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IlepeyeHb UCMOJIB3YyeMbIX B TEKCTe Aa00peBHATYP U COKPALLIEHU I

MOV — mukpodaonaHoe yCTpoicTBO

AIl — anniuTUBHOE MPOU3BOCTBO

DLP (Digital Light Processing) — mugpoBas 06paboTka cBeta

CJI — crepeonuTorpadus

DLP-CJI — uudponas crepeonurorpadusi ¢ o0opaboTkoi cBeTOM

Y ®-uznyuenue — yabTpaguoIeTOBOC H3TyUCHUE

SAXS (Small-Angle X-ray Scattering) — MajoyTjioBO€ paccessHue PEHTTEHOBCKHX
ay4en

SANS (Small-Angle Neutron Scattering) — ManoyrioBoe paccessHue HEUTPOHOB

WAXS (Wide-Angle X-ray Scattering) — mMpoKOyroibHOE paccestHuE PEHTI€HOBCKUX

Ty4yen
XAS (X-ray Absorption Spectroscopy) — peHTreHOBCKas aOcopOlMoHHAas
CHEKTPOCKOTIHS

JPC — nuHamuueckoe paccesiHie CBeTa

JPJI — mudpakiusi peHTT€HOBCKUX JIydei

POM — pactpoBas 3JIeKTpOHHAsT MUKPOCKOIIUS

[I9M — npocBeunBaromas EKTPOHHAS MUKPOCKOITHS

EXAFS (Extended X-ray Absorption Fine Structure) — mnpoTskEHHas TOHKas
CTPYKTypa CHEKTPOB MOIJIOUIEHUS] PEHTT€HOBCKOTO M3TyUYEHUs

XANES (X-ray Absorption Near Edge Structure) — cTpykTypa crieKTpa MOTJIOIICHHUS
PEHTTEHOBCKOTO M3JIy4eHUS B 00JIACTH Kpast MOTJIOIECHUS

LSPR (Localized Surface Plasmon Resonance) — nokaan30BaHHbBIN TOBEPXHOCTHBIM
IJIA3MOHHBIA PE30HAHC

Mukpo-KT — MUKpO-KOMITbIOTEpHAST TOMOTpadust

NTIC — n30nponuiaoBeIi COUPT



JAM® — numetundopmMamu

TOA — TpusTUnaMuH

TPUTL] — TerpameTHnpogaMuH

BCA — Obrumii CbIBOPOTOYHBIN aTb0yMUH

HY — manouactrna

MO — mammHHOE 00yUYeHHE

IHS (Improved Hypercube Sampling) — yiyuiieHHbIi METO COMIUIMHTA JIATUHCKOTO

runepkyoa



BBenenne

AKTyaJbHOCTh  padorbl.  CIOXHOCTH  MacITaOMPOBAHMUST ~ XUMHUYECKHX
TEXHOJIOTH, TO €CTh MePEX0/] OT JJa0OPATOPHOTO CHHTE3a MAaTEPUAJIOB B MaJIbIX 00bEMaX K
MIMPOKOMACIITAOHOMY XHUMHUYECKOMY IIPOM3BOJCTBY, SBIISETCS OJHOM U3 OCHOBHBIX
IPUYUH TOTO, YTO MEXKAY STUMHU ABYMS (azaMu MpoxoauT 3adactyio 5-10 net. [IpoGrembl
Ha 3TOM JTale BO3HUKAIOT M3-32 HEBO3MOXXHOCTU OOECIIEUEHHUs YCIOBHM pEaKIHid,
UJCHTUYHBIX JIAOOpaTOPHBIM, BO3pacTarolias ce0eCTOMMOCTb, U3MEHEHUSI B KUHETHKE U
TEPMOJMHAMHUKE PEAKIH TMpU yBEIWYCHHH O00bEMA, TPYJHOCTH B 0OECICYCHUH
PAaBHOMEPHOCTH CMEIIECHMSI PEAareHTOB M KOHTPOJS TemiepaTypbl. OJHAKO, B CIIOKHBIX
YCJIOBHSIX HACTOSILIETO BPEMEHHU (B YCIIOBHMSX CAHKLIMOHHOTO JABJICHMS, Pa3pbIBAIOILETO
CTPATETUYECKH  BaXXHbIE  TEXHOJOTMYECKHE LIEMOYKA B  BBICOKOTEXHOJOTMYHOM
IpOU3BOACTBE B Poccun) cTonb AJIMTENbHBIE CPOKHM PEIICHUS 3a7a4 MPOU3BOACTBA HOBBIX
MaTepHaIOB HEAOIYCTUMBI JIaXxe NIl 00eCeYeHus] TEXHOJIOTMYECKO HE3aBUCUMOCTH, HE
roBoOps yke 00 aMOMIIMO3HBIX 33/1a4ax JOCTHKEHUS TEXHOJIOTMYECKOI0 JIUAEPCTBA MO PALY
IpPUOPUTETHBIX A1 Poccun HanpasiieHuil. BeinonHenne HacTosmel paboThl HAIIPaBIEHO
Ha CO3/IaHH€ YCIIOBUH ISl pa3paOOTKU U BHEAPEHUS OTEUECTBEHHBIX TEXHOJOTUM B chepe
HOBBIX MaTEpHAJIOB M XMMHHM B pamMkKax HalMOHAJIBHOrO NpPOEKTa TEXHOJOTHYECKOIrO
muaepcrBa «HoBble Marepuansl U xumusy. HayuHo 3HaunMbIi pe3ynbTaT OyAeT JOCTUTHYT
B TEPBYIO O4Yepellb 3a CUET BHEAPEHHS pPa3BUBAEMOM OTEYECTBEHHOM TEXHOJIOTHH
YCKOpPEHHOU U pecypcod3(hdHeKTUBHOM pa3pabOTKH HOBBIX MaTEPHAJIOB C HCIIOJIb30BaHUEM
MUKPO(DITIOUIHBIX TPOLIECCOB, KOTOPHIN MO3BOJIUT OCYIIECTBUTH €r0 OECIIOBHBIN TpaHCPEp
B MUKPOTOHHa)>XKHOE€ IIPOU3BOJICTBO.

