KOE NaBieHUE U OyJeT MPaKTUYSCKU HE BO3ZMOKHO MPOBOJUTH IIPH ITOM
nasienuu nporecc. [Ipu P3 sxunkocts OyneT mosiBisThCs pasblie yem npu Py CremyeT mpoBOAUTH
CyOIMMAalMOHHYIO CYIIKY MTPH JIaBJICHUX, PACTIONIOKEHHBIX MEXAY IBYMS KBaIPYMOJIbHBIMU TOYKAMU

(3BTEKTHUKOM (J1e], ra3, KUJAKOCTh, TUAPAT ) U NEPETEKTUKON (TUIpAT, Ta3, KUAKOCTb, COJIb))

Kr.0 ¢

TH2

A - nen P
g - ras

N - NaCl*2H20

B - NaCl

Puc. 19. PT auarpamma 6unapuoii cucremsr NaCl-H,O u Px, Tx mpoekiuu, Thpo-TpoiiHas Touka

BOJIbI, Ky2o-KpUTHYECKasi TOUKA BOJIBI.
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Puc. 20. Tx ceuenust ounapuoit cucrembl NaCl-H,O, o6o3nauenus das: A-nex, N-NaCl*2H,0,

g-ras, l-xuaxocts, B-NaCl.

3.1.3. HccaenoBanue ¢paszoodpazoBanusi B cucreMe mojaeabHoe JIB-TT'®-Boaa

Ha puc. 21 mnpencraBieHbl MOPOIIKOBbIE AM(paKTOrpaMMbl 3aMOPOXKEHHOTO pacTBOpa
mozaensHOro JIB, mapauneramona, B pactBope TI'®@ —Boma cocraBa ruapata NpH  Pa3IudHBIX
temneparypax. Ha mudpakrorpammax B TemmepaTypHoM uHTepBaie or -196°C no -60°C He
HaOJro1aeTcsl MOsABICHUS pPedIIeKCOB, OTHOCSIIMXCS K MapaneraMmolly (HM K MOHOKJIMHHOMY, HM K
poMOMUYECKOMY), a TaKKe Mapareramoi-coaepxammx (a3 (Tpuruipara napaneramonia u ap.). Ha
OCHOBAaHUHU JAHHOTO JSKCIEPUMEHTAa MOXHO MPEINOJIOKUTh MEXaHM3M 3aMep3aHMsl Karelb B
paccMaTpuBaeMbIX CUCTeMax. BceiencTBue pas3iMuyHONM XMMHUYECKON NPUPOABI U KPUCTAJUIMYECKOU
CTPYKTYpbI (a3, 0oOpa30BaBIIMXCS MPH MCIIOJIB30BAaHUM JTAHHOTO Croco0a OXJIaKACHUS HCXOAHOTO
pactBopa (ruapart KC Il TT®: Fd3m, nex Ih: P6s/mmc, napaueramon: P2,/n,), 00pa3oBaHHe CKOJIBKO-
HHOY/Ib POTSDKEHHO 00J1aCTH TOMOT€HHOCTH B mojcuctemax «ien Ih - mapaneramon» u «rugpar KC
Il TT'® — mapareTamoinn» mpecTaBiIseTCS KpaitHe ManoBeposTHRIM. [locne pacniblieHus pacTBOpa B
KUJAKUN a30T BO3HMKAIOT KallsId CUJIBHO MEpPeoXJIaKJE€HHOW TOMOTE€HHOW >KHUIKOCTH, B KOTOPBIX
IPOMCXOIUT ObICTpast KpucTajuM3auus a3 Tuapara U JbJaa. 3apoAslin (as3pl mapaneramona He
yCIIeBaloT 00pa30BaThCs, MO0 BCEH BEPOSTHOCTH, U3-32 MEHbBILEH CKOPOCTH 3apoJIblle00pa3oBaHus U
MEHbBIIIeH KOHIEHTpAlMU IapaleraMmosia B pacTBope. B urore, mpoucxoauT BeITECHEHUE aMOp(HON
¢da3pl mapareramosa B IMPOCTPAHCTBO MEXY OOpa30BaBIIMMHUCA KpUCTALIUTaMH. TakuMm o0pasom,
NOJyJaloluecss MpHU yJaJIeHUH pacTBOpuTeNed cyOnuManueil u3 3aMep3lIuX Kamellb axXypHas
CTPYKTYpa mapareramosa npeJCcTaBisaioT co00il 00beMHYI0 TpaHHIly pa3jena MeXIy KpUCTAITUTaMU

(pa3mepamu 10 5 MKM.) KJ1aTpatHoro ruapata u jbaa Ih [92, 93].
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-60°C

-82°C

-110°C |

-152°C

-178°C

-196°C aen lh Ll [ |

20, rpagychl
Puc. 21. TlopomkoBeie AUQPPaKTOrpaMMBI 3aMOPOKEHHOTO pacTtBopa mapaneramon (10

macc. %)-TI'® (21.9 macc. %)-Boaa npu pas3IMYHBIX TEMIIEpaTypax u aTMOC(HEPHOM JaBICHUH

[94].

3.1.4. Onpenenenune TeMIepaTypPHbIX peXuMoB CYLIKH s CO3/1aHUA

BbICOKOIMCIIEPCHBIX KOMIIO3MIMI cajibOyTaMoJia u Oy/1ecoHuaa.

[Ipenaparsl Ha OCHOBe canp0OyTamosia ¥ OyJE€COHMIA WCIOJIB3YIOT B TEpamuu
OoponxuanbHoil actMbl 1 XOBJI. Cybctanuuu stux JIB o06ianaroT HU3KOH pacTBOPUMOCTBHIO B
BOJE M HU3KOM CMauymBaeMmocThbio. VX MUKpPOHH3MPOBaHHBIE CYOCTaHIIMM 00Ja1aloT OOJBLION
TeHaeHMend K arperauuu. CambOyramon M OyA€COHM] pacTBOPUMBI B OOJIBIIMHCTBE OPraHUYECKUX
pacTBopuTeNIel U 3TUIOBOM cnupre. B kauecTBe HarosHUTENs] ObUIM BBIOPAHBI JIAKTO3a, KaK CaMbli
HOMYJISIPHBIM HANIOJHUTENb B CYXMX MOPOILIKOBBIX MHTAIATOpaX, U TJIMIUH — IMIMPOKO MCIOJIb3YEMbIN
HU3KOMOJIEKYJISIpHBI ~ HAMOJHUTENh B (DapMaleBTUUECKUX  KOMIO3MLUAX,  MOTYy4aeMbIX
cyOnuManMoHHON cymkoi. PacTBop s monydeHus QapMaleBTUYECKHX KOMITO3UIMKA BBIOpaiH,
ONMpasich Ha MPEIbIAYIIHE UCCIIe0oBaHus Ha MozensHoM JIB — mapaneramone [95]. B atoit pabore
OBLIIO MOKa3aHO, YTO UCHOJb30BaHuE cucTeMmbl TI'D-Boaa mpeAnoyYTUTENbHEE CUCTEMBI alleTOH-BOAA
6nmaromapst HeckosibkuM npuurHaM. Knarparueiid rugpat TT'®-17H,0 nnaButcss KOHrpyeHTHO mpH 1
aTM, B OTJIMYHME OT rujapara aneroHa (puc. 10), mocie OBICTPOro OXJaXkIeHUS B CUCTEME alleTOH-BO/a
HE MPOMCXOJUT MOJHOTO 00pa30BaHUs TUAPATa U OCTACTCS HE MPOpEearupoBaBIINI TBEpP/bIi alleTOH,
TeMIlepaTypa TUIaBJICHHS, KOTOPOro cocTaBisieT okoio -94°C (cm. Tabmuity 2). YnuenbHas miiomaasb

IMMOBCPXHOCTHU 06pa3I_IOB ImapancTamMoJia, MOJIY4YCHHBIX U3 PaCTBOPOB TF(I)-BOI[S., ObllIa Ha HECKOJIbKO
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MOPSIKOB BBIIIE, YEM Yy IOPOIIKOB, MOJYYEHHBIX M3 PAcTBOPOB alleTOH-Boja. BepositHee Bcero B

CUCTCMC allCTOH-BOda ITPOUCXOJUIIO IIJIABJICHHUEC TBECPAOTO all€TOHA.

Pe3y.]'IBTaTbI I[I/I(bpaKL[I/IOHHOI‘O HCCIICAOBaHMA IMPOLECCCOB, IMPOUCXOAAINHNUX IIPU OTKUIC
3aMOpPOKEHHOTO pacTBOpa TiUIKHA B cMmemanHoM pactBopurene TI'®-oma (~ 20 macc. % TI'D),
Npe/ICTaBJICHBI B TAOIUIIE 6.

Ta6muma 6. ®a3bl, HaxoAsIMKecs B cucTeMe TIuuH-TI'®-Boia pu pa3IMYHbBIX TeMIIepaTypax

TemneparypHsbiii | [laBnenue CocymectByromue (hasbl Kommenrtapuu / HTepripeTanus
UHTEpBaJ
-120 - -65°C | atmocdepuoe | T'mapar KC-Il1 TTD + Kpucrannuueckue ¢assl,
aex |h 00pasoBaBIIMecs Ipu ObBICTPOM

OXJIAXJIeHUHU pacTBopa rimuuuH-TI'd

-BOJIA.
-60 - -50°C armocdeproe | I['mapar KC-Il1 TT D+ [Tpu oxure amopdHoit hazbr
nen Ih + X-runun TIIMIHA, 00pa3yroIencs pu

OBICTPOM OXJIAXKACHUU PACTBOPA,
o0Opa3yeTcs HU3KOTeMIIepaTypHast

¢aza raunuHa.

-40 - -10°C armocdeproe | T['mapar KC-Il1 TT D+ Tpancdopmanust X-rimnuHa B
aen Ih + f-runus [-THAUIIH.
-5°C 10TIa [-TauiuH Nmuranus nporecca

CyOJIMMaIIMOHHOM CYIIIKH B KaMepe

JdpaKkToMeTpa.

I'uapar KC-11 TT'® + nen I1h ynanens

cyOnumanuen.

Pesynbrar JICK skcniepuMeHTOB moKa3bIBaeT (puc. 22), 4To mociie ObICTPOro OXJIaKICHHS B
cucteMbl TUIUH-TT'®-Bojia, TIAMIKMH HAXOIUTCS B CTEKJIO00Pa3HOM COCTOSTHHUM, a 3aTeM okojio -50°C

KpUCTAIUIN3YCTCA B HCU3BCCTHYIO (1)8.3}/ I'JIMIHa, a 3aTCM B ﬂ-FJ’II/IHI/IH. 9T0 NMOATBCPIKAACT JaHHBIC

PDA.
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Puc. 22. Kpuas JICK, nonydyeHHas i1 3aMOPOKEHHOTO pacTBopa muiuH-T1'®d-Boja.

Takum o0pa3om, U3 pe3yJbTATOB NMPOBEAEHHBIX MPeABAPUTEIbHBIX IKCIIEPUMEHTOB U aHAIU3A

JUTEPATYyPHI CJIeayeT:

1. JlumuTHpyomen cTaauei CylKd CTaHOBUTCS ynaajieHue kinarpatHoro ruapata KC-1I TT'® u
abaa Ih mpu Temneparypax HUXe TeMIIEpaTyphl IUIABJICHHS 9BTCKTUKHU B MMOJICHCTEME [f-TJIMIIMH — BOJA
( - 3.6°C) [96], uro Hmke TemmepaTyphl JUMHUTHPYIOLIEH CTAJUU CYLIKH OIpeJeleHHON Kak
TeMIeparypa IiaBiaeHus 3BTeKTuKH (~ - 1.4°C) B mojcucTeMe «KIaTpaTHbIH rugpar — soaa (eq 1h)y,
0e3 ydera BIUSHUS PaCTBOPEHHOTO BellecTBa (YBEIMUEHUS KOMIIOHEHTHOCTH cucTembl). Kpome Toro,
IIOCKOJIbKY B pabote [97] Temmeparypa IjaBi€HMs] 3BTEKTHKM B CHUCTEME TIJIMIMH — BoJa ObLia
ompenenena kak -4.7°C, 6e3 ykazaHMs KOHKPETHOH NOJMMOP(HOH MOIM(UKALMU TIIMIUHA
(BO3MOMHO, CMeCh MOJUMOP(HBIX MoAM(MKAIMIA), MBI OIpenenseM Temmeparypy -5°C  kak
JUMUTHUPYIOILYIO JJs1 OCHOBHOM CTaJuWu CYyHKH (B cllyyae BO3MOXHOIO 0OOpa30BaHUS CMecU
NOJUMOP(HBIX MOAU(PHUKAIUN NPU OXJIAXKIECHUU PACTBOPA/OTKUIE MOJYYAIOLIEHCs CMECH TBEpPIBIX
daz).

2. OntuManbHbI I JTaHHOTO METOJAa [MANa30H KOHIEHTPALMil HMCHOJIb3yEMOIo pacTBOpa
TI'®d-Boga — ot 5 go 25 macc. % TI'®. Ilpu Menbmiem coaepxanun TI'® nmpousoiieT CHUXKEHUE
pactBopumoctH JIB B ucnonb3yeMoM pacTBope (pacCTBOPUMOCTh HE OyJIE€T CYIIECTBEHHO OTINYAThCS
OT pacTBOPUMOCTH B BOJIE) M Hcmosb3oBaHue 1o0aBku TI'® He Oyner ompasnano. [Ipu Oonbiem
coaepxanun TT'® B ucnonb3yembIX pacTBOpax, NpHU OXJAXKICHUU C HCIOJIb30BAaHUEM YKa3aHHOTO
croco6a, MPOU30UIET cMeleHre (PUTypaTUBHON TOUKU CHCTEMBI B TIOJICUCTEMY «KJIATPATHBIN TUIpAT-
TIr'®», rie yxe npu -109°C npousoiier mosBIeHHe HEKOTOPHIX KOMHYECTB KMUAKOH (asbl (pacTBOp

Bozbl B TT'®), uTO NpuBEnET K paCTBOPEHHUIO U TIOCIEayIoNIeH kpructaum3anuu JIB u, kak crneacTeue,
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HEBO3MOKHOCTH KOHTPOJUPYEMOTO MOIYYEHHs] KOMIIO3ULIUNA ¢ TpeOyeMbIMU CBOMCTBaMH (B MEPBYIO
ouepellb, pa3Mep YacTHll, yAelbHas IIOMIAlb TOBEPXHOCTH).

3. OnTuMaNbHBIN 711 JAHHOTO METO/Ia IMAana3oH KoHIeHTpanui JIB B pabodeM pacTBope — 110 ~
90% oOT pacTBOPUMOCTH NpPU KOMHATHOM TemIiepaType, BCIEACTBUE CIEAYIOIIUX MPUYUH: a)
CIOHOCTH  pabOThl €  HACBHIIEHHBIMU  PAacTBOpamH,  OOYCJIOBICHHOW  BO3MOXKHOCTBIO
HEKOHTPOJIUPYEMOH KpPUCTAUTU3AMKA TpU HEOOJBIIOM HW3MEHEHHWW BHEIIHUX YCIOBUH; 0) mpu
pacibUIEHUH MPOUCXOJUT UCIapeHue HEeKoToporo kosmuectsa TI'®D, BciaeacTBUE YET0 yMEHBIIACTCS
pactBopuMocTh JIB B ucxomHom pacteope [93].

4, OnTuManbHBI  JUISI  CO3JaHWSA  KOMIIO3WIIMKA  JIMAMa30H  COOTHONICHWH  (Macc.)
canpOoyTamo:ruuuH - ot 1:50 nmo 1:1 oOycioBiieH cieAyromuM (aHAJOTUYHO JJIsi MOHOTHpaTa
nakTo3sl). [Ipu cooTHomeHNH canbOyramoi:rMiuH MeHee 1:50 CHIbHO BO3pacTaeT 00beM HABECKU
KOMIIO3UIINH, COJAEpKalllell TepameBTHYECKylo 103y canbOyramona (50-100 Mkr), uto caemaer
HEBO3MOKHBIM 3aIOJIHEHUE KaTCy JJi KarCyIbHbIX MOPOUIKOBBIX UHTAIATOPOB (pazmep Ne3, o6bem
0,3 mur) 6e3 TOTOTHUTEIHLHOTO YIUIOTHEHHSI IIOPOIIKA ¥ HE OYET ONPaBIaHO SKOHOMHYCCKH.

[Tpu cooTHOMIEHNN cambOyTaMOJ:TIIUIIMH Oosiee 1:1, pa3oBas mo3a camp0yTraMolia OyaeT colepKaThCs
B HaBecke kommo3unuu maccoi menee 0,1-0,2 Mr; MakcuMalibHOE KOJMYECTBO CYXHX BEIIECTB OyaeT
JUMHUTHPOBATHCS PACTBOPUMOCTBIO canbOyTamosna u Oyaer MeHee S0Mr/r pactBoputens. Takum
oOpa3oMm, J00aBKka B KadyeCTBE BEIICCTBA-HOCHTENS TJIMIMHA JUIS CO3JIaHUS KOMITO3UIIUU U
NpUMEHEeHHEe JJAHHOTO MeToj1a He OyneT onpaBnaHo. B takom cioydae, 6osiee 3pPeKTHBHBIM CIIOCOO0OM
CO3aHMsI KOMIIO3HIIMK JaHHOTO TUMa OyJeT MPUMEHEHHE METO/a PaCHbUIUTENBHON CYIIKH BOJHBIX
pPacTBOPOB € UCIIONB30BaHUEM Cyib(aTa caapr0yTamora.

S. OpueHTUPOBOYHBIE JaHHBIE MO COJAEPKAHUIO OyIeCOHHIAa B Pa30BBIX J03aX KOMITO3MIIHM,
KOTOpPBI€ KCIOJB30BAIUCH JJIsI pacdyera HEOOXOJMMBIX KOHIICHTpAalMi OyaecoHuAa W TIUIMHA B
cmemanHoM pactBopurene TI'd-Bona (20-25 macc. % TI'®), npusenens! B Tadbnune 7. CooTHOLIEHNHE
OyJIECOHU:TIIMIIMH B KOMIIO3HMIIMM M, CIIEJJOBATE€IbHO, IMANa30H HCIOIb3YEMBIX KOHIIEHTpalun
[VIMLIMHA B KCIIOJIb3yeMOM cMmemaHHoM pacTtBoputene TI'®-Boma (20-25 macc. % TI'®) BuiOupanu
TakuM o0pa3oM, YTOOBI coJepkaHue OyAeCOHHMIAa B OAHOW /103€ KOMIO3UIMHU (5 Mr aubo 2.5 Mr B
Kafcyne i UWHTalsSTOPOB CYXOro TOpOIIKAa) HAXOAWJIOCh B JUANa30HE HCIOJIb3yeMbIX
TepaneBTHYecKux 103 (or 25 Mkr B Swmr go 450 Mxr B 5 wmr). Takum o00pa3oM, MOCKOIBKY
MaKCHUMaJIbHOE KOJIMYECTBO CYyXUX BelIecTB (OyIeCOHU M TIUIMH) JIUMHTHPYETCS PACTBOPUMOCTHIO
OynecoHuza B UCHOJIB3yeMOM cMmemmanHoM pactBopurtene TI'd-oga (20-25 macc. % TI' D), To mns
KOMIO3UIIMI ¢ coaepxkaHueMm OyaecoHuga 2 macc. % W MeHee IelecooOpa3HO HCIOJIb30BaTh
KOHIIEHTpAIWIO MHirHa 50 MI/T CMEIIaHHOTO PacTBOPUTENS (MPU ATOM KOHIIEHTpanus OynecoHuaa
MokeT BapbupoBatbcs oT 0,25 mo 0,9 wmr/r pacrtBoputens). s co3maHusi KOMIO3UIIUH C

coaepxanueM Oyneconuaa ot 2 10 10 macc.% HeEoOX0AMMO CHUXATh KOHIEHTpAIUIO TJIMIHUHA (710 8
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MT/T PacTBOPUTENS) TPU HCIOJIH30BAHUM MAKCUMAIBbHO BO3MOXKHOHM KOHIIEHTpAIMH OyIecOHWIa B
pactBope (0,9 mr/r pactBopurens). CHUXKEHHE OIHOBPEMEHHO KOHIIGHTpaIuu OynecoHuaa (oT
MaKCHMaJdbHO BO3MOXXKHOH) W TIUIMHA [UIS CO3JaHUsl (papMaleBTUYCCKOW KOMITO3UIUU C
conepkanueM Oyaeconuaa ot 2 1010 macc.% 3KkoHOMHUYECKH HelenecooOpa3Ho.

