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B Oannoti cmamve npedcmasnenvl pe3yibmamel OUCNEPSUPOSAHUS Memuinapabena,  ubynpogena memooom
bvicmpoeo pacuwupenust  ceepxkpumuyeckux pacmeopos (Rapid Expansion of Supercritical Solutions (RESS)).
Hccnedosan npoyecc pocma wacmuy ubynpoghena u memunnapabena 6 c60000HOU cmpye 6 HanpasieHuu
osudiceHUst. DKCnepUMeHmbl NOKA3AAU Y8eIUdeHUe POCMA YaACmuY NO X00Y O8UICEHUsL CBOOOOHOT CIMPYU.

Key words: supercritical fluid, methylparaben, iburofen, RESS, microparticles.

This article presents the results of the dispersion of methylparaben, ibuprofen by the rapid expansion of
supercritical solutions (RESS). The process of particle growth ibuprofen and methylparaben in a free jet in
the direction of motion. The experiments have shown an increase in the growth of particles in course of

movement of the free jet.

BBeneHne

[Monyuenue MHKPO- u HaHOYaCTHUI]
(hapMaIeBTHUECKUX CYOCTaHIIMU SIBIISIETCSI aKTyaIbHOM
mpobiemMoit  coBpeMeHHON MeaunuHBL OmHUM ©3
METOZOB TOJIydeHHs (apMaleBTHUECKUX IpenapaToB
BBICOKOH  YHCTOTHI  SIBISETCA  METOA  OBICTPOro
paCIIMPEHNs CBEPXKPUTHYECKHX PACTBOPOB (METO[
RESS). Oror Meron mO3BONISIET YNPaBIATH CPEIHUM
pasmepoM u Mopdoiiorued gactul GpapMareBTHUECKHX
cyOcCTaHLIMii, U3MEHsIsT TTapaMeTphl Ipolecca U yCIoBUs
pacmupenus. B atoit  pabore mnpomecc RESS
NPUMEHSITCST Ul  MUKPOHM3alMu nOynpodeHa wu
MeTuiapabeHa.

B obnactu cBOOOIHOI CTPYH MPOUCXOIUT TPH
Ba)KHBIX (bu3nIecKuX nporuecca
(3apoppIimeoOpazoBaHne, KOHACHCANS W KOATYJISAINSA),
YTO BJIMSAET HAa pa3BHTHE DACIPEACNICHUS DPa3MepoB
gactun. [lapameTpbl cBOOOIHOW CTpyHW, TaKHe Kak
IUVIOTHOCTh, [JaBJE€HHE, TEMIIepaTypa, CKOpPOCTb |
SBJICHUSI B IMIpoliecce HcTeueHus: (TypOyJIEHTHOCTS,
yZlapHbI€ BOJIHBI, CMELICHUE C (POHOBBIMH I'a3aM) UMEIOT
BJIMSIHUC Ha MapaMEeTpbl IMOJYUYHMBIIUXCA  YaCTHUIL.
Hccnenyercss mpomecc pocrta yacTUIl B CBOOOJHOM
CTpye B HalpaBJCHUH MIBWXEHHUs HOynpodeHa w
MeTuiapabeHa.

dkcnepuMeHTanbHas YacTb

B mpomecce RESS (puc. 1) mepBoHauamsHO
TBEPOE BEIECTBO PACTBOPSETCS B CBEPXKPUTHUECKOM
(ronze, 3aTeM paciupsiercsi B atMocepHbIe yCIOBHS
4yepe3 HarpeBaeMoe pacCIIMPUTENIBHOE YCTpOHCTBO. B

pesynpTare  OONMBIIMX  MpPECHIIIEHWH  oOpasyercs
00JIBIIIOE  KOJIMYECTBO  CTAOWJIBHBIX  3apOJbIIICH,
CcrocoOHBIX K JanbHeimemy pocty. Ilpu cOpoce

JIaBJICHUS] PAaCTBOPUTENH IEPEXOJUT B ra3000pa3zHoOe
COCTOSIHME, a BELIECTBO OCaKAaeTcs B  BHIC
MEJTKOICIIEPCHOTO a3P030JIs Ha IUIACTHHY.