Crenenn pa3paGoTaHHOCTH TeMBbI HCCIeA0BaHus. Tema nuccepTauuy HaXOqUTCs
Ha CTBIKE MEPCIEKTUBHBIX HANPABICHUN — MUKPO(IIIONANKY, aITUTUBHBIX TEXHOJIOTHH U
(YHKIMOHAIBHBIX ~ HAaHOMATEpUANOB, 4YTO  JelaeT €€  aKTyalbHOW,  OJHAKO
KOMOMHUPOBAaHHOE HCIIOJIB30BAHUE JIAHHBIX TEXHOJIOTMI B HACTOSIIEE BPEMs U3Y4YEHO

Maso. B nuteparype Manao BHUMaHuUs yJIeTsS€TCs aTTeCTallui MapaMeTPOB MUKPODITFOUTHBIX



ycTpoiicTB (MDY, U3roTOBICHHBIX METOJIOM aaauTUBHOTO mpou3BojicTBa (All), ogHako
TOYHBIE T€OMETPUUYECKUE PA3MEPBI KAaHAJIOB U HEOJHOPOJHOCTH UX MOBEPXHOCTH UTPAIOT
BAXHYIO pOJb B MPOLECCAX CMENIMBAHUA M MAaCCOIEPEHOCA B IOTOKAX KUJKOCTH.
Hengocratouno pa3BUTO HAMPABJIECHUE M Situ JAATHOCTUKA XUMUYECKUX peakiuii B MOY,
OCOOEHHO PEHTTEHOBCKMMH METOJIaMH, YTO CBS3aHO C HEOOXOIUMOCTHIO TPHUMEHCHUS
BBICOKOMHTEHCUBHBIX CPOKYCHPOBAHHBIX MyYKOB CHHXPOTPOHHBIX NCTOYHHKOB. Hakower,
0COOBI HMHTEpec MpeAcTaBiIsieT co00M MoHMMaHuEe (PyHIAMEHTAJbHBIX B3aMMOCBS3EH
MEXIy TapaMeTpaMyd XUMHYECKOW peakIuu U (U3MYECKMMHU CBOWCTBAMH IOJTYyYaeMBIX
MaTepuaiioB. OTy HHGOPMAIMIO MOXKHO TMOJYYUTh TOJHKO HAa OCHOBE KOMILIEKCHOTO
ucciaenoBanusi MOpGOJIOTHN U CBONCTB CUHTE3UPOBAHHBIX OOBEKTOB B COUETAHUH C UX IN
Situ TMArHOCTUKOW Ha Pa3HbIX CTAJAUSAX PEAKIUH.

Takum o0Opa3om, B JaHHOM JOHUCCEPTAIMOHHOW paboTe paccMmaTpuBacTCs
aKkTyajJbHasi mpodjemMa (U3NYECKOTO MATEPUATIOBEJCHUS — OJHOBPEMEHHBIM KOHTPOJb
(U3UKO-XUMUUECKUX YCIOBUM PEAKIIMOHHOM CMECH Ha MaJlbIX MPOCTPAHCTBEHHBIX
Mmacitabax (menee (0.1 MM), ¢ BRICOKUM BpeMeHHBIM paszpetienueM (yudiie 0.1 ¢), a Takxke
ONpPEAECICHUE NapaMETPOB JIOKAJTbHOW aTOMHOM CTPYKTYPBI U PACTIPEICIICHUS 10 pa3Mepam
UCCIIEyEMBIX BEIIECTB HA Pa3HbIX CTAIUIX peakiuu. O0bEeKTOM HCCJIeI0BAHNS SABIISICTCS
METOJMKa MPEIM3UOHHOTO KOHTPOJISI (PU3UKO-XUMHUUECKUX MapaMeTPOB pEaKIuii CUHTE3a
Ha HaHopa3MepHoM Mmacimitabe B MDY u in sifu NTMArHOCTUKKA MaTepuajoB Ha Pa3HbIX
CTagusX XuMHueckod peakuuu. IlpeaMeramMu HCCIeIOBAHMS SIBISIIOTCS KOMIIOHEHTBI
MUKPOQIIIOUIHBIX CUCTEM, TOJYYEHHbIC aIAUTUBHBIM CIIOCOOOM MPOW3BOACTBA, U
aIanTUPOBAHHBIC [JISI TIPOBEACHUS [n Situ JUATHOCTUKHU, MOPQOJIOTHS U Ppa3Mepbl
Hanovactun; (HY) meramnoB, moiydaemMbix B MHUKPOQUIIOMAHBIX YCIOBUSX; KHHETHKA
MPOTEKAHUSI PEAKLMN CUHTE3a, MOJYYCHHAs Ha OCHOBE JAaHHBIX CIEKTPOCKONMUU U
PEHTTE€HOBCKOTO PaCCESHHUS.

JuccepTanuysi COOTBETCTBYET MACHOPTY CeUanbHOCTH 2.6.6 «HaHoTexHomorum u

HaHoMaTepuasb (M. 1. MeToabl MoMy4eHus: HAHOMAaTepUaioB, KOMIO3UTHBIX CTPYKTYD,



CTPYKTYp IOHM>KEHHOM pa3MEPHOCTH, IPUOOPOB U UHTETPAJIbHBIX YCTPONCTB HA UX OCHOBE;
n. 2. CtpykrypHble, MOP(OIOTHUECKHE U MEXAaHUYECKUE CBOMCTBA HAHOMATEPUAIOB U
KOMITO3UTHBIX CTPYKTYpP Ha MX OCHOBE; I. 3. ATOMHO-MOJIEKYJISIPHOE KOHCTPYHPOBAaHUE,
CaMOOpTraHu3aLys, TOIOJIOTHYECKU-OPUEHTUPOBAHHBIE, OMOMUMETHYECKHUE,
010 yHKIIMOHATU3UPOBAHHEIE, AHEprocoOrparonme U aJanTUBHBIE
(camomnpucniocadMBaroIIMecs]) HAHOCTPYKTYpbl U HaHoMaTepuaubl; m. 11. Jlmarnoctuka
HAaHOMATEPHUAJIOB W HAHOCTPYKTYp; M. 12. Metoasl HccieqoBaHUs HAaHOMAaTEpPUAIOB U
KOMITO3UTHBIX CTPYKTYD).