Tabmuna 7. Conepkanue OynecOHUIA B Pa3OBBIX J033aX KOMIIO3UIMA B CMEIIAHHOM PacTBOPHUTEIE

TI'®-Boga (20-25 macc. % TI' D)

Jlo3upoBka (mxr | Coneprkanue CooTHollIeHHEe KOMIIOHEHTOB B pacTBOpE
Oymeconnga B go3e | Oyaeconuna, Macc. % | bymeconun I'munun
KOMITO3HITIH)

100 Mkr B 5 mMr ~2 20 mr 1000 mr

50 MkT B 2,5 MT ~2

25 MKT' B 5 MT 0,5 5wMr 1000 mr

450 MKT B 5 MT ~10 20 mr 200 mr

225 MKT B 2,5 MT ~10 20 Mr 200 mr

3.2. UccaenoBanue (PU3HKO-XUMHYECKHUX CBOHCTB ¢apManeBTHUYECKHX KOMIIO3UIIHIA,

CoepKAIHUX CATbOYTaAMOJI UM OYy/1eCOHU

Copepxanne canbOyTamosa B KOMIIO3MIIUAX, ompeneneHHoe YD-crnekTpodoToMeTpuieckH,
COCTABJISICT: KOMITO3UIUSI C HU3KHM coJepkaHueM caibOyramodna: 2,2+0,1 macc. %, koMno3umus ¢
MaKCUMaJIbHBIM cojJiepkaHueM canbOyramona: 17,6+1,7 macc. %, B KOMIO3UIMU CalbOyTamod-
nakro3a: 16,8+0,5 macc. %. Coaeprxanue OynecoHH1a B KOMITO3UIUSAX OyA€COHUI-TJIMIIMH COCTaBHIIO:

0,5+0,2 macc. %, 1,9+0,2 macc. % u 9,7+0,2 macc. %,
3.2.1. IlopomxkoBasi 1uppaKTOMeTpHUs

JudpakiimoHHbIe MCCIEOBAHUS TTOKA3alH, YTO BO BCEX MOJIYYEHHBIX 0Opas3lax IHMIuH (BO
BCEX THIMAaX KOMIO3MLIMH M TMOJYYEHHbIH B HWHIMBUIYAJIbHOM COCTOSHUU B T€X € YCIOBHSX)
IPUCYTCTBYET B BUje f-Monudukanuu (P21, [81]) 6e3 npumecu apyrux noJuMophHbIX MoaAnU(UKaui
(Puc. 22, Puc. 23). OrcyTrcTBHE Ha MOPOLIKOBBIX TU(pakTOorpaMmax oOpa3loB KOMIIO3UIIMNA HMHBIX
pednekcoB (oTBeuaromux ¢azam caapbOyTamosa Jubo OyaecoHuaa), KpOME COOTBETCTBYIOIIUX (haze
B-TMIMHA, TOBOPHT 00 OTCYTCTBUHM HHBIX KPUCTALTHUECKHX (a3 B Kommnozumusax [98]. OrcyrcrBue
CHCTEMAaTHYEeCKOro CIBUTa pediiekcoB B 00JacTh MalbIX YIJIOB MCKIIOYaeT BO3MOXKHOCTh
00pa3zoBaHMsl TBEPJABIX PACTBOPOB caimhOyTamosa b0 OyaecoHHa Ha OCHOBe B-TnunmHa. YHCTHIN
[-TIUIAH MeTacTaOWJIeH U B TIPUCYTCTBUH B BO3/IyX€ BJIary JIETKO MEPEXOANT B a-popmy [99], ogHako

B COCTaB€ KOMIIO3HUTOB C CaJ'IB6y'TaMOJ'IOM OH COXPAaHACTCA HCOIIPEACICHHO O0JII0C BPpCMH.

60



OO6pa3ibl JaKTO3bl U CAIbOYTaMOJI-JIaKTO3a MPEACTABIISIOT co00i amop(dHBIE BEIecTBa, 4YTO

NPOSIBIISIETCS B BUJIE rayio Ha AudpakTorpammax (puc. 24).
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Puc. 12. TlopomkoBsie JUGPAKTOrPaAMMBI 00Pa3IOB CAIbOYTaMOI-TITHIIHH
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Puc. 23. TlopouikoBbie AUPPAKTOrPaMMbI UCXOIHBIX CYOCTAHIIMIA U MOJYYEHHBIX 00pa3IoB, a —
MOJUKPUCTAIUTMYCSCKHUI 00pasen Oyaeconu1a; b — monmukpucramindeckuii 0opaser; KiCX0HOTO 0.

TJIMIWHA, ¢ - TTIMOWH, ITIOTYYECHHOI'O B TEX XKE YCIIOBHUAX, YTO U d, d-— 6YJICCOHI/I)I-FJ'II/IIII/IH
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Puc. 24. TlopomkoBbie audpakTorpaMmMbl 0OOpa3IOB: 0-JIAKTO3bI MOHOTHJpaTa (MCXOJIHOU

CY6CTaHI_[I/II/I), JIaKTO3bI U CaJ'IL6YTaMOJI'J'IaKTO3a, MOJIYYCHHBIX B JTaHHOM pa60Te.

3.2.2. Cnekrpockonus KP

Crnektpel-KP kaxgoro u3 WHANBUAYAIbHBIX BEIIECTB — KOMIIOHEHTOB KOMOIIO3UIUH, T.€.
canbOyTamona (MepeKpUcTalIn30BaHHbIN U3 3TaHOJa UCXOAHBIN peakTUB) U f-TIUIMHA (TTOTy4EHHBIH
B TEX )K€ YCJIOBHUAX, YTO M BBIIICYKa3aHHBIE KOMITO3UIIMH) COACPHKAT y3KHe KojeOaTeIbHbIE IMHIH KaK
B 00JIaCTH MEXMOJIEKYJISpHBIX (Kpuctamundeckux) (50-200 CM'l), TaKk ¥ BHYTPUMOJIEKYJISIPHBIX
konme6anuit (Bbime 200 cm™) (Puc. 25). B Clly4ae KOMIIO3HIIMU C COAEpkKaHUEeM calbOyTamona 2 macc.
% B CrieKTpe MUKOB, OTHOCAIINXCSA K KOJEOaHUSIM MOJIEKYIbI canbOyTamona He oOHapyxeHo. Huskue
WHTEHCUBHOCTU KOJI€OaHMM MOJIEKYN calbOyTamolia (HIKe Tpeesia OOHapy»XEeHHUs) SBISIOTCS
CJIEICTBUEM CIIEAYIOIIUX IPUYHH:

1. Huskoe conepxanue canp0yramona B komno3uuu (1 monekyna cansOyramona Ha 160
Monekyn (80 aieMeHTapHbIX sYeeK) S-TIUINHA)

2. Huskasi HACHITHAS TIOTHOCTH JAHHOM KoMmosurmu (~ 0.03 r/cm®)

3. @oKycHUpOBKa Ja3epHOr0 HM3JIy4YEHHs] Ha MOBEPXHOCTH oOpasla ¢ AMAMETPOM IsTHa
0KOJIO 1 MKM.

Ha cnextpax KP xommoszuninu canpbyramodn (17 macc. %)-raumuH (1 Monekyna canp0yramornna
Ha 16 (8 hmeMeHTapHBIX SYEEK) MOJIEKYN S-TIIMIMHA) HaOII0JAI0TCS MUPOKUE TTUKHA, OTHOCSIINUECS K
BHYTPUMOJIEKYJISIPHBIM Kosie0aHUsIM canbOyTramosnna. OTCyTCTBHE JIMHUN Ha CIIEKTPaX, OTHOCSIIUXCS K

00J1aCTH MEXKMOJICKYJSIPHBIX KOJeOaHWi, yKa3bIBalOT Ha TO, YTO COOCTBEHHOW KPHUCTALTUYECKOMN
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pEIIETKH MOJEKYIbl caibOyTamonia He o0pasyror. He mNpoucXoauT cMemieHUs TOJ0KCHHS
KOJIeOATEIbHBIX MOJl MOJEKYNbl TJIMIHMHA B (PapMaleBTUYECKUX KOMIIO3MIIHX, CIEA0BAaTEIbHO,
XUMHUYECKOTO B3aWMOJICHCTBUS MEX]y TJIMIMHOM U CaJb0yTamMoOJOM IPH KOMHATHOM TeMIiepaType
uer [98].

[TonoOHas kapTuHa HaOMOAAaETCA B Cilydae KoMmo3unuid oyneconua (2 macc.%) raunun. U3
criektpoB KP BumHo (Puc. 26), 4ro kaxmpoe u3 MHAUBUAYATbHBIX BEIIECTB, T.€. [-TIUINH, OyIeCOHU/T
XapaKTEePU3yITCAd KPUCTAUIMYECKUM COCTOSIHHEM, BBIPAXKAIOIIMMCS HAJUYUMEM B CHEKTpax Y3KHUX
KOJIeOATENbHBIX JTMHUN KaK B OOJIACTH MEXMOJEKYISIPHBIX (Kpuctasumyeckux) (50-200 cM™), TaK u
BHYTPHMOJICKYJISIPHBIX Kojiebanuit (Boime 200 CM'l). B criekTpax KoMIo3uIuii TOJIBKO KOJIeOaTeIbHbIC
MOJIBI [S-TIUIMHA OCTAIOTCS B BHJE Y3KHX JMHHUM, COXpaHssl TMPU 3TOM HEU3MEHHOHW o00JacThb
KPUCTAJUTMYECKUX KojeOanuil. Moapl BHYTPUMOJICKYJIIPHBIX KOJeOaHUi OynecoHua HaOI0Iat0TCs
KaK OYE€Hb IIMPOKHUE TIOJOCHI MajOl HWHTEHCHBHOCTH, a MOJbl KPUCTAUIMUYECKUX KOJIcOaHMI

OTCYTCTBYIOT (HIKE TIpejiesia OOHapyKeHUS).
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Puc. 25. Cnextpst KP 00pa3moB: a - canp0yTramos, NepeKpUCTALUTN30BaHbIA M3 STUIOBOTO
cnupta, b — kommosunus cansoyramon (18 mace %) TMIKH, C — KOMITO3UIHS caabOyTamon (2
macc. %) raunuH, d - S-TIUIKH, TOJYYeHHBIH B qaHHO#M pabote. Illkana cieBa 3aaeT TOJBKO

macrrao.
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Puc. 26. Cnextpet KP a — ToBapHbIii peakTHB OymecoHuma;, b — oOpasen [S-riuimHa,

MIOJTYYEHHOTO B TE€X XK€ YCIOBHUSX, YTO U BHIIICyKa3aHHbIE (apMaIleBTUYECKIE KOMITO3UIINHU; C —
Oy1IeCOHUI-TIUIINH

Crektpsl KP o6pa3iioB campOyramona (a) u jakrto3sl (d) XapakTepusylOT HX Kak XOpOIIO
oKpucTauin3oBaHHble coenuHenus (Puc. 27). CoekTpsl oOpa3loB JakTo3bl (¢) U canbOyTamon-
71akto3bl (D), TONYyYEHHBIX B JAHHOW pPabOTE, COCTOST W3 HIMPOKUX TIOJIOC, XapaKTePHBIX IS
aMOp(HBIX COEIUHEHHH (C OTCYTCTBHEM JajbHero mnopsjika). CHIbHOE YIIMpPEHHE IOJIOC Kak B
obnactu kpuctamuyeckux Mo (50-200 em), Tak u B obnacti BamentHsix C-H kone6Ganmii (2800-
3000 cv™), cBHmeTenbCTBYET 06 aMOp(H3AIME M OTCYTCTBHH OJIHKHEro MOpsAKa. B BHIOPAHHBIX
YCJIOBHSIX TIOYYEHUSI KOMITO3UIIMU «CaTh0yTaMOJ-IaKT03ay, cCalbOyTaMosl He 00pazyeT COOCTBEHHYIO
KpucTauinueckyio ¢asy (b); makTo3a Takke He o00pa3yeT NOJHUKPUCIHYECKYI0 (asy HH B
WHMBUIYaIbHOM COCTOSIHUM (c), HM B kommo3uiuu (D). OTHOCHTENBEHO BBICOKOE COACPIKAHHE
canpOyTamMona B KOMIO3MIMHU (Ha 1 MoJiekyny canbOyTamosia NpuxoanuTest ~3,4 MOJIEKyJIbl JIAKTO3bI),
U OTCYTCTBHE IPHU3HAKOB 00pa3oBaHUE KPUCTALIMYECKOM (pa3bl XOTsI Obl OJHMM M3 KOMIIOHEHTOB
CBUJICTEIILCTBYET O TOM, YTO B TIIOJIYY€HHOH KOMIIO3UIMU MOJEKYJIbl OOOWX KOMIIOHEHTOB

pacnpeaci€cHbl paBHOMCPHO.
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Puc. 27. Cnextpst KP o00pa3iioB: ¢ — mNONMHKpHUCTAUNIMYSCKU o0Opasen canp0yTamorna,

NPUTOTOBJICHHBIN TMEepeKpUCTAUIN3aeld U3 3TaHona; D — dapmaiieBTHUECKass KOMITO3HIIUS
calp0yTaMoN-JlakTo3a;, C — oOpasel JIaKTO3bl, IOJYYCHHOW B TEX JKe YCIOBHUsX; O—

MOJIMKPUCTAIUITMYECKH 00pa3er] MOHOTH IpaTa JaKTO3bl (MCXOAHAs CyOCTaHITHS)

3.2.3. JCK u TT'-ucciienoBanus

B cnyuae ¢usnueckoil cmecu ucxonHbli canbOyTamon (17 mace. %) — B-riunuH, Ha KPUBBIX
JCK (Puc. 28) nabnrogaercs MUK IJIaBJIECHUS, YTO CBUAETEILCTBYET O HAJUYUU KPUCTAIIIMYECKON
¢a3el canpOyTaMona, a B ciaydae KOMIO3UIMU caiabOyTamon (17 macc.%)-TIuIMH MUK IUIaBJICHUs Kak
TAaKOBOW yke He mnpocmarpuBaercs. llpm nmpubimxeHHH K TeMIepaType IUIaBIEHUS MAacCHBHOIO
canpoyramona (159.4°C) B srom 00pasiie MPOUCXOAAT KaKHUE-TO TPOILECCHI, COMPOBOXKIAIOIINECS
MOCJIEI0BATENbHOCTRIO 3K30- U 3HI03(dexToB. CymmapHbIil TemnoBoil 3¢(deKT 3TUX MHpoIEecCcOB
OMM30K K HYNTIO M JOCTOBEPHO BO MHOI'O pa3 MeEHbIE 3HAOTEpMHUYECKOro 3(QexTa MiaBieHus
canpOyTamona B ¢uznueckoil cMecu. OOpaser] KOMIIO3UIIMK Camb0yTaMoN-TIMIKH (~ 2 Macc. %) He

MIPOSIBIISIET HUKAKUX TETIOBBIX A(h(PEKTOB B MCCICTYyEMOM TEMIIEpaTypHOM MHTEPBAJIE.
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Puc. 28. JICK-kpuBbie 00pa3moB: kpacHas — ¢uzndeckas cMech canb0yramoina (17 macc. %) ¢

[-TIMIHOM, 3eJIeHast — KOMIOo3uIms caapoyTamon (17 mace. %)-ruimH, CHHSISI — KOMITO3UITUS

canbOyTtamon (2 macc.%)-raunuH. lkana TeroémkocTu 3a1aéT TOIBKO MacuITao.

Pe3ynpTaThl TepMOrpaBUMETPHUECKOTO aHaIM3a 00pas3IoB C JAKTO30H B KaYeCTBE HAIIOIHHUTEIS
MOKa3alii, 4TO IPU HAarpeBaHUU MCXOAHOH cyOcTaniuu 10 ~ 160°C nmpoucxoaut morepst ~5 % Macchl
obpasma (puc. 29), 9TO COOTBETCTBYET PacUeTHON MOTEPE MACCHI, COOTBETCTBYIOIIEH YAAJICHUIO BOJIbBI
U3 MOHOTHJpara JakTo3bl. [loTepu Macchl, onpejaeneHHbIE NPU HArpeBaHUKM OOPA3LOB JIAKTO3BI U
KOMITO3UIIUH CallbOYTaMOJI-1aKT03a, OJYyYEHHbIX CyOIMMAIMOHHON CYIIKO, COCTAaBIAIOT 0K0JI0 3%,
YTO MOKHO OOBSICHUTH MOBBIIIEHHOW CIIOCOOHOCTHIO JAHHBIX MPENapaToB MOTJIONIATh BIAry BO3ayXa

BCJIE/ICTBHE OOJBIION YEIbHOM IJIOIAN IOBEPXHOCTH U aMOP(HBIM COCTOSIHHEM 00pa3LOB.
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T T — T T — T T T T T T
20 40 60 80 100

1 1 1 1 1
120 140 160 180 200
Temnepartypa, °C
Puc. 29. TI' kpuBble 0Opa3sLOB: @ — IOIMKPUCTAILIMYECKHI 0Opa3el] MOHOTHAPATa JIaKTO3bI

(peaKTI/IB); b — 06pa3eu JIAKTO3HbI, HOJ'Iy‘-IGHHOfI B TEX K€ YCIOBHUAX, YTO U KOMIIO3UIUA
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canb0yTaMoJI-JIaKTO3a; C —KOMIIO3UITUS CaThb0yTaMOoI-JIaKTO3a.

3.2.4. MopdoJiorust 1 pa3mep 4acTul

[Tonmy4yennbie 0Opa3ibl KOMIO3HUIUN CalbOyTaMOJI — TJIMIUH MPEICTABISAIOT cO00H CBOOOIHO
TEKy4He MOPOIIKH C HU3KON HACHIMTHOW IJIOTHOCTHIO, HE CKJIOHHBIE K arperaluuyd Mpu XpaHEHUU B
TeueHue uTenbHoro BpemeHu (Puc. 30). 3HaueHMs yneapbHOM IJIOMIAIU MOBEPXHOCTH OOpa3IoB,
BBIUKCIICHHBIE 110 copOimu/necopbuuu N,, mpencrasiensl B Tabmune 8. M3 momydyeHHBIX 3HAYCHUN
BUIHO, YTO MPOUCXOIUT YBEJIWYCHHUE MAHMCIIEPCHOCTH OOPa3LOB NpPU YBEIHMUYEHHH COACPIKAHUS
canpOyTamoria.

Tabnuma 8. 3HaueHus yaeIbHON TIJI0MIA U TTOBEPXHOCTH

O-TIIUIIUH [-TIULNH, TOTYy4YeHHBIN | canbOyTamodn (2 canbOyTramon(17 macc.%)
(MCXOTHBIN B TEX K€ YCJIOBUAX Macc %) — TIUIUH | — TJIMIUH

PEaKTHB)

0,02+0,01 M°/r. | 9,8+0,1 M°/r 24,4+0,5 M°/r 29.1£0.6 M°/r

Puc. 30. CpaBHeHHE HaCBHIMHBIX 00BEMOB 0OpAa3IOB KOMIIO3HMIMH canbOyTamoin (2 macc. %)-
[JIMLKH (COpaBa) U MCXOJAHBIX CyOCTaHIMN MUKPOHHU3MPOBAHHOTO calbOyTamona M o-TIUIHA
(cnmeBa). HaBecku o 0,465 r. B emMkxoctu o0bemom okouio 20 mi coaepxkutcs ~ 180 pa3oBbIX 103

(mo 50 MKr).
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Puc. 31. CpaBHeHHE HACBITHBIX 00BEMOB 00pa3ioB: A xommoszunuu Oyneconun(2.3 macc.%)-
[JIMLKH (CJeBa) U UCXOJHBIX TOBAPHOTO peakTuBa Oy/IeCOHMA U o-TIHIHHA (crpaBa). HaBecku
mo 0.14r. B emxoctu 7 mu. comepxkutcs O6omee 60 pa3zoBbix n03 mo 50 Mkr; b: oOpasisr
Kommo3unuu Oyneconun(9,7 macc. %)-raunuH (CIeBa) W HCXOIHBIX TOBApHOTO PEAaKTUBA
Oyneconuna u o-rnunuHa (cripaBa). HaBecku mo 0.06 r. B emkoctu 7 Mi. coumepkutcs 25

pazoBbIX 7103 1o 200 MKr (riu mpuMepHo 12 pazoBbix 103 1mo 400 MKr)

OO6pa3ubl KOMIO3UIUU OYJECOHU] — TIIMLKH, MOJYYSHHBIE 110 IPeIaraeéMoMy CIoco0y, Takxke
MPEACTABISIIOT COOOW Jierkue mymucToie nopomku. Ha puc. 31 mpomsumtocTpupoBaHO CpaBHEHHUE
HACBIITHBIX O6’I)€MOB ITOJIYYCHHBIX KOMHOSI/IIII/Iﬁ U HUCXOOHBIX Cy6CTaHHI/II\/JI TOBApPHOI'0 PpPCaKTHUBaA

OyJecoHua U O-TTUIHA.

[lo naHHBIM CKaHMpPYIOLIEH 3JIEeKTPOHHOW MukKpockonuu (puc. 32, 34, 35) momydyeHHbIe
00pa3ipl canbOyTaMOI-TIIMIUH U OyJeCOHUI-TIULMH MPEACTaBIAI0T COO0H COBOKYMHOCTb XPYIMKHX
ceprudecKux ariioMeparoB, pa3Mepbl KOTOPbIX MOXHO M3MEHATh B JOBOJIBHO LIMPOKHX IMpesenax oT
30 no 100 mMKM, BapbHpys TapaMmeTpbl PACHbUICHUS HCXOIHOTO pacTtBopa. IIpum MexaHuueckom
BO3/JICHICTBUM MPOUCXOIUT UX paspyuieHue. [1lo naHHBIM ¢parmMeHTaM MOXXHO OIpPEAETUTh pa3Mepbl

KPUCTATUTOB JbJa U ruapata TI'®, obpasyromuxcs npu ObICTpOil 3aMOpO3Ke MCXOJHOTIO pacTBOpa

[100].
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Puc. 32. Canmkun COM kommosunuii canpoyramon (2 macc. %)-rmumud (A-C) u canpOyramon
(17 macc. % ) (D-F), Ha ¢ororpadusx (B, C) u (E, F) nokazans! Te xe o0pasupl, yto u Ha (A) u
(D), cooTBeTCTBEHHO, HO ¢ 0OOjiee BBICOKMM pasperienueM. Maciirabubiii otpe3ok: A, D — 10

MkM; B, E — 4 mxMm; C, F — 2 MKkM.