Jns mpoBeleHHS OMBITOB B HACTOAIICH padoTe
WCTIOJBh30BaHA MOJEpHU3NpOBaHHAs1 ycraHoBka RESS-
100 [1,2].
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Jns MPOBEACHUS SKCHEPUMEHTAIBHOTO
HCCIIEIOBaHMUs IIPOLIeCca POCTa YacTUI] B CBOOOTHOM
cTpye B HaIpaBJICHUH JIBYDKEHHS Opu1a

CKOHCTPYUpOBaHA KaMepa PacIlpEeHHs U3 CTaI MapKH
12X18HIT (puc.2).

Harpepaemoe yeTpoficteo
TenmoobmeHEmE arp yerp

@ pacumpeHia

Hacoc

IInactiea

1
€02 Hacermrens CBoprms uacTiy €Oz Bemecteo

Puc. 1 - Ipuanunnansuas cxema RESS npounecca

Puc. 2 - Kamepa pacmupenus

KoHcTpykuus kameps! paclIUpeHus MO3BOISET
U3MEHSTh PacCTOSIHHE OT BBIXOJHOIO CEUeHHs KaHaja
JO TpPEeIMETHOro CTeKia, a TakkKe YIrol HakKJIoHa
MIPEAMETHOTO CTEKJIa K OCH CBOOOIHOH cTpyH. YacTHibl
MIPOAHAIM3UPOBAHBl HAa  ONTHYECKOM MHKPOCKOIE
MUHUME]I-501,06ecnieunBaromiem yBenndeHue ot 40
mo 1000 pa3. MHUKPOCKOII ITO3BOJSET aHAIU3UPOBATH
YacTUIBI B  MHKPOHHOM  [HAlla30HE  Pa3MEpOB.
BemectBo mocie IuCHeprHpOBaHUS TOMAAaeT B BHIE
MOHOCJIOSI Ha TPEIMETHOE CTEeKJIO, W300pakeHHe Ha
KOTOPOM 4epe3 OOBEKTHB MHKPOCKOMNa (UKCHUPYETCs



Ha ¢orokamepy. Jlanee mnpousBoauTcst 00paboTKa
rpauueckoro n300paxeHus, KOTOpOe
OCYIIECTBIISIETCSL C MOMOIIBIO Mporpammbl AxioVision
¢upmsl CarlZeiss.

MaTepuansbl

B macrosmield paboTre B KadecTBE OCaXKIAEMOTO
BEIL[ECTBA UCIONB3YIOTCS HOYNIpodeH 1 MeTHinapaldeH.

Ubynpoden (RS)-2-(4-n300y TN eHMN)-
npormonoBas  kucnota[l]= CI13H1802), GecuseTHbIi
KpPHUCTAUIMYECKHH  HMOynpodeH  ImpeacTaBiser  coOoi
palneMuiecKyto cMech R- n S-aHaHTHOMEPOB.

MetunnapabeH - OeCLBETHBIH KpPUCTATMYECKUN
metunmapaben, 99% CAS no: 99-76-3.

B xauectBe pactBOpuTens B mpomecce RESS
UCTIONB3YeTCsl AMOKCHI yriepopa ¢ uucroTod 99% (I'OCT
8050-85).

Pe3ynbTaThbl 9KCNEpUMEHTOB

[IpeumymectBom RESS mporiecca siBisercs To,
4ro MOpQoNorHeld ¥ CpPeIHUM pa3MepOM YacTHIl
MOXHO YIPAaBJIATh, PETYJIHNPYS TapaMeTphl polecca.
IIponecc RESS mnporexkaeT B CBEPXKPUTUYECKOM
(ronie MpHM BBICOKMX 3HAYEHUSIX CKOPOCTH IIOTOKA
(mopsimka 300 M/C) B MHUKpPOHHBIX KaHajlaXx H B
cBOOONHOW  CTpye  CIOXKHOW  TE€OMETPUH,  HTO
COIPOBOXKIACTCS 3apOIbIIco0pa3OBaHUEM, POCTOM H
KoaryJsiiMed 4acTHl B  TypOYJIEHTHOM IIOTOKE,
HOBEPXHOCTHBIMH SIBICHUSMH IIPH CBEPXKPUTHYECKHX
napaMerpax  COCTOSHHMS,  pa3pylICHHEM  YacTHIl
YAapHBIMH  BOJIHAMH,  TEIUIOBBIMH 3 dexTamu
pacTBOpPEHUsI M TEII0-MacCOOOMEHOM CO CTEHKOH u
(hOHOBBIM BEILIECTBOM.