Heab padoTbl: pa3paboTKa HOBBIX METOJIOB pecypcor((HEKTUBHOIO MPOU3BOJICTBA
HOBBIX MATE€pUAJOB W in Sifu JUATHOCTUKM XHMHUYECKMX pEakIMi B IPOTOYHOM
MUKPO(DITIOUTHOM PEKUME.

3agaumn:

® IPOBECTH 0030p COBPEMEHHBIX METOJOB CHHTE3a HAHOMATepHAIOB B
MUKPO(DITIOUIHBIX CUCTEMAX;

e crpoektupoBatb M®PY ¢ yderoM TpeOOBaHMU K CHHTE3y HAaHOMAaTepUaJOB
(reomMeTpus KaHAJIOB, CMEIINBAHUE PEAT€HTOB, TEMIIEPATYPHBII KOHTPOJIb);

® ONpPEIEIUTh MOrPEIIHOCTh M JOCTHUTaeMOE€ IPOCTPAHCTBEHHOE PpAa3pELICHHE
U3roToByieHUs 3D-neyaTHbIX MUKPODITIOUIHBIX PEAKTOPOB TEXHOJIOTUEN HU(PPOBOM
00paboTKHU CBETA;

® 110700paTh peareHThl U yCI0BUS (TeMIiepaTypa, CKOPOCTH OTOKOB) JIJIsl yCKOPEHHOTO
CUHTE3a psAJla HAHOMATEPHAJIOB, B TOM YHCJIE€ KOMIIO3UTHBIX, HA OCHOBE HAHOYACTHI]
METaJUIOB;

e pa3paboTaTh METOJAWKY in Situ TUArHOCTUKU B yJbTpaduroneToBo-Buaumon (Y D-
BUJIMMOI ) 00JIaCTH CHEKTPa B MUKPOQIIIOMIHOM PEAKTOPE U UCCIIEI0BATh KHHETUKY
XUMHYECKUX PEaKIIUA B MUKPODIIFOUIHOM CHCTEME C IIOMOIIBIO 3TOW METOIMKU;

e pa3paboTaTh METOAMKY i1 Sif TUATHOCTHUKU METOAOM MAaJIOYTJIOBOTO pacCesHUs

peHTreHoBcKux Jiydyeit (SAXS) B MUKpOQIIOUTHOM peaKkTope;
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® TIPOBECTH ex Situ XapaKTepU3alHI0 CHHTE3UPOBAHHBIX OOBEKTOB JIJIS1 ONPEICICHUS UX
(bU3UKO-XMMUYECKUX CBOMCTB.

JUiss  pelieHHusT TOCTaBICHHBIX 3aJad B JUCCEPTAMOHHOM HCCIIEI0BaHUU
UCIIONIb30BAJIMCh CIEIYIONIME MeTOAbl: aJJUTUBHOE HW3TOTOBJICHHE MUKPOQIIONIHBIX
peakTopoB MeTo0M LG PoBoit 00padoTku cBeToM (DLP), peHTreHoBCcKas ToMorpadus s
JMAarHOCTUKU T€OMETPUUYECKUX pa3zMepoB 3D-meyaTHbIX U3/1€NUid, pacTpoBas AJIEKTPOHHAS
MUKPOCKOIHUS Il aHajin3a MOP(OJIOTUM CUHTE3UPOBAHHBIX OOpPA3IOB U HIEPOXOBATOCTU
MOBEPXHOCTH MUKPOQIIOUAHBIX KaHATIOB, MaJIOYTJIOBOE PACCESIHUE PEHTIC€HOBCKUX Jyuen
(SAXS) u gunamuueckoe paccesinue cera ([APC) mns ananuza pacnpenenenus HY 1o
pa3MepaM HEMOCPEACTBEHHO B pacTBope, Y D-BuauMasi CIIEKTPOCKOINS JUISl UCCIIEA0BAHMS
KMHETHUKM pEaKIMU CHUHTE3a, CIEKTPOCKONUS PEHTTEHOBCKOIO TOTJIOLIEHUS s
JUArHOCTUKU Ipolecca BOCCTAHOBJIEHMsS HOHOB MeTaiia B xone (opmupoBanus HY,
COJIbBOTEPMAaJIbHBIE METO/BI CUHTE3A U KOJUIOUIHBIN cuHTe3 HY.

Hayuynas HoBu3Ha. B paGote pazpaboran psig HOBbIX 3D-neyatHbix MOV s in
Situ TUATHOCTHKU B 0OJacTH BUJIMMOM M PEHTTEHOBCKOM crekrpockonuu. Ha ocHoBe
JMAarHOCTUKHU B XOJI€ MPOTEKAHUsI PEaKIUH OMpenesieHbl HOBbIE 3aKOHOMEPHOCTH MEXKIY
napamMeTpaMH CHMHTE3a U CBOMCTBaMU IMOITy4yaeMbIX MaTepuasioB. [logyyeHbl maTeHThl Ha
METOJUKHA JIMarHOCTUKA MAaTe€pHalloOB C HCIOJIBb30BAHUEM MHUKPODIIIOUIHBIX SUEeK.
[Tonmyyensl gaHHbIE 00 WM3MEHEHUM MexaHUdeckux cBoiicTB MDY B xone crapeHws.
BnepBoie mpuBeneHbl pesynbrarhl ckpuHuHra HY cepebpa B Xomae MHUKPO(IIOMIHOTO
cuHTe3a metonamu Y @-BUIMMON crieKTpockonuu U SAXS, 4TO MO3BOJIAIIO ONPENETUTh
B3aMMOCBSI3b YCJOBHI CHHTE3a, MAapaMETPOB IUIA3MOHHOIO pPE30HaHCa M pa3Mepamu
HAaHOYACTHII.