OOpasupl  KOMIO3MIMKM  cambO0yTaMoOJ-JIaKTO3a  TakKe  MPEACTaBIsAOT  co0OM  Jierkue
BBICOKOTEKYYHE TMOPOIIKA 0e3 CKIOHHOCTH K arjioMepaliu 4acTil npu xpanenuu. Ha puc. 33
MPHUBEICHBI  3JIEKTPOHHBIE  MHKpodoTorpaduu  0Opas3sloB  BBICOKOIUCIICPCHOW  KOMITO3HUIIUU
canbOyTamos-jakrosa (@, b), BBICOKOAMCIIEPCHOM JTaKTO3bI, MOJYYEHHOH B TeX ke ycioBus (C, d),
UCXOJHBIX CYOCTaHIMI JIAaKTO3bI M MHKpOHH3MpoBaHHOTO canbOyramona (f). Tlpu aTom, pasmepsi
arJloMepaToB MOTYT OBITh JIETKO HM3MEHEHBI B JIOBOJBHO NIMPOKUX TMpejaesiaXx BapbUPOBAHUEM
napaMeTpOB PACIIBUICHHUS HCXOIHOTO PacTBOpA.

VYaenbHas Mmiomagb MOBEPXHOCTH 00paslloB C JIAKTO30H MokazaHa B Tabmune 9. M3 Tabmuiibt
BUJTHO, YTO IJIOIA/Ib MIOBEPXHOCTH 00Pa3IloB, MOMYyUYEHHBIX B JaHHOU paboTe Ha HECKOIBKO MOPSIKOB
BBIIIIC TJIOMIA/IA ITOBEPXHOCTH UCXOMHOUW cyOcTaHmu. [laHHble TaOMUIBl 9 U TaOIUIBI 8 TOKA3BIBAIOT,
910 THAPOPOOHBI CcanbOyTaMoON YBEIUYHMBACT JTUCIEPCHOCTh TUAPOPWIBHBIX HAIMOJHUTEICH
(TIMIMHA, JTaKTO3bl) MOCHEe CyOIMMAIIMOHHOM CYIIIKH.

Tabnuna 9. 3HaueHus yAeIbHOM MIOMAAN TOBEPXHOCTH

MOHOTHApAT JAKTO3bI | TAKTO3a, TOJYYEeHHAs B TeX | canb0yTaMoJ-JIaKTO3a
(MCXOIHBIN PEAKTHB) Ke YCIOBHUAX
0,14:0,02 M°/r. 12,240,4 M/ 36,9+0,6 M°/r
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Puc. 33. Cuumxku CDM, a), b) — kommosurus canb0yTaMos-IaKkT JIAKTO34,
MOJTy4EHHAsI B TEX K€ YCIIOBHUAX, YTO M CAIBOyTaMOJI-CoAepkKalas KOMIIO3UIHS, €) HUCXOTHAs

cyOcTaHIus 1akTo3bl, f) MUKpOHHU3UPOBaHHAs CyOCTaHIIMS calbOyTaMoia

Puc. 34. Caumku COM koMno3unuu O0y1ecoOHUI-TIULIH.
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3.2.5. Omnpenenenue pecninpadenbHoil ppakuum

HccnenoBanne a’spoJuHaAMHYECKUX XapaKTEPUCTUK KOMMIO3WIMU canbOyTamon (2 macc.%)-
TJIMIEH N VItrO ¢ UCMONIb30BaHUEM KacKaIHOTro MMITakTopa AHaepcena mokaszano (Puc. 36), uto mns
JTAHHOW KOMITO3MIIMM XapaKTEPHO BBICOKOE 3HAueHHWe pecrnupabenbHOil (pakmmu (59+2 %)[101].
W3BecTHBIE 3HaYeHHs pecnupalenbHON (pakiuu A YK€ UMEIOIIUXCSl Ha PhIHKE M HAXOMAIIUXCS B
MPOIIECCE CO3/IaHus MOPOIIKOB JJIsi MHTAIAIMN CyIlIecTBeHHO HIbke. PecriupabenpHas dpakius cMecu
HaHOPa3MEPHBIX YaCTHI] caibOyTamosia ¢ TpyOOIMCIIepCHOM JlakTo30M coctaBuia 45 = 5 %, a cmecu
MHUKPOYACTHI] canbOyTamoda ¢ jjakto3oi 31+£3 % [102].

Jlonst MenKuX 4acTull B o0pasiie OyaecoHua, MOIy4eHHOTO B JaHHOH paboTe, cocTaBmua 51.2
% (pecniupabenpHas (pakius), 3TO 3HAYCHHE CYIIECTBEHHO BBINIE, YeM JO0JsI Menkux dactuil (20

Macc.%) mpernapaToB Ha OCHOBE Oy/IeCOHH/Ia, 3aperucTprpoBanHbix B PO [103].
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Puc. 2. Ilpodunu a’poauHaMUYecKoro pacrpeneneHus yactul, A — oOpasen caabOyramon (2
macc.%)-rimnuH, b — o0pasen OynecOHUA-TIIMINH, B CPaBHEHUH C TOPOIIKOBBIM IpenapaToM
Oyneconuna, uzydenHoro B [103], muxpodororpadpuu (parMeHTOB MOPUCTHIX arjioMepaToB
canpOyTamon (2 macc%)-rimuiuH (B, I'). Macmtabubiii orpe3ok: B — 1 mxm; I — 600 HM.

[Tonmy4yeHHBIM (hapMaleBTUYECKUM KOMITO3UIMSAM TPUCYIIH BCE JIOCTOMHCTBA KPYITHBIX
MOPHUCTBIX YaCTUI[ HA OCHOBE MOJUMEPOB, MOITy4aeMbIX METOJIOM pacnbuinTenbHol cymku [102, 104,
105] Hanpumep, MeHbIIAasg CKIOHHOCTh K arjioMepallid Npd XpaHEHUM [0 CpPaBHEHHUIO C
MHUKPOHU3UPOBAHHBIMH CYOCTaHIIMSIMH, TPUMEHSEMBIMH B HHTAISIMOHHONW Teparmuu. C nmpyroii
CTOPOHBI, — BCIIEJICTBUE TOTO, YTO JAHHBIE arJioMepaThl TOJIYYaloTCs MPHHIUIHAIBLHO IPYyTrUM
METOAOM («IPEeAIIECTBEHHUKN» JaHHBIX OOBEKTOB 00pa3yloTcs MpPU BHITECHEHHH aMop(hHON (a3bl
COCTABJIAIOLIMX KOMIIO3UIMIO KOMIIOHEHTOB B IPOCTPAHCTBO MEXKIY MHOMXECTBOM PpaCTYIIHUX

KPHUCTAJUIMTOB MUKPOHHOTO pa3Mepa KiIaTpaTHOro rujapara u jabjaa Ih), mis Hux xapakrepHa mopucras

CTPYKTypa M HHU3KHE BEJIMYMHBI HACHIMTHOW roTHOCTU (MeHee 0,03 F/CMg). Heob6xoauMo oTMeTHTS,
YTO adPOJMHAMHYECKUI JHAMETpP YaCTHII 3aBBICUT OT TUIOTHOCTHU coriacHo ¢opmyne dasp = d * ,/p,

e d-reoMeTpuUecKuii paguyc B MKM, a P — IPHBEACHHAS K AMHHYHOM ILIOTHOCTb, B3STAs B I/CM".
HanpyMep, OPHCTbIC YaCTHIbI ¢ TEOMETPUUYECKUM IHAMETPOM 8.5 MKM M IUIOTHOCTHIO B 0.1 r/cm®
OyIyT MMETh MPUMEPHO TOT K€ adPOAUHAMUYECKHHA auameTp (okoyio 2.7 MKM) KaK HE TOpHUCTas

YaCTHUIIA C TEOMETPUICCKUM TUaMETPOM 3.5 MKM U TIIOTHOCTHIO 0.8 r/em® (Puc. 37).
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Puc. 37. Unnroctpanus 3aBucumoctu dasp = d * /P, Ipu pa3IuIHON INIOTHOCTH YaCTHII.

[Ipn kacaHWM KOHKPETHHIM C(HEepHUYeCKUM ariioMepaToM BJIaKHON MOBEPXHOCTH MPOUCXOIUT
OPWIKIIAHUE TOJHKO HEMOCPEACTBEHHO KOHTAKTHUPYIOIIMX C MOBEPXHOCTHIO (PparMeHToOB, YTO HE
NPEMSITCTBYET JalbHEHIIEeMy JBIDKCHUIO arjoMepara. JlaHHY0 KapTHHY MBI HEOJHOKPATHO
HaOJIIOMaMM MPHU NPUTOTOBJICHUH OOPA3LOB JUIS WCCIEAOBAHMS C HCIIOJIB30BAaHHEM CKAaHUPYIOMICH
atekTpoHHONH Mukpockormu (Puc. 36). Kpome Toro, 3HauntensHOC OTIMYUE BEIHYUH OOBEMHOU
IUIOTHOCTH MUKPOHHU3WPOBAHHON CyOCTaHIMM W (PparMEHTOB, 00pa30BaBUIMXCA MPU Pa3pyIICHUU
arfioMepaToB, TaKKe OOBACHSIOT 3HAYUTENBHOE CHU)KEHHME MOTEPh JIEKAPCTBEHHOTO BEIIECTBA MpU
a’po3oim3anuu. boiee TOro, M3BECTHO, YTO BEIUYMHA peCHHpadernbHON (paKkIWU CHIBHO 3aBUCHUT
TaKKe M OT THIA HCIOJIB3YeMOr0 YCTPOMCTBA, MOSTOMY HCIOIB30BaHHE WHTAISTOPOB Oolee
COBEpIICHHONW KOHCTPYKUMHU [Hampumep, omucanHbix B 106, 107, 108] mo3Bomut eme Oonbiie

YBCIUYUTDH peCHI/Ipa6eHBHYIO (l)paKI_[I/IIO JTAaHHOM KOMIIO3UIIMH.

3.2.6. H3yuenme ¢a3oBoro nepexoaa

C 1enbio OIEHKU CTAOMILHOCTH TOJYYEHHBIX KOMITO3HMIIMKM OBLIIM MPOBEICHBI IKCIIEPUMEHTHI
M0 OMPEIENICHUI0 TeMIepaTypsl (pa3oBoro mepexoja [-TIUIKUH — O-TJIMIWH TOMYyYEHHBIX 00pa3IoB
BBICOKOJIMCIIEPCHOTO [S-TIUIMHA, & TAK)KE KOMITO3UIIUU «CaTbO0yTaMONI-TIUIIMH» JJIsl UCTIOJIh30BaHUS B
KallCyJIbHbIX TOPOIIKOBBIX MHrajstTopax (2 wacc.% canpOyramona). Pa3zoBblii mepexopn pf-
TJIMIAH — o-TAIMH  panee usydancs meromamu JICK [99] m monokpucramsHoro PCA [109].
Cornacno pe3ynsratam 3kcnepumentoB JICK, temmneparypa Havana TpanchopManuu f-TiadluH — o-
rmmnuH coctaBiseT 340 K, omHako 3akanumBaetcs Tonbko mpu 415 K. Kpome Toro, cpaBHUTENBHO
HepaBHo [110] Obi1 wmccnemoBaH 3(¢eKT BIUSHUSA pa3Mepa YacTHIl Ha TemIepaTrypy (a3oBoro

IpeBpalleHus]  MEXIy  HHU3KOTEMIEepaTypHOM U BBICOKOTEMIIEpATYpHOH  MOJIMMOP(PHBIMU
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mogudukamusamu  DL-tiucrenna.  beuto  mokazaHo,  9YTO  BBICOKOJUCIIEPCHBIE  OOpa3Ilbl
HU3KOTEMIIepaTypHOi monumopduoit mMomudukanuu DL-nmcrenna, mosmydeHHble CyOIMMAalMOHHOMN
CYHIKOW, 0ojee yCTOHYMBBI NpPU HArpeBaHWU OTHOCHTEIBHO IIEpeXo/ia B BBICOKOTEMIIEPATYPHYIO
nonuMopduyto monudpukanusto DL-nuctenmHa, MO CpaBHEHHIO C KPYINHBIMH KpHCTaUlaMu
HU3KOTeMIIepaTypHoi moaumMopdHoirt momudukanuu DL-tucrenna. Aropamu pab6otsr [110] Obut
C/IeJIaH BBIBOJI, UTO MOJyYECHHE METACTAOMIBHBIX MOJIUMOP(GHBIX MOAU(UKALINI B BEICOKOIUCTIEPCHOM
dopMe MOXKET MpPENATCTBOBATH MEPEXOAy B CTAOMIIBHBIC MOJUMOpP(hHBIE MOAM(HUKAINN BCIEACTBUE
KMHETUYECKUX 3aTPyTHEHUM.

JudpaKkIIMOHHbIE UCCIIEOBAHMS ONPEEICHUS TeMIepaTypsl TpaHchopMaluu f-TAUIUH — 0O-
rMiEH iN SitU mpoBoamiM B TemmepaTypHoMm uHTepBaie oT +30 mo +230°C mpH MOHMKEHHOM
JMaBJICHUM (CTaTHMUecKuid Bakyym, 2-4 topp). s oOpasiia BBICOKOJUCIEPCHOTO [-TIWIIMHA HA
NOpOIIKOBBIX AudpakTorpammax (Puc. 38, a), 3amucaHHbBIX B TeMIepaTypHoM uHTepBaie 25 + 150°C,
MPUCYTCBYIOT TOJIbKO peduiekchl f-rnunuHa. [losenenue pedaekcoB, OTBEUAIOMINX O-TNIULIUHY, OBLIO
oTMeueHO Ha audpakTorpamme, 3anucanHoi mpu 175°C. Tlopomkoas gudpakrorpaMma, 3alucaHHas
npu 200°C, cozmepkana pediekchl, OTBEUAIONINE TOIBKO O-IIULUHY. IIpyu nanbHeiIneM HOBHILIEHUH
TemnepaTypsl (225°C) Habmroa10Cch yaaneHue MMIUHA CyOIuManyeil u3 KIoBeThl udpakroMeTpa. B
ciydae obOpasiia (papMareBTUYECKOW KOMIO3MIUH canbOoyTamoi(2 macc. %)-rmunud (Puc 38, b),
MOSIBJICHHE CNa0bIX pedreKkcoB, COOTBETCTBYIOIIUX O-TJIMIUHY, HAOIIOIAI0Ch TOIBKO TpHU
IPOJOIKMTENEHOM BbliepkuBanun npu 200°C. Ha audpaxtorpamme, 3amucannoil mpu 225°C,
OTHOCHTEJIbHAS MHTEHCHBHOCTH PE(IIEKCOB C-TJIMIMHA ObLIa CPaBHUTEIHFHO Maia, a JalbHEHIIee
nosbIeHue Temneparypsl (250°C) npuBeno k yaaneHuio oOpasia cybnauManueil. B ciaydae o6pasua
Oyneconn (2 Mace.%)-TIIMIMH MOSABIEHHE pedIeKCoB o-TIMIMHA HabmomaeTcs mpu 225°C

Takum 00pa3oM, yMEHBIIEHHE Pa3MEpPOB YacTUI[ OOPa3lOB J0 IUIOCKUX Mep(OpHpOBaHHBIX
auctoB pazmepamu 1-10 MxwMm, TommmHoM menee 100 HM, cMmeriaeT Temmeparypy Hadaia (a3zoBOro
nepexona 10 175°C (oxonuanue ¢azosoro mepexozga npu 200°C) mo cpaBHeHHIO ¢ oOpasuamu f-
[JIMIUHA, TPEICTAaBIAIONINE COO0H «COBOKYITHOCTh WIOJbYATBHIX KPUCTAUIOB JUIMHOM OKolo 1 MM
nuamerpom 0,05 MM», KOTOpBI MPOMCXOIUT B TeMIlepaTypHOM MHTepBane 67 <+ 142°C [99]. Ilpu
3TOM, jnobaBieHue 2 macc. % campOyramona (0,6 Monb-%) 3G (eKTUBHO NpensTCTBYET (ha3oBOMY
nepexoay B CTa0MIbHYI0 ToiauMopdHyro mMomudukanuio. Kpome Toro, maHHBIA pe3yiabTaT MOXKET
NPECTaBIATh UHTEpPEC s (papMareBTUIECKON MPOMBIIUIEHHOCTH B Ka4eCTBE Crocoba IMOTydeHust
JIEKapCTBEHHBIX MPENapaToB € JUIMTEIBHBIM CPOKOM XpaHEHHs Ha OCHOBE METacTaOMIIBHBIX

noauMopdubIx Moaudukanuit JIB.
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Takum O6p&30M, nojiygqa€MbIi€ 110 IPCIJIOKCHHOMY MCETOAY KOMIIO3HIIUU 06J'Ia,[[aIOT

cnenyronmu cpoiicrBamu [100]:

1. HE TPOMCXOAMUT BKIOUeHHE Mojekyl A®PU B KpHUCTAUIMUECKYIO PpELIETKY
BCIIOMOTaTeNIbHOTO BELIECTBA, T. €. 00pa30BaHUs HCTHHHOTO TBEpA0ro pacteopa [111].

2. Mosiekynsl AU He 00pa3yroT coOCTBEHHOM KpHcTasindecko (a3l U, BEpOSTHO,
PaBHOMEpPHO pacHpelesIeHbl MEXAy HaHOpa3MepHbIMU OJIOKaMU BCIOMOIAaTEIbHOTO BEIECTBA.
B03MO0XXHO, 4TO YCIIOBHs, MCIIONB3YyEMBIE U1 CO3/IaHUs Ipenapara, a TakKe HHU3KOE COJEp)KaHue
ADU B xomnozumusax (1 monexkyna ADOU na 16 monekyn f-rmuuuHa (t.e. 1 Monekyna JIB Ha 8
a. Slueex f-rnumuna) wim 1 monexkyna ADU na ~160 monexyn f-raunuHa (T.€. 1 monexyna JIB na 80
971. Slueex [-rauiuHa)) npenarcTByoT oopasoBannio AP coOCcTBEeHHON KpUCTaLTHIEeCKOH (a3bl.

3. IUIOXO PAacTBOPUMOE JIEKAPCTBEHHOE BEIIECTBO PABHOMEPHO PACIPENEIEHO IO BCEMY
00BbEeMy HOCHUTEIIS, UTO MPHUBEJET K OAHOPOJAHOCTH KAXKI0M 03I MOPOILKA JJIS BABIXaHUS.

4. 3ajaHHas MoOp(OJIOrHsl YacTHIl, MOPHUCThIE ChepUyecKue ariomMepaThl, MPUBOJIUT K:

OTCYTCTBHUIO arjioMepanvn 4YaCTHll IIPpU XPaHCHHH, BBICOKOH TEKY4YECTU H HU3KOM HACBITHOMN
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IJIOTHOCTH, BHICOKMM 3HadyeHHsl pecniupabenbHoi Gppakuuu Oonee 50 % B cmyuae Oyneconuaa u 59+2
% B cimyuae canpOyTamora.
5. [TomrydyeHHBIE KOMITO3UIIMM — TBEP/Able TUCHEPCHBbIE CHUCTEMbI, B KOTOPBIX MEXKIY

KPUCTAITUTaMHU -TIUIMHA HaxoauTcst amopduoe JIB.

3.3. IIpuroroBiieHHe roTOBBIX GOpPM A5 BABIXAHUS

DKCIIEpUMEHTHl 10 TOoA00pY YCIOBUH TPHUTOTOBIEHUS TOTOBBIX (hopM canpOyTramosa
pa3baBiieHHEM TOJUKPUCTAIUIMYECKON CyOCTaHIMeW MOHOrHapaTa JakTo3bl (10 70 MKM.) IS
UCIOJIb30BaHUS B MOPOLIKOBBIX MHIaIATOpaxX MOKa3alM, YTO JaKe MPHU OYEHb HEHPOJOIDKHTEIbHOM
(15 cek.) MeXaHMYECKOM BO3ACHCTBMHM HPOUCXOAUT Pa3pyIICHUE MOPHUCTHIX CHEpUIECKHX
arJioMepaToB MCXOJHOM KOMIIO3MLIMU 10 arjloMepaToB YacTHI] C JUHEHHBIMU pasmepaMu 1-2 MKwM,
TosuHON ~ 200 HM (TakKe MMEIOIIUX «IIOPUCTYIO» CTPYKTYPY, CM. pUC 39), KOTOpbIE «HAIUIIAIOT»
Ha KpHUCTAJIbl MOHOTHZpaTa JAKTO3bl. BBUIO OTMEYEHO, YTO MNPH MEXaHMYECKOM BO3JEHCTBUU
JUINTEJILHOCTBIO OoJiee 15 cek. MpoUCXOAMT arjiomMepanus 4acTHIl KOHEYHOIo MPOJYKTa; MPHU 3TOM,
HKCIIEPUMEHTHI TI0 OTIPENICIICHUIO COJIEPKAHUS calb0yTaMosa B TOTOBOM MPOJIYKTE CBUICTEIbCTBYIOT,
YTO YK€ TpH JUIMTEIBHOCTH BO3JIEHCTBHA 15 CEeK. JOCTHUTaeTcss PaBHOMEpPHOE pacrpe/esieHue

KOMITO3MIIMH 110 BceMy 00bemy HocuTesst [98].