Ha nponecc ¢popmupoBanust cyOMUKPOHHBIX U
HAHOYACTHUIl B IIPOLECCE PACIIUPEHHS BIUSIOT TaKXKe
Macca M CTPYKTYpa MOJIEKYJI pacTBOPSIEMOTO BEILECTBa,
ero  (U3MKO-XMMHYECKHE  CBOMCTBAa:  IUIOTHOCTH,
TEIUIOEMKOCTb, JETY4eCTh u KOd(PHUIHEHT
MIOBEPXHOCTHOT'O HATSDKCHUS Ha rpaHuLe
«PAaCTBOPEHHOE  BEIIECTBO -  CBEPXKPHUTHYECKHUH
PaCTBOPHUTEIDY.

B nacrosmeit pabore Ha ycranoBke RESS-100
Obu1a POBEJICHA CepHsl IKCIIEPUMEHTOB 10 MOJYYEHHIO
yacTHll MeTwinapabeHa U ubynpodpena npu
napamerpax mpouecca P =25 MIla, T,,~=50°C, T,,;=70
°C, uccinen0Baics MpoLece pocTa YacTHl] B CBOOOIHOMN
CTpye B HampaBJICHWM JIBWXeHUs. Jluamerp kaHaia
D=80 mxm, pmmmaa kamama 300 mxMm. Pesymerater
npencraBieHsl B Tabmmme 1. m Ha puc.3., tme L-
paccTosiHHe 10 IUTaCTUHEL, D-ramMeTp KaHana.

Tabsuna 1 - Biusinue paccTosiHusl pacnbLIeHAs HA
cpeHHi pa3Mep 4acTHIl

L/D Cp. pazmep Cp. pa3mepsl
4aCTHUlI, YaCTHlI,
MeTHiInapadeH, noynpodes ,
MKM MKM
250 3,08 3,30
437,5 3,22 3,60
625 3,77 428
937,5 4,17 4,82
1250 4,94 5,47
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W3 puc. 3 sBHO BHAHO, uTO M3MeHeHue L/D ot
250 mo 1250 mpum gmanenun 25 Mlla, npu muHe
kamwirsipa 300 MM, MOPUBOAMIO K YBEIMUYCHHIO

CpeIHEero pa3Mepa YacTHI] MeTuinapabeHa u
uoymnpodeHa.
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Puc. 3 - Bausinme paccTosiHUsI pacnblLIeHUs Ha
cpeanumii pazmep yacrun npu P =25 Mlla, T,,.=50°C,
T,,=70°C