IIpakTHyeckass 3HAYMMOCTb. Pa3paboTaHHbIE METONIbI YCKOPEHHOTO CHUHTE3a B
M®V no3BOJSAIOT COKPATUTHh BPEMs M PECYpChl Ha ONTHMM3ALMIO YCIOBUU MOJIyYEHUS
HOBBIX (DYHKIIMOHAJIBHBIX HAaHOMATEpPUAJIOB, 00ECIEUYEHHs BHICOKOW BOCHPOU3BOAMUMOCTH,

YTO BAXKHO JJIsI MPOMBIIIJIEHHOTO BHeApeHus. B pabore meTomamu MUKPOQIIIOUTHOTO



CUHTE3a ObUIM IIOJIyY€Hbl HOBBIE MaTe€pUalbl Ha OCHOBE HAHOYACTUL, B TOM 4YHCIE
komno3uTHbele. Mcnonp3oBanue 3D-medatn mnsg co3ganuds MOV MO3BONMIIO CHU3UTH
CTOMMOCTb M YBEJIMYUTH THOKOCTH pa3pabOTKH, O3BOJISA OBICTPO aaliTUPOBATH CUCTEMBI
II0J1 HOBBIE 33/1a4i. MeTo/ OTKPBIBAET BOZMOYKHOCTH JUIsl CO3JJaHUS IIEPCOHATIM3UPOBAHHBIX
7ab0paTOpui-HA-4YMIIE€ 11 HAYYHBIX W [POMBINUIEHHBIX INpUMEHEeHUW. JlaHHas
JUCCepTallMOHHas paboTa CIIOCOOCTBYET Mepexoay K Hu(POBBIM U pecypcodPPeKTUBHBIM
TEXHOJOTMSIM B  MAaT€pUAIOBEACHHMM, TMpeasiarass HMHCTPYMEHTbl g OBICTPOTro
IPOTOTUIUPOBAHMS M KOMMEPLIHAIM3AIMT HAHOMATEPUATIOB.

B pesynbrare BbinonHeHHUs pabOThl CHOPMYIHPOBAHBI CIEAYIOIINE IOJIOMKEHHS,
BBIHOCHMBbIE HA 3a1IHTY.

[Tonoxenue 1: Pa3paborana moaynbHass 3D-nieyaTHass MUKpOQIIOMIHAS CUCTEMA H
METOJIMKa CUHTE3a HAaHOYACTHUIl cepedpa B CETMEHTUPOBAHHOM IMTOTOKE MOl KOHTPOJIEM in
situ  YO-BUIUMOW CHEKTPOCKOIIMM M  MAaJOYIJIOBOTO PEHTIE€HOBCKOTO PACCESHUS.
OmnpeneneHa B3aMMOCBSI3b MEXKIY YCIOBHSIMHM CHHTE3a M NapaMeTpaMH IJIa3MOHHOTO
pe30HaHCca CHHTE3UpOBaHHbIX HaHouacTull. [lo manHbpIM SAXS mosydeHo OMMOAATIBHOE
pacnpezieieHue HaHOYacTHI] MeTajlla 0 pa3MepaM B PacTBOPE C pa3MepaMu B JUAIa30HE
3-7um u 17-30 HMm.

[Tonoxenue 2: Pa3zpaboraH crnoco0 CHEKTPATbHOTO KOHTPOJIS KUHETHKU peakuui
OpPraHUYEeCcKOro U HEOPraHMYECKOro CMHTE3a B 3D-neyaTHhIX MUKPO(DITIOUIHBIX peakTopax
C ONTUMAJIBHBIMU TE€OMETPHUSMHU JUII W3MEPEHHs CIIEKTPOB PEHTTEHOBCKOro u Y ®d-
BUAUMOro mnorjomieHusi. Ilpu wu3ydeHun BoccTaHoBiieHuss HoHOB arerata Pd(II)
TPUITUIAMUHOM AU PEpEeHINPOBAHBI IPOLIECCH BOCCTAHOBIJICHUS U OCAXACHUS METaljia B
X0J1€ ABMKEHUS PEaKIIMOHHOW CMECH 110 KaHaJTy, ITPU 3TOM JI0JIsl BOCCTAHOBJIEHHBIX ATOMOB
Pd(0) B pacTtBOpe mocie 3aBeplieHus peakiiuu coctaisiia 0.56, a ocaxx1EHHOTO MayIagus
—0.32 ot 0011ero Ha4aJIbHOTO KOJIMYecTBa MeTauia mpu temmeparype 50 °C.

[Tonoxenue 3: Pa3zpaboraHa MeToAMKa CHUHTE3a B KameabHOM MHKPOQIIOMIHOM

pexume u in situ guarHoctTuku MeTtoaoM SAXS Hanoudactuny CaCO; ¥ KOMIIO3UTHOIO
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matepuana Ha ocHoBe CaCOs/Ag. HanouacTuibl cepedpa popMUpyIOTCS Ha MOBEPXHOCTH
BaTEpUTa, a CPETHUI pa3Mep YaCTHIl KOMIIO3UTHOTO MaTepuasa, CAHTE3UPOBAHHBIX B UHIIE,
coctaBisgeT 650 HM, TOrAa Kak MeToJ] 00bEMHOI0 CUHTE3a ITO3BOJIMII ITOJIy4YUTh YaCTHULIBI C
MUHHMaJIbHBIM pazmepoM 900 um. [loryueHHble 00pa3Iibpl XapaKTepU3YIOTCS HATUIHEM 110D
pasmepoM oT 3 1o 40 HM, 4YTO TOATBEPKAAeT WX SPPEKTUBHOCTH sl 3arpys3Ku

JIEKapCTBEHHBIX MPETapaToB aHTUOAKTEPUATHHON TepaIny.