Ha puc. 39 mnpencraBieHo cpaBHEHHE OOpa3LOB NPUIOTOBICHHOM TBepaod (opmbl uis
B/IbIXaHUS HAa OCHOBE IIOJIyYEHHBIX BBICOKOAMCHEPCHBIX KOMIO3MLMN canbOyTamoin(17 macc.%)-
ruiEH (Bpemst BozaeicTust 15 cex)(puc.39 a-d), pazdaBieHue oJHUM U3 HanOoOJIee UCIOIb3YEMBIX B
VHTAJISIIUOHHON Tepaluu HOCHUTEJIEM — MOHOTMApaToM JiakTo3bl. llokasaHo, yTO B mpoiecce
INPUTOTOBJICHUST JIEKAPCTBEHHOM (OpPMBI MPOUCXOMUT pa3pylIeHHe TMOPHUCTHIX CHEPUIECKUX
arJoMepaToB BBICOKOJIUCIIEPCHONM KOMIO3MLUHU JIO OTAEIbHBIX arjioMepaToB YacTHUIl ¢ HAUOOJIBIIUM
auHeHbIM pazMepoM <0.5 MkM. OueBHIHO NPEUMYILECTBO KaK HaJ CKIOHHOW K arjiomepanuu
MUKpPOHM30BaHHOM CyOCTaHLIMM canbOyTamoisia (e) Tak U (PU3MUECKON CMEChI0 MHUKPOHH30BAaHHOU

CyOCTaHIIMU cab0yTaMoJia ¢ UCHoIb3yeMbIM HocuTeseM (T).
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g
Puc. 39. Canmku COM o6pasios: a, b, ¢, d - TBepaast Gopma [utst BABIXaHHUS HAa OCHOBE
KOMMO3UINH canbOyTamod (18 macc.%)-TauIuH 1 JaKTo36l MOHOTHApaTa(BpeMs Bo3aeicTBus 15
CeK), € — MHKPOHHM3MpOBaHHasi cyOcTaHums cansOyramona, f - Qusuueckas cmech
MUKPOHHM30BAHHOTO CAJIbOYyTaMoJIa U JIAKTO3bl MOHOTHIpaTa

HpI/IFOTOBJ'IeHI/Ie TOTOBBIX (bOpM IS BABIXaHHS C  HCIOJB30BAaHHUEM KOMIIO3UILIMI
((CaHL6YTaMOJI'FJII/II_II/IH» n «Ca.]'IL6YTaMOJ'I'J'IaKTO3a» pa36aBJ'IeHI/IeM COOTBCTCTBYHOIIIUMU

BBICOKOOUCIICPCHBIMU HOCUTCIIAMU, IMTOJTYUYCHHBIMU C UCITOJIB30BAHUEM TOI'O K€ METO1a

OKCIepUMEHTBI TI0 TIOJ00PY YCIOBHHM MPHUTOTOBICHUS TOTOBBIX (OpM calb0yTamosia

p336aBJ'IeHI/IeM COOTBETCTBYHOIIINMHA BBICOKOAUCTICPCHBIMHA HOCUTCIIAMU, MOJIYUYCHHBIMU C
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UCIIOJIB30BAHUEM TOTO K€ METOAA JUIsl UCMOJIb30BAaHUS B MOPOIIKOBBIX MHIAJIATOpax MOKa3ajd, 4TO
IpU OYEeHb HENMPOJOHKUTENBHOM (15 cek.) MeXaHW4eCKOM BO3JEHCTBUU TMPOUCXOAMUT pa3pylICHHE
MOPHUCTBHIX CPepHUUECKUX arjJoMepaToB KakK cojeprKaieil canb0yTaMoil UCXOJHONH KOMIIO3HIINH, TaK U
KOMITO3ULIUI MCIIOJIb3YeMBbIX JUIsl pa30aBiIeHUs] BBICOKOIUCIIEPCHBIX HOCUTENEH (pa3Mep cheprudeckux
araoMepatoB 10 70 MKM.) 0 OCKOJIKOB C(epUUYECKHX arjioMepaToB ¢ MaKCHUMAaJbHBIM pa3MepoOM B
OJIHOM Hu3MepeHuu 10 20 MKM., TakKe HMMEIOUMX HOpPUCTYIO0 CTpyKTypy (puc. 40). Ilpu stom, He

MMPOUCXOAUT CYIICCTBECHHOI'0O YMCHBIICHUA HACBIITHOM IJIOTHOCTH IIOJIy4acMbIX KOMHO3PII.[HI>1.

A

Puc. 40. Caumku COM TBepaas Gopma Il BABIXaHUS HAa OCHOBE KOMIIO3HUIIMU CATbOyTamoJ
(18 macc.%)-rauiuH U BEICOKOAMCIIEPCHOTO MIHIIUHA(BpPEeMsI BO3IeHCTBUS 15 cek)
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3.4. Pa3pabdoTka meroaa moJydeHusi apManeBTHYECKHX KOMIO3UIHI cajbL0yTamMoJI-

AUNPONMOHAT 0eKJIOMEeTa30HA-TJIHIHH

JlurpormoHat OEKJIIOMETa30Ha HE pacTBOpUM B pacTBopax TI'®-Boga B MOAXOIAIIEM JUis
CyOJIMMAIOHHOM CYIIKM JUana3oHe KOHIEHTpauui. JlumponuoHar OeklIoMeTa3oHa U calbOyTamol
COBMECTHO pacTBOPUMBI B pacTBOpPax STWIOBBIH CHUPT-BOJA, IOITOMY ObUIM IPOBEACHBI

JU(GPaKIIMOHHBIC HCCIICIOBAHUS JTAHHON CHCTEMBI.
3.4.1. HccaenoBanue cMCTeMbl 3THJIOBBIN CIUPT-BOAA

Camoil MepCrneKTUBHON CHCTEMOM OPraHUYECKUMH pacTBOPUTENIb - BOJA C TOYKH 3PEHUS
TOKCHUYHOCTH SIBJII€TCSI PacTBOPHI 3TUJIOBBIM CHUPT-BoJA. M3BECTHO, YTO B CHCTEME CYIIECTBYET
HECKOJIBKO KJIaTpaTHBIX ruapatoB. Tak B padote [79] merogom JITA moctpoeHa daszoBas quarpamma
npu 1 atM, aBTOp oTMeuaeT oOpa3zoBanue | cTaOMIBHOTO THIpaTa ¢ COAepKaHueM cupTa 55 macc. %
U 2 MeTacTadWIbHBIX ¢ coaep)kaHueM Bojbl 35 u 45 macc.%. Bce oHU MaBsSTCS MHKOHTPYEHTHO, 3
MEePETEKTUKH OTMEYCHBI B JUarasoHe ot -75 no -60°C, a 3BTeKTHKa HaOmrogaeTcst okojo -124°C. Otr
U COaBTOPHI [77] B CBOMX HCCIIEOBAHUAX [IaHHOW CHCTEMBI OTMEUAIOT 3BTEKTUKY mpu -122°C,
METAaCTHOMIBHYIO 3BTEKTUKY IpH -124°C 1 nmeperekTuky npu -53°C, ¢ HHTOHTPYEHTHO IUIaBSIIAMCS
COEIMHEHHUEM C CoJIep>KaHueM crupTta okoio 35 macc. % (puc. 11).

Jns u3ydeHus (a3oBbIX IpeBpallEHUI, NPOUCXOIAIUX IPU OTKUIE 3aMOPOKEHHBIX
PacTBOPOB ATHJIOBBIM CHUPT — BOJA MbI UCIIOJB30BAIM CUHXPOTPOHHOE M3nyuyeHue. [lpu cogepxanumn
sTrioBoro crimpta ot 10 mo 35 mace. % Ha mudpakrorpamax HaOrogaeTCs pedIIekChl, OTBEUYAIOIHE 2
¢azam: knarpataoro ruapata KC | u mppa Ih (puc. 41). Tlocie ObicTporo oxiaxIeHHs pacTBOPOB B
cUcTeMe NPUCYTCTBYET TMJIpaT W Jel, a Npu JalbHeileM HarpeBaHuM ¢aza ruapara ucue3aeT u
CYILIECTBEHHO YBEJIMYUBAETCS MHTEHCUBHOCTh pediiekcoB jbaa. [IpuueM yem Oosblie coaep:kaHue
crupTa, TeM IpH Oosee HU3KOM TemrepaType B cucTeMe ocTaercs Tosbko Jies. Tak B cimyyae 10 mace.
% 3aMOpPO’KEHHOTO pacTBOpa JSTWJIOBOIO CIHMpPTAa B BOAE JEI CTaHOBUTCS €IUHCTBEHHOU
KpHUcTaluueckoi ¢asoii B cucreme npu -30°C, a B ciiyuae 35 macc. % - mpu -59°C.

[Ipu copepkaHuM STUIOBOTO CIUPTa B OBICTPO 3aMOpOKeHHBIX cMmecsix oT 40 1o 60 macc. % Ha
nudpakTorpaMMax MpHUCYTCTBYIOT peduiekchl, oTHocsaumecs K ¢azam: ruapatr KC |, rugpar KC Il u
nex lh (puc. 41, puc. 42). CTOUT OTMETHTh, YTO Ha JU(PPAKIMOHHBIX KapPTHHAX 3aMOPOKEHHBIX
pacTBOPOB ¢ cojepkaHueM crnupTa 6osee 60 macc. % OYeHb CIOXKHO MICHTH(PUIUPOBATH pedIIeKCHl,
TaKk KaKk Mbl HaOiiolaeM KapTUHY TMPUCYIIYI0 peHTreHoamoppHbeIM BemnlectBaMm. I[loatomy
IupakTorpaMMbl JUISL 3TUX cMeceil He mpezcTaBieHbl. [locne ObICTpOro oxjaxkJIeHusi pacTBOPOB C
conepxanueM cnupta oT 40 10 60 macc. % B cucreme MpoucxoauT odpazosanue ¢azel ruapata KC .

ITo mepe HarpeBaHus siueriku ¢ oOpasuom 110 -90°C B uccnenyeMsix oopasuax nossiusercs gasza KC I,
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KOTOpas 3aTeM ucuezaer BMecte ¢ ¢aszoit KC | mpumepno mpu -60°C u ocraercs dasa mpaa Ih. Crour

OTMETHTb, YTO Ha MPEICTaBICHHBIX AU(paKkTorpaMmax o0paslioB C COACPKAHUEM 3THUIIOBOTO CHHpTa

ot 40 macc. % yxe MpHU TEMIEpaType >KUIKOTO a30Ta MPOUCXOIUT MOMHSATHE 0a30BOM JIMHUU, YTO

TOBOPUT O MPUCYTCTBUU aMOP(HOI COCTABIISIOMIEH.

10 macc.% EtOH

-39°C
-47°C
-58°C
-70°C
-84°C
-100°C
-121°C
-147°C

-176°C

-58°C
-68°C
-70°C
-94°C
-109°C
-128°C
-150°C
-179°C
-198°C

20, rpagycel

30 macc.% EtOH

neplh | | |

10

20, rpapycsl

40 macc. % EtOH

20, rpagycbl

10

-49°C
-58°C
-69°C
-80°C
93°C
-108°C
-127°C
-149°C
-174°C
-195°C

20 macc. % EtOH

-39°C
-48°C
-59°C
-71°C
-86°C
-103°C
-124°C
-152°C

-186°C

-48°C
-56°C
-87°C
-76°C
-91°C
-106°C
-124°C
-148°C
-175°C
-197°C

20, rpagychbl

35 macc. % EtOH

I VY

2 ©, rpagychbl

45 mace. % EtOH

o
@
-
=)

20, rpagycobl

Puc. 41. udpakrorpaMmbl OBICTPO 3aMOPOXXEHHBIX PACTBOPOB STHJIOBBIN CHHUPT-BOAA IPH
Pa3IUYHBIX TEMIIEpaTypax.
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JludpakiOHHBIE HCCIICIOBAHUSA OBICTPO3aMOPOKEHHBIX (W(,,m~104 rpaayc/c) pacTBOPOB
STHJIOBBIN CIIMPT-BOA IMOKA3aJIH, YTO B JAHHOM CHCTEME MPOUCXOANT 00pa30BaHUE HECKOIBKHUX PaHEee
onucaHHblXx B [91] ruagpartoB, KOTOpBIE TIUIABSATCS HWHKOHTPYEHTHO, 4YTO HE JOMYCTUMO JIst

CyOIMMAallMOHHOM CYILIKH.

50 macc. % EtOH 55 macc. % EtOH
-57°C
o7e A -53°C
77°C ‘(‘l .
h -63°C
-78°C M 74°C
-90°C i s
e | J' s
-125:0 | 120°C
-147°C 141°C
-172°C 166°C
-194°C -192°C
K O < T e S O B | TR T A
ke I 1 I R e e N e R N R R AR
neglhl | | nealh| | |
2 4 s 3 10 2 ) 6 : 10
2@, rpaaycel 2 ©, rpagycsl

60 macc. % EtOH

-63°C
-74°C
-87°C
-102°C
-119°C
-141°C
-168°C
-192°C

10

(Y
B
L
©

20, rpagycel

Puc. 42. J[udpakrorpamMmmbl OBICTPO 3aMOPOXKEHHBIX PpAcTBOPOB STHWJIOBBIM CIHUPT-BOJA IPHU
Pa3IUYHBIX TEMIIEpATypax.

B nanHoil pabote OblTM HpoOBeAeHBI IU(PAKIUOHHBIE HCCIEJOBAHUS «OTTOXKEHHBIX» (CM.
HKCIEPUMEHTAIbHYIO YacTh) O0Opa3loB 3aMOpPOKEHHBIX pacTBOPOB ATUJIOBBIM CHUPT-BOjA C
UCMosb30BaHuEeM JabopaTopHoro audpaxromerpa Bruker D8 Advance. Ha nudpakrorpammax sTux
00pa3IoB OTYETIMBO BUAHO HAJIMYHE PEQIEKCOB, OTHOCSIIMXCSA TOJBKO K 2 (hazam: KIaTpaTHOTO
rugapata KC-1 u npna 1h (puc. 43). Ipu conepxanuu cnupra 10 macc. % Ha mopomrkorpamme ot -125°
1o -70°C cocymecTByeT Jel W THApaT, Tak K€ KaKk M B ciydae ObICTPO OXJIaKIEHHOro o0pasla
MHTEHCUBHOCTh pe(JIeKCOB THUApaTa NpU YBEIMYCHUM TEMIIEpaTypbl YMEHbIIAeTcs, a JbAa —

yBenuunBaercsa. Ilpu -50°C ocraercs Ttompko nen. Ilpm comepkanmm crmpra 20 mace. % c
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YBEPEHHOCTBIO MOXXHO YTBepKaaTh, uTto mpu -125°C u -110°C uccmemyemsbiii oOpaser COAep>KUT
tosibko ruzapat KC-I| (conepxkanue stmiioBoro cnupra B ruapare KC-1, cornacno [80],cocraBuser 23
macc. %). Jlanee Bce MPOMCXOOUT AHAIOTUYHO NPEABIAYIIEMY CIy4ar M MPOUCXOMISIIUE SIBICHUS
CXOIHBI C pe3ylbTaTaMU HCCJEeIOBAaHUM, MOJYyYEHHBIX Ha OBICTPO 3aMOpOXKEHHBIX oOpasmax. Ha
MOpoIKorpaMMax 00pasnoB ¢ coaepxkanuem crupta 40 u 50 macc. % Habmonaercss HeOOIbIIOE
nogHsATHE 0a30BOM JIMHUM KakK NMPH HU3KHUX, TaK M IPU BBICOKMX TEMIIEpaTypax, YTO TOBOPHUT O
NPUCYTCTBUH B 00pasnax cTekiaoo0pasHbIX (a3. SIBHBIM OTIMYMEM «OTTOXEHHBIX» 00pas3IoB OT

OBICTPO OXJIAKJICHHBIX SIBISICTCS OTCYTCTBUE B IepBoM cirydae peduiekcoB dazer KC 1.

[TogoOHOE OTAMYHE MOXHO OOBSICHUTH CienyromuM obpazoM. IIpu ObicTpoM OXJIaKICHHUH
pacTBOPOB HE BCE MOJIEKYJbl 3TUJIOBOIO CIIUPTA «yCIEBAIOT» BCTaTh Ha CBOM MECTa, & UMEHHO B
MOJIOCTh KJIATPATHOTO KapKaca M BCTPOUTHCS B Kapkac. [Ipu MoOBBIIEHWH TeMIlepaTypbl MOJEKYJIbI
HAYMHAIOT «JIBUTAThCS», TO €CTh BCTPAMBATHCA B Kapkac, oOpazyercs THApaT ¢ OOJBIIMM MOJIbHBIM

COACPIKAHUCM I'OCTA. B CJIydac «OTTOXCHHBIX» 06pa3u0B BCC UBMCHCHUA Y7KC ITPOU3OILIH.

0
10 macc. % EtOH 20 macc. % EtOH |
-20°C
| -30°C )
40° | B
JPTE_ . - JJ -40°C |
e ] 50°C
e o [
0
-70°C UU L _700 c
80°C | UI " |
S/ N -80°C
e ﬁ U A 90°C
-110° | -
inf_dh__ﬁjub By e
M JLJ bL 125°C
KC1 I o | [ T e e B A I KCl | ] ] |‘|“,“|
neglh | | | nealh | |
5 1ID 1I5 2‘(] 2I5 SID 35 5 1‘0 1I5 2IU 2l5 SID 35
20, rpagychl 20, rpapycel
40 macc. % EtOH 50 macc. % EtOH
-60°C | h
e : — r
o ‘ J%L____r_.d\ =
— -80°C ) U\—. o
i ‘ qu »
~— A
80°C 100°C / ’M,JL«
M ‘ &____,Md'u
‘ I JJJ_,LM
;_.ﬁ___,\____w____,__f__f‘ -120°
120°C I 120 Y
e SN -125°C
125°C ‘ 135°C JA .
KCl | | | KCI | [ \I\\\II\
nep lh na,q Ih \ |
5 1|0 1|5 2‘0 2|5 3I0 35 5 1‘0 1l5 2I0 2|5 JICI 35
20, rpagychbl 20, rpagycsbl

Puc. 43. I[I/I(I)paKTOI‘paMMBI «OTTOXCHHBIX» 3aMOPOKCHHBIX pPaCTBOPOB STUJIOBBIN CIIMPT-BOAA

IIPU PA3JIMYHBIX TEMIIEPATypax

Ha ocnoBannu MOJIYYCHHBIX JaHHBIX MOYXHO CKa3aTb, YTO UCIIOJIb30BaAHNEC CUCTEMBI STHUJIOBBII

CIIUPT-BOJa B KaUCCTBC PACTBOPHUTCIIA IJIA CY6HHMaHHOHHOf/'I CYIIKH 3aTpyAHCHO HCO6XOIII/IMOCTBIO
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JUINTEJILHOTO BBIIEPKUBAHMsI 00pa310B Ul YCTAaHOBICHUs paBHOBECHs B cucTeMe. Tak Kak B cucremMe
MOCJIE€ OXJIAXKIEHUS IMPOUCXOAUT obOpa3oBaHue MmeractabunpHoro ruapata (KC Il), yro B cBoto
ouepellb MOXKET IPUBOAUTH K HEKOHTPOJUPYEMOMY HApPYIIEHHUIO YCIOBUHM CYIIKM, a HMMEHHO
HOSABICHUIO XHUIKOCTU. Kpome Toro, obpa3oBaHue MeTAacTaOWIJIBHOM JKHUIKOCTH IIPU HarpeBaHUU
00pa3yrolMXcsl Ipu OBICTPOM 3aMOpaXKMBAaHUU PACTBOPOB ATUJIOBBIM CIHUPT-BOAA CTEKIOOOpPA3HBIX
¢da3 nemaer mpoBeAcHHE CYONMMAIIMOHHOW CYIIKH TPAKTHYECKH HEBO3MOXHBIM, BCJIEICTBUE,
3HAYUTEIBHO 00Jiee MEIJICHHOTO yJAJICHUs XHIKOCTH (MCHApEeHUEM) M3 BBICOKOBS3KOTO KHJIKOTO

«pacTBOpay.

JunponuoHaTt 6eKJIOMETa30Ha pacCTBOPUM B CHCTEME mpem-OyTUIIOBbII CIMPT-BOAA, HO B HEH
HE PacTBOpsieTCA CaabOyTaMoJl, MO3TOMY B KaueCTBE PACTBOPUTENS Ui CYOJIMMALMOHHOM CYIIKH
Obl1a BbIOpaHa TpoiiHas cuctema TI'®-mpem-O0yTunoBblil ciupT — Boja. JIuTepaTypHBIX JaHHBIX O
(a30BBIX MpEBpaIICHUSIX U YCTOMYUBOCTH (a3 B CUCTEMaX HU3KOATOMHBIN CIIUPT-TETparuapodypan-
BOJla He OOHApyXeHO, I0TOMY HepeJ HCIHOJIb30BAHUEM JAHHBIX CHUCTEM /ISl IOJIyYEHUs
KOMOMHUPOBAHHBIX (DapMaleBTUUECKUX KOMITO3UIMHA HEOOXOAMMO MOJAPOOHOE H3Yy4YEHHE IPOLIECCOB

MPOUCXOOAIIHNX ITPHU UX OTIKUIC.