B xome pacmmpeHuss pacTBOPEHHOE BEIIECTBO
KOHJICHCHUpYETCS ~ Ha  3apoAbplmiax ®  obpasyer
CyOMUKpOHHBIE ¥ HaHouacTunbl. IlapamiensHo cC
POCTOM 3apOAbIIIEH MPOTEKAET U HpoLEecC 00pa30BaHUS
KPUTUYECKUX 3apOJIbIILIEH, a TAK)KE KOAryJsLHs MEXIY
CyOMHKpPOHHBIMH U HaHouacTuiiamu. Ilociie BeIxomaa w3
pacUIMpHUTENIBHOTO  YCTPOWCTBa  IMOTOK  (uironza
BCTpedaeTcsi C JUCKOM Maxa (cedeHwe IOTOKa, B
KOTOpPOM d4uciI0 Maxa paBHO eIWHHLE), TIe
paspylalTcss KJIACTepbl M HEKOTOpBIE YaCTHULBL,
oOpazoBaBIIecs B pe3ylbTaTe KOaryJsLuH. B
HacTosimeld paboTe mccuemyercs CBOOOIHAs CTPys 3a
auckoM  Maxa.  Jlamee  mpolecc  pacliMpeHus
IPOUCXOAUT B CBOOOXHOM crTpye, rne Quroun
BCTpedaercsi ¢ (OHOBBIM ra3zoM. B cBoGomHO# cTpye,
n3-3a OoJee HU3KUX CKOpOCTeH HauMHaeT MpeodianaTh
npolecc KoaryJsiiMd, a Ipolecc 00pa3oBaHUs
KPUTHYECKUX 3apoAbIlIel CBOAUTCA K MHHUMYMy. B
aTMOC(EpHBIX YCIIOBUSX JTUOKCHUJL YIJIEpPOJa MePexoIuT
B ra3oo0pa3HOE COCTOSHME, a TBEpJOE BEIIECTBO
MOJIHOCTBIO OCaxaaeTcs. B pe3ynbraTe mnomydarorcs
YacTHIIBI, CBOOOHBIE OT OCTATOYHOTO PACTBOPUTEIIS.

[Ipumep mosst TeYEHUsE U CTPYKTYPhl YIAApHOI
BOJIHBI [TOKa3aH Ha puc. 4 [3-5].

linacTitHa

Yiapran
urns

Puc. 4 - Pacmupenune cBodoanoii crpyn CO,
(To=70C, Po= 80 06ap) (a) mpodmim TLUIOTHOCTH
pacuér (0) onTHyeckHii IKcepuMenT [3]



Koraa paccrosiaue pacnbuieHust MeHbIne 20 MM
( L/D<500), Bpems, KOTOPOE YaCTHIIBI HAXOMATCSA B
o6nacTi pocta Haxomures B npexenax 107 c. B Buay
3TOTO CTOJIKHOBEHHE C ITOBEPXHOCTHIO cOOpa MoMOraer
n3bexaTh pocTa yacTul. [Ipu yBeaMueHMH TUCTAHIUH
pacIbUIeHUS U COOTBETCTBEHHO BPEMEHH HAXOXKICHUS
YacTHLl B 00JacTHM CBOOOJHOM CTPyHM Ha KOHEYHOE
pacrpezieneHie 4YacTull 0 pa3MepaM BIMSET TakKe
KOHJICHCANUS U KOATyJISIIHS.

[Ipn 3TOM aHANOTMYHO MPEIBIAYIIUM paboTam
aBTopoB [1,2] BO BCEX OKCIIEPUMEHTANBHBIX TOYKAX
CpemHUI pa3Mep dYacTHIl MeTunnapabeHa  oOKaszaics
MEHBIIIE CPETHET0 pa3Mepa JYacTHL HOynpodeHa.

BbiBoabl

IIpoBenena  cepuss ~ DKCHEPUMEHTOB IO
MOJIYYCHHUIO YaCTHI[ MeTwinapadeHa u  uOynpodeHa
npu mapamerpax mpomecca P =25 MIla, T,,.=50 °C,
T,,=70 °C mpu L/D ot 250 no 1250, rne L-paccrosinue
Jn0 TiacTuHbl, D-muamerp KaHasa. ODKCIIEPUMEHTHI
NOKa3ajd yBENMYCHHE pOCTa YaCTHL II0  XOIy
IOBIDKGHHS CBOOOJHOW CTpyH, KOTJa pPAacCTOSHHE
pacubutenust Menpme 20 mm ( L/D<500), Bpewms,
KOTOPOE€ 4YaCTULBI HaXOmATcs B OO0JacTH pocra
HaxoguTCsl B Mpeaenax 10° . Beumy storo
CTOJIKHOBEHHE C IIOBEPXHOCTBIO cOOpa IOMOraer
n30exaTh pocTa YacTHII.

«Hayunoe uccnedosanue blnoaHeHoO 68 pamkax
geoepanvroti  yenegou npoepammel  «Hayunvie u
HayuHo-neoazozuiecKue Kaopbl UHHOBAYUOHHOU

Poccuuy na 2009-2013 200v1» HOMep coenauienus
14.B37.21.0944».
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