Hapéxxnoctb M A0CTOBEpPHOCTBL. [IpoBen€HHOE HCCIEHOBAHME  COYETAET
7abopaTopHbIE JKCIEPUMEHThI U pabOTy HA CHUHXPOTPOHHBIX MCTOYHUKAX, 4YTO B
COBOKYIMHOCTHU C KOJIMYECTBEHHON 00pabOTKOM JaHHBIX 00ECIEUMBAET BHICOKYIO TOYHOCTh
Y BOCTIPOM3BOAUMOCTh JaHHBIX. Haa&KHOCTh pe3yabTaToOB MOITBEPKIACTCS CICAYIOIMIMMU
dakTopamu:

e M®VY wu3roToBI€Hbl METOJIOM aJJUTUBHOTO TMPOU3BOACTBA, YTO TaPAHTHPYET
TOYHOCTh U TOBTOPSIEMOCTh F€OMETPUU KAHAJIOB M MUHUMU3UPYET MOTPEITHOCTH,
CBSI3aHHBIC C PYYHBIM U3TOTOBIICHUEM;

® KJIIOYEBBIC SKCIIEPUMEHTHI POBOJUIIUCH HA Pa3HBIX YCTAHOBKAaX, B TOM YUCJIE Mera-
KJlacca, ¥ KOMIUTMMEHTapHBIMU METOJaMHU, YTO MOJATBEPXKIAET COTJIACOBAHHOCTH
pe3ynbratoB (Hampumep, pazmep HY cepebpa onenmBancs merogamu SAXS u
ANEKTPOHHON MUKPOCKOIHH);

® COMNOCTAaBJICHUE MOJYYCHHBIX JAHHBIX C JUTEPATYPHBIMM HMCTOYHMKAMHU B paMKax
MOXO0KHUX KJIACCOB 0OBEKTOB M PEAKIIHIA;

® pe3yJbTaThl pabOThl OMYOJUMKOBAHBI B PEIEH3UPYEMbIX >XypHaiaX, BXOJISIIUX B
MEeXIyHapoaHble 0a3bl maHHbBIX Scopus U Web of Science yposas Ql, Q2, uto

MNOATBCPIKAACT UX HAYUYHYIO 3HAYUMOCTb HAa MUPOBOM YPOBHC U JJOCTOBCPHOCTD.

Myoankamuu. Ilo Teme nuccepramuu aBTOpoM oIyoOiukoBaHo 12 pabot, u3

KOTOPBIX 7 HAYYHBIX CTaTel B *KypHajax, MHACKCUpPYEeMbIX B 0azax maHHblx Web of Science
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u Scopus, OJHA IJlaBa B KHUrE, 4 Te3uca AOKIAJOB B Marepuagax MEXKIyHapOIHBIX
KOH(EpEeHITNH.

JIMYHBIA BKJIAJ aBTOpPA 3aKJIIOYAcTCsd B IIOCTAHOBKE 3aJa4 HCCIECIOBAHUN H
BBIOOpE METOJIOB MX pEIIeHHs. ABTOpP CaMOCTOATENBHO pa3padoTall TEXHOJIOTUYECKYIO
nenouky st co3panusa M®OY meronom 3D-neyaTty ¥ IpOBOJINII BCE IKCIEPUMEHTAIIBHBIC
paboThI 1O M3rOTOBJIEHUIO, TECTUPOBAHUIO M ycoBepuieHCTBOBaHUIO M®Y. ABTOp BHEC
OTIPENICIIAIONTNN BKJIJl B SKCIIEPUMEHTHI 1O co3/aHuio MDY u3 potomnoaumMepHon cMOJIbI
IUI in Sifu TAATHOCTUKM IPOLECCA CHHTE3a HAHOMATEPHUAJIOB, IUIAHUPOBAJ, MPUHHAMAI
ydacTue B IPOBEACHUH U 00pabOTKE TaHHBIX SKCIIEPUMEHTOB NOJyUYEHHUSI HAHOMATEPUAJIOB,
pa3paboTal yCcTpOHCTBO ¢ MHTETpalle ONITHYECKOTO BOJIOKHA U MPOBEI SKCIIEPUMEHTHI 11O
JIMAarHOCTUKE PEAKIUN OPraHUYECKOro CHHTE3a C OJHOBPEMEHHBIM KOHTPOJIEM KOHBEPCUHU
MeTo oM Y@ CHeKTpOCKONMH. ABTOPOM pabOThl ObUIM peann30BaHbl (PyHKIMOHAJIbHBIE
nporotunibl M@V kak s 1a0OpaTOpHBIX HMCCIEIOBAHUM, TaK W ISl NMPUMEHEHHS Ha
VMCTOYHUKAX CHHXPOTPOHHOIO H3JIY4YEHHs. ABTOpP aKTMBHO Y4YaCTBOBAJI B ITOCTAHOBKE
DKCIEPUMEHTOB I10 IIPOBEIECHUIO HCCIEIOBAHMM HAa MCTOYHUKAX CHUHXPOTPOHHOIO
W3JIyYEHUsl, HAIPABICHHBIX HA MCCIECJOBAHHE IMPOLECCAa CHUHTE3a METAUIMYECKHUX
HaHOYACTHIl B MPOTOYHOM PEKHUME, KOMIIO3UTHBIX MaTepHaioB MeToaoM SAXS.

O0bém u cTpykTypa padorbl. Jluccepranusi COCTOMT W3 BBEACHHUSA, 5 TJIaB,
3aKJIIOYEHUS] U CIUCKA LUTHPyeMoil nurepaTypbl. Pabora m3noxeHa Ha 145 crpanunax
MaITUHOMMCHOTO TeKCTa, BKiItoUast 51 pucyHok, 12 tabmui v 102 cchliku Ha IUTEpaTypHBIC

HNCTOYHHKHM.
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I'naBa 1. O630p cCOBpeMEHHOIr0 COCTOSTHUS MPOOIeMbI