3.4.2. HUccnenoBaHue CHCTEMBI mpen-0yTUIOBBIN CIMPT-BOAA

Tpem-6ytunoBeii  cnupt  (TBC)  mmpoko  ucmomb3yercs B (papManeBTUYECKON
IIPOMBIIIJIEHHOCTH MPU CUHTE3€ JIEKAPCTBEHHBIX CyOCTaHIIMI, a TakKe B KaUECTBE PAaCTBOPUTENS MPU
mo¢punbHOM cymke. @as3oBas auarpamMma TBC-Bonma Obuta HcciieioBaHa HECKOJIBKUMHM HAayYHBIMHU
rpynnamu [62, 77], m npencraBineHa Ha puc. 44. JlaHHas QuarpamMma IOJy4YeHa B YCIOBUSX,
npuOMIKeHHbIX K paBHOBecHbIM MetogoMm JICK. Jlng wu3ydeHuss (a3oBbIX NPEBpAIICHUH,
IPOUCXOAIMINX HPHU OTXKHUIe OBICTPO3aMOPOKEHHBIX PACTBOPOB MbI NPOBENH JAU(PPAKIIMOHHBIE
uccnenoBanus, Tak kak 1o AanHeIM JICK B cucreme npu conepxkanuu TBC 50 macc. % nabmromaercs
MeTactabuibHast 3BTekTHKa Tipu -10°C. B pabote [77] mokazaHo Halu4he B CUCTEME MHKOHTPYEHTHO

IJIaBAMICTOCA COCAMHCHUA.
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Puc. 44. ®a3oBas quarpamma cucteMbl TBC-H2O, cornacHo ganubiM [62].

20.5 macc. % TEC

37.0 macc. % TBC

]

-
=

-10 * ""* x, o X lU . ~** ** 1| W * : ** * * [ %
J 10| —_A__MJ'L\_J \LI(JJL_}M.,A\;AMN%
-30 ‘JL._ A M )\ ’l J\.MJ
-70 -—Jw Ej 70 b LJ
-100 \JLﬁ_ J\._JUL_)UJ L«J_JJ‘ 100 J \ jLM_/L—-J
| TBC2HOL 11 L i | TBG'2HO | [ | | | || mi ||
nealh! | nealh | \ |
T T T T T T T T T T T T T T T T T T T T T T
5 10 15 20 25 30 35 40 5 10 15 20 25 30 35 40
20, rpagychbl 20, rpaaycbl
66. 8 macc. % TEC
" _J:MJ
-10 _J
-30 __JJ
_“J:JUJU
-100 ——J
| TEC'ZHO| P rwmn v
neplh | | | | |
T T T T T T T T T T T T
5 10 15 20 25 30 35 40
2 ©, rpagychbl
Puc. 45. HdudpakrorpaMmbpl OBICTPO 3aMOpPOXKEHHBIX pacTBOpoB TBC-Boga ¢ paznmuyHbIM

cogepxkanneM TBC mpu pa3nuyHbIX Temieparypax (aTMocdepHoe naBieHue). Pediekcsl,

otHocsimuecss k gauruapaty TBC u npay Ih, mpuBenenst BHU3Y;*

- 0003HaueHbl HaubOoOsEE

cunbHbIe pedexcsl Gassl ThC-7H20. CneBa y kaxxaoi cepun ykazaHa remmnepatypa B °C.

runoTeTndeckoro kiarparHoro ruapara ThC-17H,O) u 37.0 macc %

B pactBopax ¢ cogepxanuem TBC 20.5 macc. % (conepkaHue crupra NpUOINKEHO K COCTaBy

(comepkanue coupTa
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npuOIMKEHO K cocTtaBy wMeTtactabmibHoro rtuapata TbC-7H,O) mpu OBICTpOM  OXJIaXIACHUH
obpasyrotcs hazsl TEC-2H,0 u rekcoronanproro npaa (-100° u -70°C), uto cooTBeTcTBYET (ha3zoBoi
muarpamme  (puc.  45). Ilpum mocnemyronmieM HarpeBe IMPOUCXOAUT TMOSBICHHE pedIieKCcoB
MeractabminpHoro ruapara ThC-7H,O, a Ttaxke HeOOIbIIOE MaJCHHE HWHTCHCUBHOCTH PEQIICKCOB
rekcoronanbHoro Jpjaa u ThC-2H0. B cinydyae 3aMopokeHHBIX pacTBOpoB ¢ coaepxanuem ThC 66.8
Mmacc. % (comepikanue cnmpTa npubdamkeno k cocrapy ThC-2H,0) mpu Temneparypax -100° u -70°C
B cucreme mnpucyrctByer 2 ¢asel: TBC-2H,O wu nen. Pednekcel npaa ropa3ino MeEHBIICH
WHTCHCUBHOCTH, YE€M IPH MEHbBILIEM COJEPKaHUU CIHPTA, BO3MOXKHO, ATO JieA, 00pasyroIuiics u3
Biaru atmocgepsl. [lpu mocnegyroiem HarpeBaHHMM CHUCTEMBI Ha JudpakTorpamMmmax HaOIIOAIOTCS
peduekcel  ¢azer  TBC-7H,O  (-30°, -10°C). Takum oOpa3zam 1O JaHHBIM TOPOIIKOBOM
TU(PPaKTOMETPUU NP HU3KUX TeMIepaTypax (a3oBblil cocTaB 3aMopokeHHBIX pacTBopoB THC-H,0
COOTBETCTBYET PaBHOBECHOMY, a MpH Ooyiee BBICOKMX TEMIIepaTypax MPOUCXOIUT OOpa3oBaHUE

MeTacTabMIbHOTO MHTOHKYPEHTHO maBsuierocs ruapara ThC-7H,0.

3.4.3. MopenupoBanue ¢a3oBbIX npeppaileHuii B TpexkomnoneHTHoii cucreme TT'®-THC-

BOJa

Knarpatubeiii ruzapar, oOpasyroumiica B cucteme TI'®-Boga, obGnamaer Haubombluei
TEPMHUECKON YCTONYMBOCTBIO CPEM BCEX U3BECTHBIX K HACTOSAILEMY BPEMEHU T'MIPATOB KyOHMUECKON
cTpykTypbl |l, 00pa3yeMbIX JETKOKMISIIMMH SKUAKOCTAMH [69] BciexcTBue HaWmydInei
KOMILJIEMEHTAapHOCTU pa3MepoB Mosiekyibl TI'd Gonbuoit nonoctu kapkaca KC-11. [Toatomy moxHO
0KU/1aTh, yTO B TpoitHOH cucteme TI'®-THC-Boxa Oyaer oOpa30BhIBaTbCS CMEIIAHHBIN KJIaTpaTHBIN
ruapat KC Il, B koTropom vacte Oonbiux nojocret Oynet 3ansra mojekyinamu TI'®, a vactes — TBC.
[TpriueM BO3MOXHO Kak 0Opa3oBaHHE COEJUHEHHS TOCTOSHHOTO COCTaBa, C ONMpPEIEICHHBIM MOJIbHBIM
cootHomeHueM TI'® u TBC, a Bo3MoxkHO oOpa3oBaHHe TBepAOro pactBopa. Eme Gonee crmoxkHas
cucreMa BO3HHKaeT, eciau Moiekynsl ThC Oyayr BcTpauBaTbes B BOJAHBIM Kapkac. C 1enbro
MUHUMU3ALMN YKCIa SKCIIEPUMEHTAIIBHBIX TOYEK, HEOOXOAUMBIX Ul TOCTPOECHUS TPOMHOU (ha3oBoit
nuarpammbl TI'®-TBC-Bona, ObLIO TpOBENEHO Cieayrollee MojenupoBanue. Jns Hayama ObLIO

MMPEAIIOJIOKCHO, YTO B CUCTCME HC O6p8.3y10TCH TpOP'IHBIe COCOAUMHCHUS.
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H,O H,0
0,00 0,00

Tro*17H,0
0,25

TBC*2H,0
0,25

TBC*2H,0

0,75 0,25

0,75

¥ 7 0,00 0,00
Tr¢ 0.00 025 0,50 0,75 1,00 TEC Tro 000 0,25 0,50 0,75 1,00 TBC

Puc. 46. Tpuanrynsaiuu B cucteMe ¢ 2 OMHAPHBIMHU COCIMHEHHUSIMU 0€3 00pa30BaHUsI TPOMHBIX
COCIMHEHU N

OO0pa3oBanue B CHCTEME HECKOJIbKMX JIBOWHBIX WM TPOMHBIX KOHTPYEHTHO ILJIABSAIIUXCS
COCIMHEHUH TTOCTOSIHHOTO COCTaBa MO3BOJISIET Pa3aeiuTh T-X1-X2 MPOEKIUIO CUCTEMBI HA MOJCUCTEMBI
MeTOOM TpHaHryisuuid [37]. B HameMm ciiydae B ABOWHBIX CHUCTEMax OOpPa3ylOTCS KOHTPYEHTHO
mnapsmecs  coegquHenus TI'®-17H,O u TbhC-2H,0O. Jlng Hayano paccMOTPUM  BapUaHThI
TPUAHTYJSALUU B cucTteMe 0e3 oOpa3oBaHHUsl TpoWHOro coeauHeHus (puc. 46). Bugno, uro B 0b6oux
ciy4asix B pa3OMeHHusX TpeyrojpHuka ['mb0ca NMpucyTCTBYET TPUAHTYJIAIMS C BEPIIMHAMU B TOYKAX
H,0, TI'®-17H,0 u TBC-2H20. MIMeHHO 3Ta KOHIIEHTpaIlMOHHAs 00JacTh JUarpaMMbl WHTEpPECHA

HaM IS NTOJIYUCHU S HOBBIX JICKAPCTBCHHBIX (bOpM

PaccMoTpuM srneMeHTapHYIO MOACUCTEMY IBTEKTUYECKOTO THUIIA, KOTOpasi MPeICTaBIseT co0on
TPUAHTYJIAIMIO ¢ BepirHamMu B Toukax HyO, TI'®-17H20 u TBC-2H,0. Ceiiuac u B naapHENIIEM MbI
OyleM CTOUTh XapaKTEPUCTHYECKOE TOJUTEPMHUUYECKOE CEUYCHHE Ha OTPEe3Ke, COCIUHSIONIEM
TI'®-17H,0 (19,6 mace. %; TI'®) u runorerudeckuit knatpatueiii rugpatr “ThC-17H,0” (19,4
macc. %; TBC). 3Has BUA ATOrO CeueHUsi, Mbl CMOXKEM OIpeAeTuTh U JApyrue obmactu Ha (a3oBoit
auarpamme 0e3 MpHUBJICUEHUS JOTIOIHUTEIbHBIX IKCIepUMeHTOB. Eciin Touka TpoiiHoii 3BTekTHKH (E)
B TtpeyroapHuke HO, TI'®-17H,O0 u TBC-2H,O na nuarpamMme IJIaBKOCTH JICKHUT HUKE
XapaKTePUCTUYECKOTO CEYEeHHs, TO CceueHue OylIeT Tmepecekarb KPUBYIO AIBTEKTHYECKOM
kpuctamm3anuu (e1E), uro cxemarmdecku mpuseneHo Ha puc. 47 A. CoOTBETCTBYIOIEE ATOMY

XapaKTepUCTUUECKOEe CeueHue MpuBeIeHo CHU3Y (puc. 47 B)
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Puc. 47. BapuanTsl ydacTka muarpammbl miaBkoctu (A, b). Ha pucynkax A u b kpyxkamu
OTMEYEHBI TOJIOKEHUsI TOoueK B ABOMHBIX cuctemax (TI'®-17H20, el, e2, TBC-2H20),

M3BECTHBIX U3 JUTEPATYPHBIX JaHHBIX, KBaJpaTaMu — npeanonaraemsie (e3, E)

Ecnu touka tpoiinoil »Brektuku (E) B Tpeyroasauke HpO, TT'®-17H,O u TBC-2H,O Ha
JarpaMMe IUIaBKOCTH JIEKHT BBIIIE XapaKTePUCTUUYECKOTO CEUeHHs], TO ceueHue OyAeT nepecekarh
JIB€ KpUBBIE IBTEKTUUYECKON KpucTamuianuuu (e2E u e3E), uto cxemarnuecku npuseaeHo Ha puc. 47 b.
CootBeTcTBYyIOIIEE HSTOMY XapaKTEpUCTUYECKOE CcedeHue npuseneHo crmpaBa (puc. 47 I).
Xapaxrepuctuueckue ceueHue B u I' MOXKHO pa3nnuuTh eciiv MpoBecTH (a3oBbI aHATU3 TBEPAOIO
OCTaTKa HAXOMAILIErOCs B PaBHOBECUM C KUAKOCTBIO IIPHU O4YeHb MayioM coxaepkaHnuu TI'®. To ects

nomnactb B 001acte ThC-2H,0+x B ciiyuae B niu nonacts B 061acTh ek B ciydae .

Crnenyrouuii mar 3T0 MOCTPOSHHE TPUAHTYISALUNA B ciydae 0Opa3oBaHUs OJHOTO TPOMHOTO
coenuHeHUsT mocTostHHOTO coctaBa (T) (puc. 48). OmHMM W3 YCIOBHH JaHHOTO MPEATIONOKCHHS
SBJISIETCSL TO, YTO TpoiHOe coenuHenne (T) NeXHUT Ha OTpe3Ke, COSAMHSIONIEM COCTaB KJIATPATHOTO
ruapara TI'®-17H,0 (19,6 macc. % TI'®) u runoretmueckuit knarpatubiii ruapar “ThC-17H,0”
(19,4 macc. % TBC) B COOTBETCTBYIONINX JBOWHBIX CUCTeMax. 10 €cTh 4acTh OOJBIIUX MOJIOCTEH B
KJIaTpaTHOM rujpate 3ausaTo moJiekyiaamu TI'D, a vacts ThC u coorrHomenue TI'®:ThC ne mensiercs,

MouiekyJibl ThC B BOIHBIN KapKac HE BCTPAUBAIOTCA.
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1,00

Tro*17H,0
0,25

Tre*17H,0
0,25

TBC*2H,0 TBC*2H,0

0,75 025

0,00 1,00 0,00
7 7 ;3 )
Tre 0.00 0,25 0,50 075 100 TBC Tre 000 035 0.80 075 100 Tg

Tre*17H,0
0,25

Tre 000 025 0,50 075 100 TEC

Puc. 48. Tpuanrynauuu B cuctemMe ¢ 2 OMHApHBIMU COEIMHEHHUSIMHM C 0Opa30BaHHEM OIHOIO
TpoiiHoro coeauHenus. bykBoit T Ha pucyHKkax 0003Ha4€HO TPOIHOE COETMHEHHE

B wuHTepecyromeil Hac KOHLEHTPAlMOHHON oO0JiacTH BapuaHThl TpuaHryasuuii b u B
UACHTUYHBL. [IpUHIMNUAIBHBIN BHJ XapakTEpPUCTUYECKOTO CEYEHHA I BCEX BapUaHTOB
TpuaHryiasuuii Oyner oguHakoB (puc. 49). Tak kak Bo Bcex BapuanTax (A,b,B) mpucyrctByer

TpeyrojiabHUK ¢ BepunHamu B Toukax T, HoO u ThC-2H0.

A oo THK b s 5
s -M -5 W
Jex
* = =
L 2 O o4 Lo 2
5 . L 2 5 =
g 02 g 2
B o = ©
g 3 S <
e ] b S
] 5| TreMTHOMT THK s g 5 TrouTHosT T+XK 5B
= 2 o = o
2 o 2 o
TEC'ZHZO
-104 T+TBC'2H,0+K +nep+X  |-10 -104 T+TBCZH WK +nea+X --10
T+ TEC"ZH!O‘*neq | T+ TEC*2H20+ne,q
-15 . T r : T . : . -15 -15 . . T r r . . . -15
0.0 02 o4 06 08 1,0 0,0 02 o4 06 08 1,0
Tr*17H,0 TBEC*2H,0+nen Tro*7H,0 TEC*2H,O+nen

Puc. 49. IIpuHIMNMAIBHBINA BUJT XapaKTEPUCTUUYECKOTO MOJMTEPMUYECKOrO cedeHus. B ciyuae
KOHTPYEeHTHOTO (A) u uHKoHrpyeHTHOro (b) mnaBnenust tpoiiHoro coenunenus. byksoir T Ha
pPUCYHKax 0003HAUYE€HO TPOMHOE COEMHEHHE
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Bo3moxHO 00pazoBaHue HE CTEXUMETPHUUECKOTO COSTMHEHUS, @ TBEPIOTO pacTBOpa Ha OCHOBE
KC Il. To ectb cooTHOmIeHNs: KOMIIOHEHTOB (TT'® n THC) B kiaTpatHom rujpare Oyzner MeHATbes. B
3TOM ciiyyae 00JacTh CyIIECTBOBaHMS I'MIpaTa MEPEMEHHOTO COCTaBa MOXKET OBITh Pa3IU4HON (pHC.
50), Torna puc 49A nepeiiner B puc 50 b a B cirydae HHKOHTPYSHTHOTO TUTABJICHHS TBEPIOTO PacTBOPA

Ha ocHoBe KC Il puc. 50 b nepeiiner B puc. 50 C.

A 5] s
X =
L o Lo 8
g £
E TEC*2H,04K /pon 1 3
-3 X ]
2 5 i
H
[ (9]
= | H17 L
TBC*2H,0
-10 4 --10
/ H17 + TBC*2H,04XK *neatik
H17 + TEC*2H20+neA:|
-15 T T T T -15
00 02 04 06 0.8 1,0
Tr®*17H,0 TEC*2H O+nen
TI'O’17H20
b
5 Ls
g
S g
g ° o 3
= 1
3 <
-3
2 - B
: 718 e
" £
I*e= TBC*2H,0
104 T+TBC 2ZH,00K *neati -1
( T+ TEC*2H,0+nen
-15 , : . -15
00 02 04 0.6 0.8 1.0
Tr®*7H,0 TEC*2H O+nen
C .. s
g
L0 Lo 2
g 2
2 1 Tr®*17H,0+Ts Ts+)XK B
g 3
g 5 59
= nep + X °
) (9]
= i
Ts Ts+TBC*2H,0+X
10 4 AN
I\IBC*2H,0
Ts + TEC*2H,0+nen, +nen+)K
-15 T T T T -15
00 0.2 0.4 06 08 1,0
Tr®*17H,0 TEC*2H O+nen

Puc. 50. BapnaHThl NpUHIMNHAIBHOTO BUAA XaPAKTEPUCTHYECKOTO MOJUTEPMUYECKOTO CEYEHUS
B ciyyae 0Opa30BaHUS COEIMHEHMsS NEepeMEeHHOro cocraBa. O00O3HaueHUs, MPHUBEICHHbIE Ha
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pucynke: H17 u T 0603HaueHUs1 CMEIIaHHOTO THpaTa

3.4.4. HUccaenoBanue (pa3oBbIX NpeBpameHnii B TpexkxoMnoHeHTHoOH cucreme TI'®-THC-

BOJA

[TopomkoBele audpakTorpaMmbl 00pas3ioB ¢ paziudHbiM cooTHommeHneM TI'®@ u TBC,
3anucaHHbie B TemneparypHoM wuHTepBaie oT -100°C mo 0°C, npencraiensl Ha puc. 5S1. Ha
MOPOUIKOBBIX AudpakTorpammax odpasnos «A» (15 macc.% TI'®, 5 macc.% TBC) u «b»(10 macc.%
TI'®, 10 macc.% TBC) npu Hu3kux remneparypax (-100°C- -70°C) npucyTCTBYIOT TOIBKO PeQIICKCHI,
otnocsmecs K (azam rugpara KC-11 u npaa Ih.Ilpu nanpHeiimemM MOBBIIIEHHH TEMIIEPATyPhl OBLIO
OTMEUYEHO MosBIeHUE pediiekcoB(0ueHb cnaboil WHTEHCHUBHOCTH), OTHOCSHIMXCA K (ase rumpara
THC-2H,0.Ha nopomkorpamMmax odpasua «B» (5 macc.% TI'®, 15 macc.% TBC) B TemneparypHoM
unrepBaie ot -100 u -70°C npucyrctByroT peduekcsl Tpex da3: ruapara KC-1lnpaa Ih, u ruapara
TBC-2H,0. Ilpu nanpHeieM MOBBILIEHUH TEMIIEPATYphl HA MOPOLIKOrpaMMax, 3alMCaHHbIX IpU -
30°C u -10°C mnosBusitorcsi pediekchl, orBeuaromue ¢aze obpasyromierocs B cucreme ThC-Bona
metactabuibHOror ruapata ThC:-7H,0. Ha nopomkorpammax Bcex o0pasnoB, 3anucanubix mpu 0°C,
HPUCYTCBYIOT TOJBKO pediiekchl abaa Ih Manoit MHTEHCHBHOCTH M HAOJIOJAeTCsl MOMHATHE 0a30BOM
JWHWAW, YTO CBHUJICTEIbCTBYET OHAIMYMHM JKHIKOCTH B KioBere nau¢pakromerpa. CpaBHEHHE
napaMeTpoB asneMmeHTapHou sueiiku rugpara KC-1l, paccuntannsix ans Bcex obpasuoB (puc.51 T),
MoKa3ajo, 4yTo ¢ yBenudeHuem coaepxkanus ThC B oOpa3iax 3aMOpOKEHHBIX PACTBOPOB MPOUCXOAUT
yBEJIMUEHHUE TMapameTpa sjeMeHTapHoi sueiiku rugapara KC-ll u n3meHeHue yriia HakjgoHa KpUBOM
TEPMHUECKOT0 paclIupeHus (KodppuueHTa TepMHUUECKOT0 PAaCUIMPEHNs), HA OCHOBAHUU YET0 MOXHO
HpeAnonoxuTh, uto (assl ruapatoB KC-ll, momyueHHsle npu oxmnaxaeHun oOpasnoB «A» u «By,
UMEIOT pPa3NuuHbli coctaB.Takum o00pa3oM, Mbl IpenanojaraeM, 4ro IPOUCXOAUT YaCTUYHOE
3amenienue Monekyn TI'®d na monexynsl ThC B 60abmux nonoctsax ruapara KC-Il, yto npuBoaut

YBEJIMUCHUIO IMapAMETPa JIEMEHTAPHON TUCUKH.
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Puc. 51. Judpakrorpammsl 3aMOpOKeHHBIX pacTBOpoB A — 15 macc.% TI'®, 5 macc. % TBC, b
— 10 macc.% TI'®, 10 macc.% TBC, B — 5 macc. % TI'®, 15 macc.% TBC npu paznuusbix
TemIeparypax u arMochepHoM JaBieHuu (Temreparypa B °C ykaszaHa cieBa OT PUCYHKOB), I' —
cpaBHeHue napamerpos sueiiku KC |l ais kaxaoro u3 cocTaBoB MpH pa3IndHbIX TEMIIEpPATypax.