Hanowactunpr (HY) OmaropoaHbIXx METaIOB HAXOAST IMUPOKOE MPUMEHEHUE B
MPOMBIIIJICHHOCTH, BKJIIOYas Karaiu3, (POTOHUKY, JOCTABKY JIEKapCTB, MEIUIIMHCKYIO
BU3yanu3anuio. VX yHHUKadbHbIE ONTUYECKUE CBOWCTBA MHTEPECHBI NI MMOBEPXHOCTHO-
YCUJIGHHOTO  KOMOWHAIIMOHHOTO  paccesHus, (OTOINEKTPUUYECTBA, MOJEKYISIPHOTO
oOHapyxeHuss W (oToTepMUUYEeCKOM Tepamuu paka [1]. B TummuHoil mpouemype
Metasmmmyeckue HY pacTyr B NOpHCYTCTBUM HOHOB METaJUla, BOCCTAHOBUTENS U
crabunu3aTopa. Pe3ynbTaT BOCCTaHOBJICHHUS, 3apOABIIICO0pa30BaHUs U POCTA 3aBUCHUT OT
MHOTMX [apaMeTpOB, BKJOYas TEMIEpaTypy M KOHUEHTpalHi peareHToB. OmnepaTtop
MOYKET HENPEAHAMEPEHHO BHOCUTh U3MEHEHUS B CTAHIAPTHBIE IPOTOKOJIBL, U3MEHSSL BpEMS
CMEILIMBAaHUS WM CKOPOCTh U MOPSAIOK PEAreHTOB, KOTOPBIE BIHSIOT HA PE3YJIbTUPYIOIIEE
pacupezneneHue pasMepoB dvactull. [loaxox NpoeKTUpOBaHUS SKCIIEPUMEHTOB MOXKET
IIOMOYb OIPEIEIUTh POJIb KAXKI0T0 MMapaMeTPa CUHTE3A B pE3yJIbTUPYIOIIUX CBOMCTBAX [2],
B TO BpeMs KakK ajJrOpuTMbl MamIMHHOTO oOydyeHus (MO) mpemmaraior 0oliee CIOXKHYIO
aIbTEPHATUBY, KOTOpasi CIOCOOHA HAXOJUTh CJIOXKHBIE 3aBUCUMOCTH B MHOTOMEPHBIX
JTAHHBIX W MPUMEHATH CTpAaTeruu ontumusauuu [3]. Heckosbko nmpuMepoB B JUTEpATYpE
JIEMOHCTPUPYIOT YCIICIIHOE MpuMeHeHrne Mojiesied MO 11l morcka B3aMMOCBSI3EH MEXKTy
CUHTE30M M CBOWMCTBaMM Matepuana. [[oHr m Jp. paccMOTpenu B3aUMOCBSI3H MEXKIY
HAYAJIbHOM KOHILICHTPAlMEl pEareHTOB, WHTEHCHUBHOCTBIO YJbTPa3ByKa M CPEIHUM
pasmepom Ag HY [4] ¢ nomoibio anroputMma AEpeBbeB pelieHui. Jlu u ap. npuMeHuIm
MOAXOJl, OCHOBAaHHBIM Ha JaHHBIX, JJI1 YCKOPEHHMS CHHTE3a HEOOJIBIIUX 30JI0ThIX
HAHOKJIACTEPOB [5], B TO BpeMst Kak UYskao u Jp. 0ObEIMHUIN UHTEIJIEKTYaIbHbIM aHATU3
JUTEPATYPHBIX JAaHHBIX M POOOTU3MPOBAHHYIO TIATHOPMY MJiE BOCIPOU3BOJAMMOTO
CKpUHHMHTA CHHTE3a KOJUIOMIHBIX HAHOKPUCTALIOB [6]. Anroput™m riyOokoro oOydeHus
BKJIFOUWJI B PACCMOTPEHUE BCE IMAPAMETPHI CHHTE3a U IIOMOT IOHSTH CJIOXHBIA CHUHTE3
HEOPTaHUYECKUX MaTepuanoB. Banp M 1Ip. mpeacTaBuiv ONTHMM3ALMIO, OCHOBAaHHYIO Ha

MO, nns cuHTE3a MYJBTUAJIEMEHTHBIX MeTtammyeckux HY ¢ neneBbIMM CTPYKTYpPHBIMU
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cBoiictBamu [7]. Ilennerpuno u ap. nmokazaiu, 4To 00y4eHHbIE MOJEIN MOKHO MIPUMEHSTh
JUTSI TIOJIX0/1a 00OPAaTHOTO MHKUHUPHUHTA [8] I MOMCKa ONTUMAJIbHBIX [TapaMEeTPOB CUHTE3a
JUIs KemaeMoit xapaktepuctuku T10, HY.

Kitaccuueckue nponeaypbsl CHHTE3a YaCTO OTPAaHUYMBAIOTCS HECKOJIIBKUMH YU CTIaMU
00pa3loB u3-3a OOJBIIOrO KOJIWYECTBA MOTPEONIIEMBIX PEAareHTOB, a TaKXKE HMMEIOT
CIIOXHBIE TMPOOJEMBI paclapalieTuBaHus W BOCIPOM3BOAUMOCTH. XHUMHS IMOTOKOB M
MUKpO(DIIOUIMKA, HANPOTUB, MPEJOCTABISIOT YHUKAJIbHBIE BO3MOXKHOCTH JJII TOYHOTO
KOHTPOJISI CMEIIMBAHUS U TEIUIONepeaaun B KPOIIEYHbIX o0bemax peareHToB [9]. Takoi
MOJIXOJ TO3BOJISIET CO3/1aBaTh HAacTpauBaeMble U 3(Q(EKTUBHBIE CHUCTEMBI ISl CHHTE3a
HaHOMaTepHanoB. MUKPODIIOUAHBINA MOAXO0J TAKXKE IMpeaJaraeT MOIIHYIO ajlbTEpHATHUBY
NAKEeTHOMY CHHTE€3y C TOYKHM 3pEHUS AaHAJIUTHUKUA OHJIAHH-MOHUTOPUHIAa M CaMo-
ontumuzauuu [10]. g 3Toi nenu MukpodironHas cucTeMa J0JKHA ObITh CBsI3aHa C
HaJCKHBIMA M 3(P(PEKTUBHBIMU METOJAMHM JUArHOCTUKH. Byaydu YyBCTBUTEIBHOU K
3 dekTy JT0KaIM30BaHHOTO MOBEPXHOCTHOIO IIa3MOHHOrO pe3oHanca HU GnaropoaHsix
METaJIJIOB, CIIEKTPOCKONHUS B YJIbTPapHUOIETOBOM M BUAMMOM nuamnazoHe (Yd-suaumas
CHEKTPOCKONHMS) 3aciay’KUBaeT ocoboro BHMMaHMs. [lapameTpbl crnekTpa MHOTIOLIEHUS
3aBHUCAT Kak OT pa3Mmepa, Tak u oT ¢Gopmbl HY, a ammHa BOJIHBI MJIa3MOHHOTO pe30HaHCa
MOXET BapbUPOBAThCS B BUIUMOM jguarnazoHe oT 400 M g0 OmkHed uH(paxpacHOM
ob6nactu ripu 1100 M [11]. DTO HEemaeT ONTHUECKYIO CIIEKTPOCKOIHIO UJI€ATbHBIM METO0M
st mabopatopHoit xapakrepuctuku HY. Hryen u ap. paspabGotanu MUKpOGDIIOUIHYIO
CEpUIHYI0 HEHTPU(PYry U HCMIOIB30BAIM CHEKTPOCKONUIO MOrJIonieHus: B Y D-BUAUMOM
nuanaszone s 3ddekTuBHOTO cKpuHUHTAa cuHTe3a HY Au [12]. SIHr u np. nmpumeHum
cnexkTpockonuto B Y®-puaumMoM auana3zone Ui xapakrepuctuku HY Ag, mony4eHHbIX B
Pa3IMYHBIX PEXUMAX C TMOMOIIbI0 MX HOBOIO MHOTOCTYNEHYATOTO MHKPOQIIIOMIHOTO
peakTopa CO BCTPOSCHHBIMH OECKJIANaHHBIMHU IHhE303JIeKTpudecKkuMu Hacocamu [13].
brnaronapsi 4yBCTBUTENBHOCTH W CKOPOCTH OINTHUYECKON CIEKTPOCKONUU €€ MOMKHO

OPUMEHATh In Sifu Jjia orciaexuBaHus pocta HY OnaropoJHbIX METaIOB B pPEXUME

14



peagbHOro BpeMEHHU, 0OCOOEHHO B COYETAHUU C AJITOPUTMAMHM ONITUMHU3AIMU HAa ocHOBe MO
[14]. Mexkku-beppana paszpaboran ABYXSTaNHYI CTPYKTYpPY Il BBICOKOIIPOW3BOJIU-
TEJIHLHOW MUKPODIIONTHON TIaTPOPMBI HA OCHOBE MAIIMHHOTO OOYUYEHHUS I OBICTPOTO
npousBojacTBa HY cepebpa c xenaeMbIM CIEeKTpOM noriiomnieHus B Y O-BuanmMom 1uamna3oHe
[15]. B atoii paboTe 00be AMHUIH TITyOO0KY0 HEHPOHHYIO CETh JUIS allpOKCUMAIIH CIIEKTPa
KaKk (YHKOWM TapaMeTpOB CHHTE3a M Oal€COBCKYI0 ONTHUMU3AIMIO IS YIIPaBICHUS
MukpodmougHoit  cucremor.  CymiecTByromue padbOThl B JIMTEpaType  Takke
paccMaTpuBalOT MHKPO(IIIOMIHBIA CHHTE3 KBAaHTOBBIX TO4YeK ¢ moMommpbio MO wu
NepoOBCKUTOB [16]. MeTobpl, OCHOBaHHBIE HA CHHXPOTPOHHOM PEHTT€HOBCKOM pPacCEsIHUM,
SABJISIFOTCS €IIE OJIHUM CEMEWCTBOM METOJ0B, KOTOPHIE MTO3BOJIAIOT i Sifu XapaKTEpHU30BaTh
poct HU B mukpodmougaom yctpoiictBe (MDVY). PamaeBcku U Jp. HCHOJIB30BAIH
OJIHOBPEMEHHBII COOp JIaHHBIX MUPOKO- U MAJIIOYTIIOBOTO PACCESHUS PEHTTEHOBCKUX JTydei
(WAXS/SAXS) nns uccnegoBanus pocta HU marHetuta B KamneJibHOM MHUKPOPEAKTOPE.
beima wucnonb3oBaHa JByXdTalHasi TEXHUKAa OOpaOOTKM JaHHBIX, T/€ JaHHbIE
IUPOKOYTOJIBHOTO paccestHusl peHTreHoBckux nyded (WAXS) ucnonbp3oBaguch s
BBIOOpA KaJpOB C KalUISIMU ISl JAJIbHEHIIEro aHaliu3a WX KPUBBIX MaJIOYTJIOBOTO
peHTreHoBcKoro paccesHus (SAXS) [17]. Jlanre m np. mpoaeMOHCTPUPOBAIH, UYTO C
MOMOIIIBI0 MPO3PAYHOTrO JJISI PEHTTCHOBCKUX JIy4ell W MallopaccerBalolllero Marepuarna,
TaKOTO KaK HECTEXMOMETpPUYECKas THOJCH-AMOKCUIHAS CMOJa, MOXHO HCCIEI0BaTh
XAMHUYECKHE mpouecchl npsAMo BHYyTpu MOVY. Ilpumepsl NPUIIOKEHUN BKIHOYAIU
uccienoBanne SAXS CEerMEeHTHPOBAaHHOrO TMOTOKa 30y0Thix HY B kamisix BOIbL,
HKCTPAKIIMIO OKcajaTa Iepusi >KUIKOCTH/>KUJIKOCTh B MaclsHOW (ase u uccienoBaHue
WAXS kpucramioB okcamara Iepusi, CHHTE3UPOBAHHBIX B OWHAPHOM pPAaCTBOPHUTENE
BoJIa/mipornianiuo [18].