Jlis TOATBEpXKICHHUsT THIOTe3bl 00 00pa30BaHMM CMEIIAHHOIO KJIATpaTHOrO THApaTa B
u3yyaeMoil cucteme Oblu npoBesieHsl uccnepoBanus KP cnexrpockonuu (puc. 52). [{ns aeranbHOro
paccMoTpeHust BeiOpaHa obmacte konebanuii 730-780 cM’, Tak Kak B 9TOH 061aCTH HE HAGMIOIACTCS
kosnebanuit Monekyiasl TT'® u npucyrcTBytoT BHyTpuMonekyisipablie konedanus ThC O-H 752 cm
1(pI/IC 52 E). B cnyuae 3amoposkenHoro pactsopa 20 macc. % TBC B Boae HabmomaeTcsi cMerieHue
KOIeGaTEeNEHOM MOJIBI B JUTHHHOBOIHOBYIO 00/macTh (761 cM™), 4TO CBHIETENBCTBYET 00 06pa30BAHNM
BosopogHoi cBsi3u OH rpynmsl crimpra u monekyasl Boiasl B crpykrype ThC-2H,O. B ciydae
cmemmanHbIX pactBopoB TT'®-TBC-H,0 cmemenune konebanus O-H nmporncxoaut B KOPOTKOBOJIHOBYIO
oGmacte (747 cM™), 9TO TOBOPHT 06 HM3MEHEHHH OKpYXeHHs Moiekymsl TBC B Hcciemyembix
o0pa3uax. DTo sBIeHHE NOATBEPKAACT TUIMOTe3y 00 00pa30BaHMM CMEIIAHHOTO KJIaTPaTHOro IrUpara.
Crout otmeTuTsh, 4to Ha cnektpax B u I' (conepxkanune THC B cmecu 10 u 15 macc.%) HabGnronaetcs

" ” -1
HeOoJIbIIoe MOAHATHE 0a30BOM JIMHUU B pailoHe 761 cM ™. DTO CBUAETENLCTBYET O MPUCYTCTBUU B
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obpasmax monekyn ThC, koTopblie cBsi3aHBI BOJAOPOIHON CBSA3BIO C MOJICKYJIAMH BOJIBI, TO €CTh (pa3bl
TBC-2H70, uro u HabmogaeTcss Ha TMOPOIIKOBBIX AudpakrorpaMMax. TakuMm o0pa3oMm, JaHHBIE
cnektpockonuu KP mnoxareepknaroT JaHHbIE IOJYy4YEHHBIE C I[OMOIIBIO METOAA IOPOIIKOBOU
peHTreHoBcko nudpakuuu. OOpazoBaHuEe YK€ Ha CTaJAMM OXJIAXACHUS HCXOJHOTO pacTBOpa
COEIMHEHUS TIEPEMEHHOIO COCTaBa - 0BOHHO20 KAAMPAMHO20 2UOPAmMA, CBI3bIBAIOIIECTO PU ITOM
BCE KOMITOHEHTHI PacTBOpa (BOAa W JIETKOKHITALINE OPraHUYECKHE DPACTBOPUTENH), CTa0MIBHOCTh
KOTOpOro (ClieIOBaTeNbHO, M TPEACIbHYIO TEMIIepaTypy CYLIIKHM) MOXHO OyaeT BapbUpOBaTh
KOHIIEHTpalluell KOMIIOHEHTa, CTAaOMIM3UPYIOIIEr0o KapKac KJIaTpaTHOro THIpara, ClIesiaerT
BO3MOXXHBIM  CO3JaHHE BBICOKOO((EKTUBHBIX JIEKAPCTBEHHBIX (OPM HOBOTO IMOKOJICHUS C

HCIIOJB30BaHUECM MCETOJAa CYGHHMaHHOHHOﬁ CYHUIKM 3aMOPOKCHHBIX paCTBOPOB B CHUCTEMax C

KJIaTPaToOOpa30BaHHUEM.
E
A
r
A
T T T T T T T T T
730 740 750 760 770 780

-
BonHoBoe y4ucno, cMm

Puc. 52. Ciextpsl KP 3aMOpoxeHHEIX pacTBopos 1pu -196°C B o6mactu 730-780 cm™. A —20.4
macc. % TT'® B Bone, b — 15 macc. % TI'® u 5 macc. % TBC B Bone, B — 10 macc.% TI'® u 10
macc. % ThC B Boge, I' - 5 macc.% TI'® u 15 macc. % TBC B Boge, [ — 20 macc.% ThC B Boze,
E — TBC.

Omnpenenenue Ttemneparyp (a3oBBIX IEPEXOJOB sl IOCTPOCHHUSA XapaKTEPUCTHYECKOrO
MOJIMTEPMUUYECKOTO ceueHus (puc.53) u ompeneneHus NpeneiabHOW TeMIepaTypbl MEpBOM CTaauu
CYIIKH, UCIIOTIb30Bau MeTo]1 Auddepennnansuo-repmudeckoro ananusa (ATA). Pe3ynbraTsl JaHHBIX
JATA npencrasiensl Ha puc 53, Ha HeM 0003Ha4eHBI Temrepatypbl 3p(GEeKToB U UX PaCHoJIOKEHHE Ha
otpeske coctaBoB ¢ 80 macc.% Bonbl. Ha ocHoBanuu nonydeHHbsix naHHeix POA, KP cnekrpocokuu u
JATA Obin BbIOpaH BapuaHT HOJUTEpMUYecKoro cedeHust Qazosoil auarpammsl TI'@-ThC-Bona,
KOTOpPBII MpeacTaBnsieT oOpa3oBaHHME B CHCTEME TBEpJAOrOo pacTBopa Ha 0a3e HMHKOHTPYEHTHO

TUTABSIIETOCsS TPOWHOTO COeauHEeHUs - ABoiHoro kiarpatHoro ruapata KC Il (puc. 50 C).
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TemmnepaTypa 1aBiIeHUST TPOMHON ABTEKTHKU ObLIa HAMHU ompenesieHa U coctaBisieT -12,4°C (camas

HWDKHSS TPYIIA TOYEK Ha puc. 53)

6 - -6
4 _- X -_4
2] [ 2
04 Tro*17H,0 + X -0
o 3 '.-2
- ] A 4 -
e
10 Tk mmX L
5 ' ' - , TBC'2HO -8
s - Ts . ‘ ‘ : . . +:e,q+)|( -__10
TF®*17H,0 '12‘: é] : ; T5+T5;C*2H2§+}K : . = :"12
. 4 : Ts + TEC*2H O+nea -1
16— ' — T T T T J T J -16
0,0 0.2 04 0,6 08 1,0
Tro*1 THZO Cogpepxatue TBC, macc% nea lh +T5C*2HZO

Puc. 53. J[lammeie JITA 5SKCHepMMEHTOB, 3HaYkaMd OO0O3HA4YeHBI TepMOdI(D(EKTh
HOJUTEPMHUUYECKOE CEUCHHE.

3.4.5. OmpeaeneHue TeMmepaTypbl OCHOBHOH CTaguM CYHIKH HpPH HMCHOJb30BaHUU

pacteopoB TT'®-THC-Bona

Temmneparypa 1uiaBiaeHuss TpoWHOW 3BTeKTUKU B cucteme 17 ®d-THC-soda, omnpeneneHHas B
naHHOW pabore coctasiseT -12,4°C, koTtopas, TakKUM 00pa3oM, SIBISIETCS KPUTUUECKOM TemrepaTypoit
nepBoil cramuu cymku. OmHAaKo, TMPUHUMAs BO BHUMAHHE JOMYCTUMYIO MoOrpemHocts (+2,5°C)
OOBIYHO UCHONB3YeMBIX B TEXHUKE JJIs M3MEpeHHs TeMmIepaTyp B YKa3aHHOM HHTepBaje
HEKIMOPOBAHHBIX TepMOIap (XpOMeENb-KOMNENb, XPOMENb-AJIIOMENb; KJIACC TOYHOCTH 2 U 3), MBI

OyzieM MCIoNIb30BaTh TeMiiepatypy -15°C st mepBoil CTaiuu CYIIKU

3.4.6. BpIOOp KOHUEHTPALMOHHOIO IMANA30HA MCHOJIBL3YyeMOi CMeCH pacTBOpUTeseill H

PACTBOPEHHBIX BELIECTB.
Taxum oOpa3oM, HHTEPECYIOMNNA HAC IUaNa30H KOHIIEHTPAIMil CMEIIaHHOTO PACTBOPUTEIS:

Bopaa: 77-80 macc. %
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Kak Obuto oTMeueHO paHee, NMpU PACMBUIEHHH PacTBOpa B €MKOCTb C JKUIKUM a30TOM C
MCIIOJIb30BAaHUEM CXKATOr'0 BO3JyXa IMPOUCXOIUT UCIIAPEHHE HEKOTOPOIO KOJINYECTBA JIETKOKUIISILETO
OpPraHMYECKOI0 PacTBOPUTEINS], MO3TOMY Mbl IPEIOJAraéM HCIOJIb30BaTh COCTaBbl CMEIIAHHOI'O
pacTBOpPUTENSE C HECKOJIBKO MEHBIIMM cojaepkanueM Bozbl (77 macc. %), yeM cocTaB JBOMHOIO
knatpatHoro ruzapata (80,6-80,4 macc. %), ogHako naibHeWIee YMEHbIIEHUE COACPMKAHHS BOIbI
HEXKENIaTEeIbHO M3-32 BO3MOXKHOCTHU TOMNAAaHus (PUTYPATHBHOM TOUYKH CHCTEMBI (TI0CIIE PACIIBIIICHNS) B
o0nacTh (a30BO AMArpaMMBI, T OAHUM U3 KoMIOHEHTOB Oyzaer TT'®. B atom citydae, Temmneparypa
TJIaBJICHUSI TPOMHOW ABTEKTHUKU B JAHHOM IMOJCUCTEME OyNeT HIKe JuOOo mpumepHo paBHOU -109°C
(temneparypa 1iaBiaeHus: 3BTeKTUKH (TT'D - ruppatr TI'®-17H,0) B nBoitHoi cucteme TI'd-ona),
YTO MPHUBEICT K MOSBICHUIO HEKOTOPBIX KOJIMYECTB KUAKOWU (a3bl ¢ OompmmM coaepxanuem TI'D
IPU NPEBBIIIEHUH 3TOH TEMIEPATypbl, YTO IPUBEAET K PACTBOPEHUIO M NEPEKPUCTALIU3ALUN
JEHCTBYIOIIMX BEIIECTB KOMIIO3ULMHU, JAPAMAaTUYECKOMY YMEHBIICHUIO YIEIbHOM IUIOIIAIN
MIOBEPXHOCTH U HEPABHOMEPHOCTH PACIPEICIICHHUS NEUCTBYIOIIMX BELIECTB B KOMIoO3umuu. Jns
IPEOTBPALEHUS] ITOr0 HEOOXOAUMO Oy/eT MPOBOAUTH MEPBYIO CTAIMIO CYLIKU MpU TeMIlepaTypax
Hwke -109°C, dYro Mbl cUWTaeM HEIelecooO0pa3HbIM 3KOHOMHUYECKH.B  cBolo  ouepensp,
Oonblieecosep)kaHue  BOJBI  HEIENIeCOOO0pa3HO  BCIEACTBHUE  yYMEHBIIEHUS  PAaCTBOPUMOCTHU
JNEHCTBYIONIMX KOMIOHEHTOB (JAMIPONUOHATOCKIOMETa30Ha U CcaabOyTamMol) KOMIO3HUIMHA B JaHHOM

CMEIIIaHHOM PacTBOPHTEIIE.
TI'®: 5-15 macc. %, TBC: 15-5 macc. %

Cymmapnoe cogepxanne TI'® u THC He Moxer mnpeselmiath 23 macc. %. llpu stom,
cHkenue coaepxkanus ThC ke 5 macc. % B JaHHOM CMEIIAaHHOM PacTBOPUTEIIE HELeIeco00pa3Ho
BCJIE/ICTBUE KPUTUYECKOTO CHUKEHUSI PaCTBOPUMOCTH AUNPONHOHaTa 6ekiiomera3ona (Tadbauna 10); a
npu conepxkanun TBC Beime 15 macc. % HaGmonanoch pacciauBaHHUE >KUIKOCTH BCIEACTBUE

CYIICCTBCHHOI'O CHUIKCHUA PACTBOPUMOCTH TJIMIIMHA B MTOJIYYCHHOM CMCIIAHHOM PACTBOPUTEIIC.

Tabnuua 10. PactBopuMocTs aunpomnuoHaTta 6exinomerasoHa B pactBopax TI'@-ThBC-soga

Cootnomtenue TT'®: THC:Bona 20:0:80 15:5:80 10:10:80 5:15:80
(macc. %)

PactBopumocts aunponuonara | He 0,5 Mr/T 0,75 Mr/r 0,9 mr/r
OexsioMeTa3zoHa (Mr/r | pacTBOpUM

pacTBOpUTEs)
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Bbl50p COOMHOULeHUA KOMNOHEHMOB KOMNo3uyuu

CooTHolIeHHE AUNPONMUOHAT OEKJIOMETa30Ha:CANbOYTAMOI:TIUIMH B KOMIIO3UIUU W,
CJIEIOBATENbHO, JMAIla30H HCIOJIb3YEMBIX KOHUEHTpalUi INIMLIUMHA B MCIOJIB3YEMOM CMELIaHHOM
pacTBoOpUTEIIe TI'®-ThC-Bona BEIOHpaTH TaKuM obpa3zom, 9TOOBI coJiepKaHue
TUIponuoHaTabeKIoMeTa3oHa/canp0yTaMmosia B OTHOM 103€ KOMIO3UIUH (5 Mr nub6o0 2.5 Mr B Karcyie
JUISL HHTISITOPOB CYXOT'O MOPOIIKA) HaXOIWIOCh B JUANa30HE HCIOJIb3YyEeMbIX TEPaleBTUUECKUX /103
(ot 50 Mkr B 2,5 mr g0 250 Mkr B 5 mr). UTak, IOCKOJIBKY MaKCUMaJIbHOE KOJIMYECTBO CYXUX BEILIECTB
JUMHUTUPYETCS PACTBOPUMOCTBIO JHUIPONMOHATAOEKIOMETa30Ha B HCIOJB3yEMOM CMEIIaHHOM
pacTBOpHTeNie, TO JJI KOMIIO3ULIUHN C COJEpKAaHUEM AUMPONHOHATA0EKIOMETa30Ha OKOJIO 2 Mace. % U
MeHee I1eJIeCO00Pa3HO HCIOIb30BaTh KOHICHTPAIUIO TIMIKMHA 25 MI/T CMEIIAaHHOTO PacTBOPHUTENs
(Ipu 5TOM KOHIIEHTpALUs AUIMIpONHOHaTabeKIoMeTazoHacocTaBisieT oT 0,5 mr/r pacrBopurens). s
CO3JIaHUs KOMITO3UIIMIA C COJIEpKAHUEM JHUIPONMOHaTabeKIoMeTa3oHa oT 2 10 5 mMacc.% HeoOX0 Mo
CHI)KAaTh KOHIIEHTpaluio riuiuHa (1o 10 Mr/r pacTBOpuTelns) MPU KCIOJb30BAHUH MaKCUMAIbHO
BO3MOXXHOH KOHIIEHTpAllMU JUIPONUOHaTa OekjomerazoHa B pactBope (0,5 Mr/r pactBopurens).
CHMKEHHE OJIHOBPEMEHHO KOHIIGHTPAllMH JHIPOIMOHAaTa OEKJIoMeTa3oHa (0T MAaKCHMaJIbHO
BO3MOXKHOH) ¥ TIMIMHA JJIs1 CO3/JaHUs  (DapMaleBTHUECKOW KOMITO3UIIMH C COJEpKAHUEM

JUITPOIIMOHAT abekaoMeTa3oHa oT 2 o 5 Macc.% 3KOHOMUYECKH HCLICJ'IGCOO6P8.3HO.

Copepxanue canbOyTamosa B KOMIIO3ULIUAX JINMUTUPYETCSI MEHEE CTPOTO BCIIEJICTBUE JIydILEi
pPacTBOPUMOCTH B HCIIOJIB3yEMOM CMEIIaHHOM pacTBopuTene (Tabnuua 11), onHaKO Mpu MOBBIICHUN
COOTHOILEHUS CalbOyTaMOJI: IUIPONUOHAaT OekjIoMeTa3oHa Oojee uyeM B 2 pas3a, CHHXKAeTcs

PacTBOPUMOCTh M CKOPOCTh PACTBOPEHHS TUIPONMOHaTabekiomerazona (Tabmura 11).

Tabmuma 11. CoBMecTHasi pacTBOPUMOCTh callbOyTaMolia U JUIPONHOHATa OEKJIOMEeTa30Ha B

pactBopax TI'®-ThC-Bona

TIr'®: ThC:Boma | 15:5:80 10:10:80 5:15:80
MakcumansHast | 200 mr canpbyramona | 200 mr canpOyTamora 200 mr canbOyTamoa
pPacTBOPUMOCT,

10 mMr gumpormonara | 10 Mr ngunponmonara | 10 Mr nunponuoHata
mMmr B 20 T
OexJIoMeTa30Ha OexJIoMeTa30Ha OexJIoMeTa30Ha
CMEIIaHHOT O

pacTBOpHTEIS
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Takum oOpa3zoM, coaep)KaHWE IUIMPONUOHATAOCKIOMETa30Ha B KOMIIO3HIMU: OT 2 10 5

macc%., canpOyramona ot 2 1o 10 macc., 6era-rimuuus — 10 100%.

3.5. HccaenoBanne Ppu3HKO-XUMHYECKHX CBOHCTB MOJYYEeHHBIX KOMIIO3HIMII CAILOYTaMOJI-
JMIPONIMOHAT OeKJI0MeTA30HA-TJIMIIUH
CpaBHEHHE MMOPOUIKOBBIX IH(PPAKTOrpaMM HCXOTHBIX CYOCTaHIMHA M MOJTYYEHHBIX 00pas3IoB
nokazano (puc. 54), 4TO BO BCEX IOJYYEHHBIX OOpaslax HOCUTEIb NPUCYTCTBYEeT B BHIE
MeTacTabuiabHON [B-Monudukanuu 0e3 npuMecu CTaOWIBHBIX MOTUMOP(HBIX MOAW(DUKALUK; TpU
TOM BO BCEX CIy4asX MPOUCXOIUT amopdu3anu canp0yTamona W AMIPONUOHATa OEKJIOoMeTa30Ha.
[Ipu 5TOM, OTCYTCTBHE CHCTEMAaTHYECKOTO CABHTA Pe(IeKCOB B O0JIACTH MajbIX YIJIOB MCKIIIOYAET
BO3MOXKHOCTh 00pa30BaHMs TBEPABIX PAaCTBOPOB calbOyTaMoia a0 AUIPONHOHaTa OEKIOMeTa3oHa

Ha OCHOBE f-TIUIUHA.

Pe3ynbTarhl 3KCIIEPUMEHTOB € UCIOJb30BaHueM criekTpockoruu KP moxazamu (puc. 55), uro
Ka)KI0€ U3 UHIUBUYyalbHBIX BEIIECTB, T.€. CAIbOYyTaMOJI, IUMPOMHOHAT OEKIOMeTa30Ha U [-TIUIMH,
XapaKTEePU3YIOTC OOBIYHBIM KPUCTAIMYECKUM COCTOSIHHUEM, BBIPAKAIOIIUMCS HATMYHUEM B CIIEKTpax
Y3KHX KOJIeOaTeIbHBIX JIMHUN KaK B 00JaCTH MEXMOJIEKYISIPHBIX (KpucTayummdeckux) (50-200 CM'l),
Tak U BHYTPUMOJEKYISApPHBIX Kojebanuii (Bwime 200 cm™). B creKTpax KOMIIOBHIHMII TOJIBKO
KoJieOaTeIbHBIE MOJIBI S-TJIMIIMHA OCTAIOTCS B BUJE Y3KUX JIMHUH, COXpaHsSS IMPU dTOM HEHU3MEHHOM
00JacTh KPUCTAIMYECKUX KoJieOaHuil. Moabl BHYTPUMOJEKYISPHBIX KojieOaHU# cainpOyTamona u
TUIPONUOHATa OEKIIOMeTa30Ha HAOMIOAAI0TCS KaK OYEeHb IIMPOKHUE MOJIOCHl MalOi MHTEHCHUBHOCTH, a

MOJIbl KPUCTAJUTMYECKUX KOJIEOaHUN OTCYTCTBYIOT (HMKE TIpeiesia OOHapyKeHHS ).
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Puc. 54. [lopomikoBsie quppaKTOrpaMMBbl, a — MOJIUKPUCTAUINYECKUI o0paser caibOyTramona; b
— MOJUKPUCTAIMUECKUN o0pasen] IUMpONHOHATAO0EKIOMETa30Ha;C- MOJUKPHUCTAIIIMYECKHUI
oOpaszenr HCXOAHOTO o-TMUIUHA; d —KOMOWHMpOBaHHas (apMameBTUYeCKass KOMIO3HIIUS
canp0yTamorna U TMIponroHaTa 6eKJIoMeTa30Ha
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Puc. 55. Cnektper KP, a — mnomukpucraiuimueckuii oOpaserm cainpOyramona; b —

HOJII/IKpI/ICTaHHI/I‘IeCKI/Iﬁ o6pa3eu JUIIPOIIMOHATa 66KHOMeTaSOHa; C— O6p33€1_[ B—I‘J’II/IHI/IHa,
MMOJIYYCHHOI'O B TCX K€ YCIOBUAX, YTO U BBIICYKA3AHHBIC Q)apMaHGBTI/I‘-ICCKI/IC KOMIIO3HIINH, d-
KOM6I/IHI/IpOBaHHaﬂ (I)apMaI_ICBTI/I‘IeCKaH KOMITIO3HULIHA CaJ'IL6YTaMOJ'Ia n  JUIIpOIIMOHAaTa
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Puc. 56. JCK kpuBbie 00pa3loB a — TMOJUKPUCTAJUTMYECKUN oOpaser; campOyramona; b —

MOJMKPUCTAIUTMYECKUI  00pa3ell IUNpPONHMOHAT a0eKIOMETa30Ha;, C — KOMOMHHpPOBaHHAsS

bapmarieBTHUECKass KOMIIO3HIINS CaTbOYTaMOJI-AUITPOITHOHAT OEKIOMETa30Ha-TITHIIHH.

Pesynprater JICK oskcnepuMeHTOB 00pa3ioB (puc. 56), comepkamux caibOyTamon Hu
JTUTIPONTUOHAT OeKIOMeTa3aHa, MOKa3alH, YTO €CJIH B ClIydae WHIUBUAYATbHBIX 00pa3I[OB MCXOIHBIX

JICKAPCTBCHHBIX BCIIECTB Mbl BHAUM TIHMKHK IUIABJICHUA, YTO CBHACTCIBCTBYET O HAIWUYHUHU
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KpUCTaUTHYeCcKuX (a3 canpbOyTaMosia U JUIpoNroHaTa 0eKJIOMeTa30Ha, COOTBETCTBEHHO, TO B CiIyJae
o0pa3iia KOMIO3HIINH MTUKOB TUTABJICHHUS KaK TAKOBBIX YK€ HE MPOCMATPUBACTCS.

[lo paHHBIM CKaHHUpYIOUIEH AJIEKTPOHHOM MHUKPOCKONMHUM (CHUMKH, HE MPHUBEJICHBI),
MOJIy4YE€HHBbIE KOMIIO3UIMH CalbOyTaMOI-IUIIPONIUOHAT OEKIOMeTa30Ha-TIIUINH MPEICTaBISIOT cO00H
COBOKYITHOCTb MIOPUCTBIX CEepUUECKUX ariiomepaToB (pazmep 10 70 MKM) U OTAENbHBIX (PparMeHToB,
00pa30BaBIIMXCS TMPH pa3pyIIEHUH ariioMepaToB, KOTOpbIE NPEACTABISIOT OO0 COBOKYMHOCTD
OOBEIMHCHHBIX B MEPGOPUPOBAHHBIC CIIOM OTACIBHBIX YaCTHUIl, pa3Mep KOTOPBIX COCTABIISCT
HECKOJIBKO JIECSITKOB HAHOMETPOB.

Takum o0Opa3om, modydeHHbIE 00pa3lbl Calb0yTaMOJI-IUIPONHOHAT OeKIOMeTa30Ha-TIUINH
MPEJICTABIISIFOT COOOM TBEpbIe AUCTIEPCHBIC CUCTEMBI, B KOTOPBIX MEXAY KPUCTALUTUTAMHU PTIUIHA

HaxonsATcs amop¢usie JIB.
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3.6. BpiGop yciao0BHiIi CyOJMMANMOHHON CYIIKM Uil TIOJYYEHUS] BbICOKOAUCIIEPCHOTO

uodynpogena

No6ynpoden He pactBopum B TI'D, m ero BOAHBIX pPacTBOpax, JUIsl €ro CyOIMMAIIMOHHON
CYHWIKH OBLIM BBIOpaHbI pacTBOpbI 1.4-mMOKCaH-BOJA M aleTOH-BOAa. Ha HavanpHOM sTame ObUIO
MIPOBEICHBI HcceaoBaHusl (Pa3oBbIX MpeBpalieHuid B cuctemax uOynpoden-1.4-nuokcan-pojga u

noymnpodeH-aneToH-Boa.

3.6.1. HccaenoBanue ¢a3oBbIX EPEX00B B 3aMOPOKEHHBIX pacTBOpax uoynpodeH-aneToH-

BOJA

JudpakmoHHBIA  AKCIIEPUMEHT, TPOBEIEHHBIH C OO0pa3amMu OBICTPO  3aMOPOKEHHBIX
pacTBOpoB HOyIpodeH—aeTOH—Boa MoKa3all (puc. 57), 4To MPpU TeMIlepaTypax HUKE TEMIEPaTyphI
TUTABJICHUS SBTCKTHKU B JBOMHOW CHCTEME alleTOH-BOJA, HAOIIOAMCh PEedIICKChI, OTBEYAOIINC
dbazam HH3KOTEMITEpaTypHOU moauMophHON MoauduKauu aeToHa, ruapara arerona KC-11 (Fd3m,
a=17.1 A) u nema lh (P6s/mmc, a=4.514 A, ¢=7.352 A). Oxnako, cornacHo (a30Boii guarpamme
anetoH-Bona (puc. 10b) nmpu ucnonszyembix cocraBax (70 macc. % u 50 macc. % aneToHa) TOJDKHBI
HaOI01aThCsl pedUICKCHI THApATA alleTOHA U arleToHa. [Ipu pacnbuieHuN pacTBOpa B KUAKUN a30T, HE
HNPOMCXOTUT IOJHOIO TPEBpAlCHUS BOJABI B KIATPaTHBIA rujapar. MOXKHO MPEANOIOKUTh, YTO
CKOpPOCTh KPUCTAJUTM3AIIMH JIbJIa BBIIIC, YeM 00pa30BaHUE THIpATa, @ TAKXKE HE TPOUCXOTUT PEaKIIuU
Mexay JpaoM Ih u aneroHom. JlocTarodHo OBICTpOE CHUXKEHHE WMHTECHCHBHOCTEH HamOoliee
WHTCHCUBHBIX  pe(IECKCOB  HU3KOTEMIIEPATYpPHOH  MOMMMOpPGHOW  MOAM(UKAIMU  alleTOHA

CBUICTCIILCTBYCT 00 YAAJICHHUU all€TOHA U3 HCCHeI[yeMOﬁ CMCCHU CY6JII/IM8.I_II/ICI\/’I.

A B
O
+10°C 0%
-10°c -10%
-40°C - a0°C
a
-80°C _80°C
-80°C .80°C
-110°C )
-110°C
-130°C
-130°C
nen lh
T T T T T

5 10 15 20

26, rpanycel 26, rpagycel

Puc. 57. TudpaxrorpamMmsl 3aMOpPOXKEHHBIX pacTBopoB uOympoden (10 macc. %)-aneron-Boaa, A -
50 % wmacc. amerona, B — 70 % wmacc. amneToHa, NpW pPa3IMYHBIX TEMIIEPaTypax, arMocepHoe
nasiieHue. Pedrexcesl, oTHocsAMecs K kiaTpatHoMy rujapary areroHa KC-II u rekcoroHanpHOTo jbjaa
MpUBEJEHb BHU3Y;* - o0003HaueHb HamboJiee CHUIbHBIE pPEeQIIeKCHl HU3KOTEMIIepaTypHOI
noauMopdHoit MoaupuKaum areToHa, X — uoynpodena

100



JlanpHeliee MOBBIIIEHUE TEMIIEPATYpPhl MPUBOANT K TOSBICHUIO PEe(ICKCOB, OTHOCSIINXCS K
ubynpodeny (P2ic), 6e3 obpazoBanus kakux-nmubo uOynpoden-comepkammx ¢as. K tomy xe B
JUTEpaType HE HANJCHO MaHHBIX OO0 CYIIECTBOBAHUU COJBBATOB HOYMpo(deHa C aleTOHOM WIIH

ruaparoB. CrienoBatenbHO 10 -80°C ubynpodeH HaxoauTcsi B peHTTeHOaMOP(PHOM COCTOSTHUU.

B cnydae wicnonb30BaHusl B Ka4eCTBE PACTBOPUTEIICH CHUCTEMBI alleTOH-BOJA JTUMUTHPYIOIICH
CTaJuel CYIIKH CTaHOBHUTCS ynajeHHe aMOp(hHOro aleToHa CyOnMMaliued Mmpu Temreparypax HUXKe
TEMIIEpaTyphbl IUJIABJICHUS 5JBTEKTUKU B JBOMHOM CHCTEME alleTOH-BOJA, IOCKOJBbKY HEIMOIHOE
yIaJeHue areToHa CyOiMManueld mpu 3THX TeMIlepaTypax MPUBOAHUT K OOPa30BAHHIO KHUIKOU (hasbl
aleToOH-BO/a C coaepkanueMm a0 5% wmacc. Boabl mpu Temneparype -80°C, 4TO TPHUBOIUT K
MOBBIIICHHIO PACTBOPUMOCTH HOympodeHa, ero MmocaeAymed KpUCTALIU3ANK TMPU HUCTAPCHUH
CMECH pacCTBOpUTENICH U, KaK CJECACTBUE, MOSIBICHUIO MEIKHUX XOpOIIO OTPAaHEHHBIX KPHUCTAILIOB.
Crnenyromasi cTagusi CYIIKH, BBIIOJHseMas MpH Temmneparype mopsaka -20°C, uMeer menbio
paznoxenue ruapara anerona KC-l1 u ynanenue npma Ih cyOnumanueit. 3akarounTenbHas CTaaus
CYIIKHU MPOoBOoUTCs npu Temnepatype +30°C u uMeeT 1eblo yAalleHue CIeOBBIX KOJIUYECTB BOJIBI 32

cueT GOJBIIEro 1aBJIeHHs TApOB BOJIBI IIPH 3TOM TEMIIEpaType, COrIacHO (a30BOi AUarpaMme BOJIBI.

3.6.2. HUccaenoBanue (a30BbIX IMEPeX0/I0B B 3aMOPO:KEHHBIX pacTBopax uoynpoden-1.4-

AUOKCAaH-BOJA

JIMppaKIIMOHHBIA AKCIEPUMEHT, IPOBEICHHBIA C 00pa3loM 3aMOPOXKEHHOTO pPacTBOpa
noynpoden—1.4-muokcan—Boga (puc. 58) mokasan, 4Yro mnpu Temreparypax Hmwke -70°C, Ha
IudpakTorpaMMax —MPUCYTCTBYIOT — peduiekchl  KiaTpaTHoro ruzapara 1.4-nmuokcana KC-lI,
reKCaroHaJbHOTO JIb/Ia U BBICOKOTEMIIEpaTypHOIl monumMoppHoit Monudukamuu 1.4-1uokcana (Takxe
IPUCYTCTBYET HEKOTOPOE KOJUYECTBO METACTaOMIBHOW B JAHHBIX YCJOBHSX HU3KOTEMIIEpaTypHOM
nonmuMopduHoit  mogudukauuu 1.4-nuokcana). Ilpu panpHeiIeM MOBBIILIEHUH TeMIEpaTyphbl
NPOMCXOIUT KpHUCTam3anus ubynpodena uz amopuoit ¢assl. Takum obpazom, AUdpaKIIMOHHBIN
HKCIEPUMEHT I0Ka3al, YTO MPH OBICTPOM OXJIAXKJEHHM pacTBopa nOynpodena B cmecu 1.4-auokcaH—
BOJla HE TPOUCXOAUT oOpa3zoBaHusl UOYMpPodeH-coAepKalUX MPOMEKYTOUHBIX (a3 (Hampumep,
COJIbBATOB WJIM METacTaOMJIBHBIX MOJUMOP(HBIX Moaudukanuii udynpodena). Takum oOpaszom,
OCHOBHBIM TpeOOBaHMEM K TEMIIEPATYpHOMY pEXHMY CYIIKH SBISETCS yJIAJ€HHE OCTaTOYHOTO
KOJIMYECTBA HENPOPEAarupoBaBIIed BOABI (B BHJE INEKCArOHAJIBHOTO JIbJa), C LEJNbI0 HEAONYIIEHUs
nepecedeHus] (GUTypaTUBHOW TOYKON CHUCTEMBI JTMHUHM MeTacTabuibHON 3BTeKTHKH (-19°C) (pmc.10

C)[75], uTO MOKET IPUBECTHU K MOSIBICHUIO B CUCTEME JKUIKUX (a3.
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Puc. 58. dudpaxkrorpammer POA 3amopokeHHeHHOTO pacTBopa ndbymnpoden (10 macc. %)-1.4-
muokcan—Boza (30 macc. %). Peduiekcel, oTHOCAIIMECS K KIaTpaTHOMY THapary l.4-amokcana
KC-II, rekcoroHaapbHOro JjbJla U BBICOKOTEMIIEpATYpHOU mnoiaumoppHoi mogudukauuu 1,4-
JTUOKCaHa MPHUBEACHBI BHU3Y; *- 0003Ha4YeHbl peIeKChl HU3KOTEMIIEPATYpPHOH MOIMMOPQHOI

monupuxanuu 1,4-auokcana; x — udynpodena.

B caywsae wucnonp3oBaHHs B KayecTBe pacTBOpuTenedl cucrteMsl  1.4-1MoKcaH-BOJA,
TEMIIepaTypa OCHOBHOM CTaJWM CYIIKA BO BCEM JHana3oHe KoHeHTpanuid 1.4-mmoxcana (0-100
Macc. %) TUMUTHPYETCS TeMIlepaTypoi MetactabmibHON 3BTeKTHKH (-19°C). Bropas cramus cymku
npoBouTcs npu temneparype +30°C u uMeeT 1enbio yJaaeHHe CIeJOBbIX KOJINYECTB BOJBI 33 CUET
OoNbILIEr0 NaBJIECHUs MApoB BOJBI MPHU ITON TeMIleparype, cOorjacHO (a3oBOM aMarpamMme BOBI.
OnTuManbHBIA YIS JAHHOTO METO/Ia TMaa30H KOHIIEHTPALUH HCIIONIb3YeMOTo pacTBopa 1.4-1nokcan-
Boga — oT 30 no 0 macc. % Bojasl. Ilpu OosblieM copep:kaHMM BOJBI B MCHOJIb3YEMBIX pacTBOpax
pPE3KO YMEHBLIAETCS PAacTBOPUMOCTb HOYMpodeHa M yBEJIWUYMBAETCS OTHOCUTENbHas J0Js JIbJa,
KOTOPBbII HEOOXOAMMO YAAIATH CyONMMAaIei, 4To MpuBeAeT K OONBIIOMY POCTY 3HEprosarpaTr Ha
€IMHUILy MacChl NMPOJYKTA. YBEIWYCHHWE KOHICHTpAanWu |.4-IMOKCaHa MPHUBOJWT K YBEITHUCHUIO
KOHIEHTpaluu uOynpodeHa B HCXOJHOM pacTBOpEe BIUIOTH JO cOCTaBa 4ucToro 1,4-mmokcana,
KOTOPBII MOXKHO yIanATh cyonumanuen npu temmneparypax o +11.8°C.

OnTuManbHbIA U1 JAHHOTO METOJIa IMana3oH KOHIEHTpauui noynpodeHa B HICXOTHON cMecH

— 80-95% or u3BeCTHOH Ha OCHOBAaHWHM W3BECTHBIX [aHHBIX PABHOBECHOH pacTBOPHUMOCTH

102



nbynpodeHa B JaHHOM CMECH pacCTBOPUTENEH TpH 3aJaHHONW Temmeparype (¢ oOpa3oBaHHEM
TOMOTEHHOTO OJHOPOJHOTO pPAacTBOpa, HE JOIMYyCKas MOSBICHUSA paccilauBaHus XUAKocTel). Ilpu
KOHIIEHTpauusx uoynpodena > 95 % HeoOxoaumo TuUOO MOAOTPEBAHKE PACTBOPA /10 TEMIIEpaTypbl
nopsaka +50°C, mubo AnuTeNnbHOE MEepeMelIMBaHUe, YTO NMPHBOAWUT K HCIAPEHUIO HCIIOIB3yEeMBIX
JETKOJIETYYHX PACTBOPHUTENEH C COOTBETCTBYIOIIMM IOHM)KEHHEM PpacTBOPUMOCTH HOympodeHa B
HOHy‘lHBLHefICH CMCCHU W YBCIIMYCHUIO BPCMCHU IIOATOTOBKH pacCTBOpaA, TaAKIKC HCO6XOI[I/IMOCTI/I
nojgorpeBath (opcyHky (B ciydae, €CIM TNPUMEHSEMBIA JUIsl OXJaXACHUS pacTBOpa Crocoo
3aKJII0YaeTCs B PACHBUIGHMH pPACTBOPa B EMKOCTh C JKHJKHUM a30TOM) Ul NPEIOTBPALICHUS
KpHCTaJUIM3alMi MOynpodeHa W3 pacTBOpa B IOABOIAINEM Kamwuispe. [Ipw KOHIEHTpanmsx
ubynpodena < 80 % yBenuuuBaeTCS OTHOCHTEIBbHAS JOJIA PACTBOPHUTENEH, KOTOphIE HEOOXOIMMO
YAAJINUTb, YTO MMPUBOJUT K YBCIMYCHHUIO BPECMCHHU CYIIKH W SHEPro3arpar Ha CAUHUIY MACChI IIPOAYKTa

[112].

3.7. CoiicTBa, MOJIy4eHHbIX 00pa3oB HOyNMpogdeHna

OOpasupl uOynpodeHa, MONydeHHBIE MO HAIIEeMy CIIOCO0Yy, MPEICTaBISIOT COOOW JIeTKHE
NYIIMCTBIE TOPOINKH. YJeNbHasl IUIOIAAb MOBEPXHOCTH 00pa3moB HOympodeHa, BHIYUCICHHAS I10
copboumu/necoporuu Ny, okaszanach paBHOI: MOMY4YeHHBIH HaMu U3 cMmecHu |.4-AMOKCaH — BoAa —
2.6+0.1 MZ/F., UCXOJHAsl CyOCTaHIMSI — 0.05+0.01m%/r. To JAHHBIM CKAHUPYIOLIEH 3JEKTPOHHOU
MUKPOCKOIINH, OHU NPEACTABISAIOT COOON COBOKYIMHOCTb IUIOCKUX (TOnmuHOM MeHee 300 HM) yacTuil
pasmepamu 1-10 MM, oObeqMHEHHBIX B arjomeparbl pasmepamu 30-100 mxm (puc. 59 a, b, c).
YacTuiel TOBapHBIX peakTHBOB (puc. 59 d) mpencTaBiasiror co0Oil HrosbvaThle KPUCTALIBI C

MaKCUMAaJIbHBIM JINHEHHBIM pazmepoM A0 250 MUKpOH
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Puc. 59. Caumku COM. O6pazen; ulynpodeHa, mojaydeHHbl B naHHOU paboTte u3 cmecu 1.4-
JTUOKcaH — Boja (a,b,c), oOpaser ucxoHoit cyocraniuu (d). MacmTabHBIH OTPE30K yKa3zaH BHU3Y

pHCYHKAa.

=

JudpakMOHHBI  SKCHEPUMEHT, MPOBEAECHHBI € HCHOJIb30BAHUEM CHHXPOTPOHHOIO
U3IY4YCHUST C perucrpanveil IuQpakiMOHHOW KapTUHBI HAa JBYMEPHOM 3allOMHUHAOIIEM
PEHTIE€HOBCKOM DJKpaHe, I0Ka3ajl OTCYTCTBHE NPEHMYLIECTBEHHOM OpPHEHTAllUM KPUCTAJUIUTOB B

TUTOCKHX YacTUIax noynpodeHa, moiydeHHBIX B JaHHOH padote (puc. 60).

Puc. 60. IndpakironHbie KapTUHBI 00pa3IoB MOPOIIKA BEICOKOAUCIIEPCHOTO HOynpodeHa (a) u
ucxoaHou cyocranumu (b).

OO0pasupl nOympodeHa, MOJIydeHHbIE B JaHHOH paboTe, IMOKa3ald CYMECTBEHHO JIYUIIYIO

CIOCOOHOCTh K MPECCOBAHUIO MO CPABHEHUIO ¢ UCXOIHOW cyOcranumeit (puc. 61). [lpu naBnenun
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npeccoBanusi 100 MIla tabneTku 3 ucxomHou cyOcraHiuu MOympodeHa JOMaTUCh P MEHBIIIEM
paspymaromeM, yeMm TaOJeTKH M3 MOPOIIKOB, MOJYYCHHBIX CyOIMMAIMOHHOW CYIIKOH. YIydlleHue
CIIOCOOHOCTH K TIPECCOBAHUIO 00Pa3IloB, MOJYYEHHBIX CYOJUMAIIMOHHON CYIITKOM, MBI CBSI3BIBAEM KaK
C U3MeHEeHUeM (OPMBIL, TaK U C YMEHBIICHUEM pa3Mepa KPUCTAILIOB. YacTUIbI JUCTIEPCHBIX TOPOILIKOB
MPEJICTABIISIIOT CO00M TOHKHE TUIACTUHKHU, Y KOTOPBIX BBICOKAsi IOBEPXHOCTh KOHTAKTA U CUJIa KOT€3UHU
BBIIIIE, YEM Yy HWTOJbYATBHIX YACTHIl TOBAPHBIX pEakTHBOB. JlaHHOe HAONIOJEHHE IOATBEPXKAACTCS
canMkamMu COM cKos1oB TalJIETOK, CIICIaHHBIX BIOJb JHAMETpa TabJIeTKH, TO €CTh MEePIeHIUKYISIPHO
uznomy (puc. 62). Buano, uto B ciydae o0Opasua, MOJYy4YEHHOrO B JaHHOW paboTe MOBEPXHOCTh
TabiieTku ropaszzno poBHee. [lpu mpeccoBanuu arjomeparbl yacTtull HOympodeHa JIOMAITCS Ha
COCTaBHBIE YaCTH — IUIOCKHE YaCTHIIBI ¢ MAKCUMAJIbHBIM pa3mMepoM 10 10 MKM, arperanusi B IOpILIHE
IPOUCXOIUT ropasio 3 deKkTuBHEe, YeM B CIlydae UroJbYaThIX KPUCTAJUIOB HCXOJHON CyOCTaHIIHH.
CpaBHeHHE AMHAMUKH PAacTBOPEHHUs 00pa3loB HOympodeHa, MoJydeHHbIE M0 MPeII0KEHHON
HaMHU METOJIMKE U TOBAPHBIX PEAKTHBOB, IOKA3aJl0, YTO JUCIIEPCHBIE 00pa3libl pacTBOPSIOTCS ObICTpee
(puc. 63) . Ilpaktuuecku 100%-b1ii BbIXOA BemiecTBa B pacTBop Obl1 oTMedeH Ha 30-oif MuHyTe
OKCIIEPUMEHTa, B TO BpeMs KakK s HCXOJHOW CyOCTaHLUMHU J0Js PAcTBOPEHHOI'O BEILIECTBA
cocramsina ~50%. Ilpu 3TOM, MONIHOE PAacTBOPEHHE UCXOAHON CYOCTaHIIMU MPOUCXOAUIIO B KOHIIE 3-
ro yaca skcrepumenTa. CornacHo [6], nannblit 3pQexT cBsizan ¢ 6osee yeM 50 KpaTHBIM yBEIHUYEHUEM
YIENBbHOM TUIOMAIN TMOBEPXHOCTH OO0pa3oB, TMOIYYaeMBIX IO MPEUIOKEHHOMY HAaMH METOMY.
YacTuiel, mojrydaembie CyOIUMAIMOHHON CYIIKON MOCe OBICTPOro OXJIaKJICHUs, aHU30TPOIHBI, TO
ecTh UX (opma Janieka OT UACaTbHON 1 MOBEPXHOCTh JAHHBIX YACTHUI] COCTOUT M3 MHOKECTBA I'paHeH,
a He TpaHel, CKOPOCTh pOCTa KOTOPHIX MaKCHUMajbHa, KaK B CiIydae KpPHCTAIIM3AlMM YacTHUI] B

paBHOBECHBIX ycioBusix [113].
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Puc. 62. Caumku COM mMOBEpPXHOCTH TaOJIETOK, IMOJYYCHHBIX M3 00pasmoB uOympodeHa:
UCXOAHON cyOctanuuu (8, b), momyueHHblit cyOnumanuonnoi cymkoi (C, d). MacurraOHbIit
OTPE30K YKa3aH BHU3Y PUCYHKA.
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3AKJIIOYEHHUE

HecMmoTpst Ha MIMPOKOE UCTIONB30BaHUS METOAA CYOIMMAIIMOHHOM CYIIKH, B HACTOSIIEE BPEMsI
B MHUPOBOW HAY4YHOH JUTepaType HMEIOTCS €IUHHYHBIC MPUMEPHl HCHOJIB30BAHUS MOPOLIKOBOM
audpakouy N SitU U1t UccieIoBaHus HPOLECCOB, MPOUCXOISIIMX IPH OTKUTE 3aMOPOKEHHBIX
BOJHBIX PacTBOPOB. B T0 ke Bpems, NCIONb30BaHNEe OJJHOKOMIIOHEHTHOT'O PACTBOPUTENS (BOJA), XOTS
¥ 3HAYUTEIBHO YIPOIIAET MPOBEACHHUE IKCIIEPUMEHTa M MACHTUPHUKAIMIO 00pas3yromuxcs a3, HO He
pemaer npoOJieMbl MONYYEHHUS BBICOKOA(P(HEKTUBHBIX JIEKAPCTBEHHBIX (OPM Majo pPacTBOPUMBIX B
Boge JIB (m tem Oonee, co3maHusi KOMOMHHMPOBAHHBIX IIPENapaToOB) C HCIOJIB30BAHUEM JaHHOTO
merona. /loGaBiaeHne OpraHMYeCKUX PACTBOPUTENICH B MCXOAHBIC PACTBOPHI Ul CYOIMMAIMOHHOM
CYUIKH TIO3BOJIIET TOJYy4aTh (apMaleBTHUECKUE KOMITO3UIIMM MAJ0 pACTBOPUMBIX B BOJIE
coenuHeHnH. OJHAKO 3TO CYLIECTBCHHO YCIOXHSET 3ajJady OIpENeNICHUs MapaMeTpoB Ipolecca

CyOJIMMaIlMOHHOM CYILKH.

B nmuccepranmonHoi paboTe pacCMOTpPEHBI pa3WYHbIE BAPUAHTHI OXJIAXKACHUS HCXOIHBIX
pactBopoB Ha mpumepe cuctembl NaCl-H,O, mposeneno monenupoBanue PT-npoekimu (ha3oBoii
nuarpammbel NaCl-H,O B oOnactu HM3KMX daBieHMd u Temreparyp. [loka3aHo, 4TO XOa KPHBOM
cyOnMManuu JibJja B OJHOKOMIIOHCHTHOH CUCTeMe OyIeT COBIaJaTh C KPUBBIMU PaBHOBECHUS JIEH-
TUApaT-ra3 U JeA-)KUIKOCThb-Ta3 B JBYXKOMIIOHEHTHOW. bbul0o mokazaHo, 4To mpu ObICTpOM
OXJIQXKJIEHUN PacTBOPOB B cucteme MuiuH-TT'®-Boma oOpa3yercs KIATpaTHBIM TUApaT U Jield, a
DJIAIAH KPUCTAJUTH3YeTCs B BHJE [-mmosmMoppHON MOMU(GUKANMKA TIPU TIOBBIIICHHH TEMIIEPATYPhI
yepe3 oOpa3oBaHHWE NTPOMEXKYTOUHOH a3pl X-rmnuHa. Ha OCHOBaHWM TIOJYYCHHBIX JaHHBIX,
ctpoeHus Qaszosoii auarpammbl TI'd-Boga, pacTBOPUMOCTH TIMIIMHA U JIEKAPCTBEHHBIX BEIECTB, a
Tak)ke HEOOXOJMMOCTH OTCYTCTBUS B CUCTEME JKUIKUX (a3 B IMpoIecce CyOIMMAIMOHHON CYIIKH, ObLI
MPEIUIOKEH CIOCO0 TMOJIYUCHHUsS TBEPIBIX NUCIEPCHBIX CHUCTEM Ha OCHOBE TJHIIMHA. PaccMoTpeHbI
3aKOHOMEPHOCTH 00pa30BaHMsI TBEP/IBIX TUCIIEPCHBIX CHCTEM, a UMEHHO TpoIiecchl oOpa3oBaHus (a3,
HAYMHAS C OBICTPOTO 3aMOPAXKMBAHHSI WCXOIHOTO MHOTOKOMITOHCHTHOTO pacTBOpa, 3aKaHYUBas
MOJTyYeHUEM BBICOKOJUCIIEPCHOrO Topomika. [lokazaHo, 4TO B MOJy4EeHHBIX oOpasliax TNIUIKUH
HaxoauTcs B Buae P-monumopduoit momudukanuu, a JIB (canmpOyramon, OynecoHHa) HAXOAUTCS B
peHTeHoaMOp(HOM COCTOSIHHH MEXKy KpUCTALTUTAMU TIUIHA. Ha mpuMepe TiuiuHa oka3aHo, 94To
MOJTyYeHUE JUCIIEPCHBIX (DOPM M TBEPJABIX JUCIIEPCHBIX CHCTEM IMO3BOJIICT YBEIUYHTH TEPMHUCCKYIO
YCTOHYMBOCTh METAaCTaOUIBHBIX TOMUMOPGHBIX Moaudukanuii JlaHHBIH pe3yabTaT SBISIETCA
MEPCIeKTUBHBIM Ui pa3paboTKU  CIOCOOOB  XpaHEHHWs] METAacTaOWIBHBIX  MOJUMOP(HBIX
MOJU(DHUKAIIMA MOJIEKYJIIPHBIX KPUCTAZIOB B IIUPOKOM HHTEpBaie Temiieparyp. llomydeHHBIC
00pas1pl MPEACTABISIIOT CO00M CBOOOAHO TEKYyYHE IMOPOIIKH C HU3KOM HACHIITHOW TUIOTHOCTHIO H

BBICOKOM yIleHBHOﬁ IJIoMaaAbl0 MOBCPXHOCTH. CormacHo JdaHHbIM COM oHH COCTOAT M3 MOPHUCTBIX
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chepuueckux arimomepaToB uactuil guamerpom oT 30 go 100 MkM, cocTosmMe M3 TIIOCKUX
nepGopUpOBaHHBIX TUCTOB pasmepamu 1-10 mkm, Tommuuoi meHee 100 uM. briarogapst 3ananHol Ha
JTame OXJaXIEHUS MOPQOJIOTUM YACTHUI, 00pa3lbl CaTbOyTaAMOJ-TIUIUH H OYyIeCOHUI-TIHIINH
MOKa3ajy CYLIECTBEHHO JydYllle 3HadeHusl pecnupadbenvHoil ¢pakumn (59£2 % u 512 %,
COOTBETCTBEHHO), Y€M CMECH MHUKPOHH3WPOBAHHBIX CYOCTaHIUMN C TrpyOOAMCIIEPCHON JAKTO30M.
[TpennoxeHHBI CHOCOO TMONYYCHUS MOPUCTHIX CHEPUUECKUX arioMEpaToB YacCTHUI[ TPOIIe B
WCTIOJTHEHUH 110 cpaBHEHUIO ¢ MeTogoM Pulmo Sphere™, koTopsIii B HACTOSAIIEE BPEMs UCIOJIB3YIOT

JUIA TOJTYUCHUA KOMHOSI/IHI/Iﬁ JJIA MHTAIIAIMOHHOI'O BBCICHUA.

Jlis mosydeHus: TBEPAbIX TUCIEPCHBIX CUCTEM, COJEp)KalluX 2 JIEKApCTBEHHBIX BEIIECTBA
cabOyTaMoll W JAUNPONHOHAT OEKJIOMETa30Ha, PACTBOPUMBIX B Pa3IMYHBIX PACTBOPUTEINAX, ObLIa
U3y4Y€Ha CHUCTeMa TPEXKOMIIOHEHTHas cucreMa mpem-0yTunoBblil cnupt-77'®d-Bona. Metogom
MOPOIIKOBOH PEHTTeHOBCKOW audpakmuu U KP-crekTpockonuu OBLIO MOKa3aHO, YTO MPOUCXOIUT
o0Opa3oBaHHe JBOMHOIO KJIATpaTHOTO THUpaTa, MPEACTaBISAIONIEr0 cOO0OW TBEp/blid pacTBOp Ha Oaze
WHKOTPYHTHOIUIABSILIETOCS KJIaTpaTHOro Tujpara Kybuueckoil ctpyktypel Il. Ha ocHoBanum
MOJIyUEHHBIX SKCIIEPUMEHTAJIbHBIX JAHHBIX M TPOBEACHHOIO MOJEIMPOBAHUS IPEAJIOKEHA CXeMa
MOJIMTEPMHUYECKOTO ce4eHUs (pa3oBoii muarpaMMbl mpem-0yTUIOBBIA CIIUPT-mempacuopodypar-Boia
B o0jacTu KIaTparooOpa3oBaHMsA. OTU JlaHHbIE OBLIM HCIIOJNB30BAHBI [UISl  ONpPENEICHUS
TEMIEPATYPHBIX PEKUMOB CYOIMMAlMOHHOW CYIIKU JUIS TMOJIYYEHUS TBEPABIX TUCHEPCHBIX CHUCTEM
JUIIPONUOHAT OEKIOMeTa30Ha-Calb0yTaMOI-TIUIMH.

B pabore paspaboran cnoco® TOMY4YEeHHsT BBICOKOIUCTIEPCHON Qopmbl uOymnpodeHa,
HECTEPOUIHOTO MPOTUBOBOCHAIUTENILHOTO CPEJICTBA, 00JIa1a0IIer0 HU3KOH PacTBOPUMOCTBIO B BOJIE,
HO BBICOKOM MPHUHHUIIAEMOCTBIO KJIETOYHBIX MEMOpaH, MO3TOMY BBICBOOOXKIEHHME JIEKApCTBEHHOI'O
BEIIECTBA U3 JICKAPCTBEHHOU (POPMBI SIBIISIECTCS JIUMUTHUPYIOIIEH CTaJNeH ero momnajaanusi B CHCTEMHBIN
KpoBOTOK. B pabGore wu3ydeHsl (a3oBble mNpeBpalieHus B cucTeMax uOynpogdeH-aleToH-Boja,
nbymnpoden-1.4-aneron-sona. beuio mokazaHo, 4TO 3TH 2 CHUCTEMbI BO MHOTOM CXOXH. [lo maHHBIM
PDA 3aMOpo’keHHBIX PacTBOPOB B CHUCTEMax HE MPOMCXOIUT OOpa3oBaHUS COJIBBATOB, T'MJIPATOB
udynpocdena. [To ganasiM COM nonydeHHble 00pa3ibl HOYpodeHa COCTOSIT U3 MIOCKUX (TOMIUHON
mernee 300 am) yactun pazmepamu 1-10 MxMm, 00beTMHEHHBIX B arjoMepatsl pazMepamu 30-100 M.
bnarogapss momydyeHHoit Mopdornoruu, mopoumkud HOynpodeHa MoKa3ald CYHIECTBEHHO JYUIIYIO
CIOCOOHOCTh K TPECCOBAHUIO M CKOPOCTh PACTBOPEHHUS B CPaBHEHHMU C MCXOIHOM cyOcTaHIMEH,
UCMOJIb3yeMOH B NMPOMBIIUIEHHOCTH. PaHee MUKPOHM3UpPOBaHHbIE MOPOLIKK HOYynpodeHa moaydaan
U3MEIbYCHUEM, YTO NPUBOJWIO K IOJIYYEHUIO YaCTUI[ C OCTPHIMU TpaHsIMH, YTO MPUBOAUIO K
TPAaBMHUPOBAHUIO CIU3HUCTBHIX OOOJIOYEK WM KPHUCTAIM3AIMEH 3aMEHOW pacTBOpHUTENEH C

noaaBJICHUCM HAB, 4TO MPHUBOJUNIIO K HCO6XOIlI/IMOCTI/I JIOTIOJTHUTEIbHON CTaANH OTMBIBKHM OT HUX.
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B pabote mpencraBieH MeETOJ MOJIYYEHHs] BBICOKOJIMCIEPCHBIX 00pa3loB JIEKAPCTBEHHBIX
BEIIIECTB C YIYYIICHHBIMH cBOiicTBaMu. [lomydyeHnHble 00pa3ibl IPUTOAHBI ISl IPSMOTO TPECCOBAHUS,
pacTBOPAIOTCS ObICTpEe MCXOAHBIX CYOCTAaHIIMI M MOTYT OBITh MCIOJB30BAHbI JUJIsl TIPUTOTOBJICHUS
JIEKapCTBEHHBIX (HOpPM JJIsi MHTAISILIMOHHOTO BBeJAeHUS Oe3 mpumeHeHus ¢peonos. [Ipenmoxxeno
HECKOJIbKO BapHAHTOB MCHOJb30BaHUS IOJIYYa€MbIX TBEPIBIX IHUCIIEPCHBIX CHCTEM B MOPOLIKOBBIX
UHTAJISTOPAX: HCIOJb30BAHUE KOMIIO3UIMKA &S IS B KaIlCYJIBHBIX ITOPOLIKOBBIX HHIAJSTOpax; B
MOPOUIKOBBIX HHTAIATOPAaX C BBICOKOH TOYHOCTBIO JO3UMPOBAHMS;, pa3z0aBICHHEM KOMIIO3UIHHA C
MOBBIIICHHBIM ~ cojepkanueM JIB  rpyboaucnepcHbiM 1100  BBICOKOJUCIIEPCHBIM  HOCUTEIJIEM.
[IpensioxKeHHBI METOJA IOJYYEHHUS BBICOKOJIMCIIEPCHBIX MOPOIIKOB JIOCTATOYHO YHUBEpPCAJIEH B
OTHOIICHWM BEUIECTB, KOTOpble HEOOXOJMMO MHMKPOHHM30BaTh, IIOCKOJBKY XOJ Ipolecca
ompenensercsi, B OOJbIIeH CTENEHH, CBOWCTBAMH BOJHO-OPTaHUYECKOTO PpACTBOPHUTENA, YeM
pPacTBOPEHHOIr0 BemiecTBa. MeToJ MOXKET OBITh C YCHEXOM peajn30BaH B MPOMBIILICHHOCTH st

CO3aHUA HE TOJIBKO YITYYIICHHBIX (1)OpM JICKapCTBCHHLIX CY6CT8.HI_II/II71, HO 1 JpYIr'uX BCUICCTB.
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OCHOBHBIE PE3YJIbTATBI U BbIBO/bI

1. Hcnonb3oBanue MeTona  CyOIMMAIMOHHOM  CYIIKHM  3aMOPOXEHHBIX  BOJHO-
OpPraHMYECKHUX PACTBOPOB C KJIaTpaTooOpa3oBaHMEM IIO3BOJISET IIOJIy4aTh TBEpABIC IUCIEPCHBIE
CUCTEMbl HAa OCHOBE TJIMLIMHA. OTO MNPOWUIIOCTPUPOBAHO HA MpHUMEpax CHUCTEM: [-TIHIMH-
canbOyTaMo, B-TIMIUH-0yIeCOHU/I, B-TITHIIMH-CATbOYyTaMOJI- TUIIPOITHOHAT OCKJIOMETa30Ha.

2. [TomryueHHbIE TBEpPIbIC AHUCIIEPCHBIE CHUCTEMBI TMPEACTABISAIOT COOOW TOPOIIKH C
BBICOKMMH 3HAYEHUSIMHU YACTBHOW IUIOMIAJM TIOBEPXHOCTH, KOTOPBHIE COCTOST W3 CeprudecKux
MOPUCTBIX arjJioMeparoB yacTull. [lokazaHo, YTO MPOUCXOIUT CYIIECTBEHHOE YBEJIMYCHHE 3HAUCHUUN
pecnirpabenbHOil Gpakuy MO CPaBHEHHIO C MHKPOHU3MPOBAHHBIMU OOpa3lamMu cajbOyTamosia U
OynecoHuja.

3. B cucreme Tterparunpodypan-mpem-OyTHIOBBI COUPT — BOJA TMPOUCXOJHUT
o0Opa3oBaHHe JBOMHOIO KJIATpaTHOTO THUJpaTa, MPEACTABISAIOIIEr0 cOOOW TBEp/blid pacTBOp Ha Oaze
MHKOTPYSHTHOIUIABAIIETOCS KJaTpaTHOro rujapata kKyoudeckod cTpykTypel |l. Ha ocHoBanum

MOJIYYCHHBIX OKCIICPUMCHTAJIBHBIX AOAaHHBIX MPCHJIOKECHA MOACIL IMOJUTCPMUUCCKOIO CCUCHHUA

¢dazoBoit JarpaMMbl TeTparuapoPpypaH-mpem-0yTHIOBBIH CIUPT-BOJIA B obnactu
KJIaTpaTo0O0pa30BaHHUS.
4. [TomryueHue TBEPAbIX TUCTIEPCHBIX CUCTEM, B KOTOPBIX [-TJIMILIMH BHICTYIAET B KAYECTBE

HOCHTEJIS, TO3BOJISCT YBEJIMYUTH TEPMUYCCKYIO YCTOWYMBOCTH [-TIOUIMHA [0 OTHOIICHUIO K
(dha30BOMY IPEBPAIICHHIO [5-TIUIUH — G-TJIMIMH TPH HarPEBaHUN

5. Ha ocHOBe MeToja CyOJIMMAIIMOHHOW CYIIKM 3aMOPOXCHHBIX pacTBOPOB C
KJIaTpaToOpa3oBaHUEM TPEUIOKEH Cmoco0 TMONYy4YeHUs UCIEPCHBIX MOPOMIKOB HOympodeHa ¢
VIYYIIEHHOW JTUHAMHKOW pAcTBOPEHUS W CIOCOOHOCTBIO K IIPECCOBAHUIO 110 CPAaBHEHHIO C

cyOcTaHIIMel, HCIOIb3YeMOW B TPOMBIIIJIEHHOCTH
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AA., kx.H Mozo C.A., kx.H Anaoxo JIL.C., xx.nu. E. A Anaoxo, k.¢p.-m.n. FOnowesa A.C., K.X.H.
lpebywak B.A., Unvosaxoea A.B., Koocemsuenko C.U., Tpogpumosa H.A., Kosanenxo FO.E., a makoice
ecex compyonukos rabopamopuu Knampammuwvix coeounenutt MHX CO PAH u HOL] HI'Y « M/[uDbT»
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