CoBpeMeHHbIe MeTO bl TIPpon3BoicTBa MDY BKII0O9atOT MUKPOOOPAOOTKY, Topsiuee
TUCHEHHUE, TpaBiieHne u (opmoBanue [19]. OmgHako 5TM TpoIlecChl MOTYT OBITh

pr&OéMKI/IMI/I, HCTOYHBIMHA, JOPOTYUMHU UJIM TPYAHBIMU JJIA CO3AaHUA CIOKHBIX TOIOJOTUM
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KaHaJIOB. bosee Toro, HEKOTOPbIE U3 HUX TAKXKE TPEOYIOT UHUCTHIX MOMEIIEHUN U APYTrUX
NOMEIIeHUN Il oOecniedeHus: Oe30IMOOYHBIX YCTPONCTB, KOTOPBIE YacTO JOpPOTH B
U3TOTOBJICHUM M O0OCHyKUBaHUU. VIMEHHO 37ech B Urpy BCTyNaeT aJAUTUBHOE
npou3BoaAcTBO (All) ¢ ero JOCTYMHOCTBIO U HaIE)KHOCTHI0. OTHOM M3 CaMBIX HAJIEKHBIX U
YHUBEPCAIBHBIX TeXHOJOTWM 3D-medatu, KOTOpblE MOKHO MCIOJIb30BaTh, SBISETCA
mudpoBas crepeonmrorpagus ¢ oOpabotkoit cBetom (DLP-CJI). IIpeumymectBa
ucnonp3oBanusa 3D-neyatHeix M®Y s cHHTE3a NPOJIEMOHCTPUPOBAHBI B HEAABHUX
o63opax [20]. I'yaa u ap. ucnonp3oBanu cucreMmy 3D-nedatHeix M®Y niis ckpuHUHTA in
situ cunreza HY Au c¢ nomomipto Y®-uznyuenus [21]. Ban nep Jlungen u gp.
MIPOJIEMOHCTPUPOBAIM  CITOCOOHOCTh  TexHoJoruu DLP-CJI  mpou3BoAuTh  CIOXKHBIS
Tonosioruu 3D-MUKpOKaHATIOB, KOTOPhIE€ B MPOTUBHOM clTy4ae ObLJI0 ObI TPYJHO WJIM MOYTH
HEBO3MOHO JOCTHYb C MOMOIIBIO TPAAUIIMOHHBIX METONOB n3rorosieHus [22]. [Ipoctoe,
nemeBoe, HO 3¢dexktuBHoe MDY, U3rOTOBIECHHOE C MCIOJH30BAHUEM THOPUIHOU
texHonoruu 3D-neuaru, Obu10 NipeacTaBieHo bpeccanom u Ap. Y cTpoicTBO MOIXOAUT JJIst
notoyHoro cuHTe3a HY Ag u Au [23]. Kamapumio-Ockobeno u ap. paszpadoranu 3D-
neyatHoe MDY co BCTpOEHHBIM CTIEKTPOGOTOMETPOM M OECIIPOBOIHBIM MOAKIIOUCHUEM U
MIPOJIEMOHCTPUPOBAJIM €r0 MPUMEHEHHE JIJIS aHaIKu3a cojiepkaHusi GTopusia B TPYHTOBBIX
Bojax [24].

OmapuM W3 HEOOCTaTKoB  3D-TIeUaTHBIX  CHUCTEM  SABIACTCS — HaIM4Ue
HEMACCUBUPOBAHHBIX (PYHKIIMOHAIBHBIX TPYMNI HA MOBEPXHOCTH OTBEP)KICHHOW CMOJIBI.
Kanasner 3D-newatHoro M@V npuTATrMBarOT MOHBI METAJIOB U CO3JAIOT JIONOJHUTENbHBIE
HEHTPBI 3apojbIlIieco0pa3oBaHus U pocTa mpu cuHTe3e. CHHTE3 B KalligX BOJABI B Macie
MOMOTaeT MPEOJIOJIETh ATY MPOOJIEMy C 3aTpaTaMu, HEOOXOIUMBIMH JJIsI CHHXPOHU3AIIUN
MOTOKA Kamejdb M CHEKTPAJbHOW XapaKTePUCTUKH, YTO YacTO MOXKET MPUBOJUTH K
HEMPUEMJIEMOMY KadeCTBY JaHHBIX. B 3ToW paboTe MpoIeMOHCTPUPOBAHO COYECTAHHE
MUKPOQUIIOUTHOTO  MOJAX0JAa W JUArHOCTUKM  in  Situ, TPUMEHAEMBIX IS

aBToMatu3npoBaHHOro cuuresa HU Ag B cermenTupoBanHOM noToke. [IpoTskeHHbIe Karm
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MPEACTABIAIOT COOOH XOPOIIMM KOMIPOMMCC JIJIi M30JUPOBAHHOIO MHUKpPOpPEaKTopa C
HACTpaWMBAEMOW  JUIMHOM, ONTUMAIBHOU i1 Y@D-BUAUMOW HW  PEHTTCHOBCKOU
xapakTepucTukd. CMENIMBaHUE pPEareHToB, OOBEM Kameiab U BpeMsl PETyIHpPYIOTCS B
MOJIyJIbHOU cucteme, cocrosmeid n3 3D-neuatHpix MOVY. [lanueie noriomieHus Y -
BUJIMMOM 00JIaCTH, COOpaHHBIC BO BPEMsI CKPUHHWHTA, IMMO3BOJWIN 00yunTh Moaenun MO u
BU3YAJIM3UPOBATH ONTUMAJIbHBIE YCI0BUS I cuHTe3a HY ¢ onpeaeneHHbIMU CBOMCTBAMM.
DTOT MOJX0]T MOYKHO JIETKO aJanTUPOBATh U MACIITAOMPOBATH /I PA3IMYHBIX PEaKIMi Ha
OCHOBe MHKpodronanku. MHTETparus TeXHOJI0THH MUKPOMITIOUINKN W UCKYCCTBEHHOTO
HWHTEJJIEKTA 3HAYUTEILHO YCKOPHUT pa3paOb0TKy HOBBIX (DYHKIIMOHAJIBHBIX HAHOMATEPHAJIOB

N 3HAYUTCIIBHO ITIOBBICHUT 3(1)(1)GKTI/IBHOCTB HCCH@HOBaHHﬁ.
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I'naBa 2. MeToabl A/IUTUBHOIO MPOU3BOICTBA KOMIIOHEHTOB MUKPO(IIOUIHBIX

CHUCTEM M in Situ CTPYKTYPHOM IMATHOCTUKH

Konnermmst 3D-mewatn, takxke HaszbiBaeMas All, Obuta paspaborana Yapiszom
Xamnom B 1983 romy B mporecce, u3BecTHOM Kak crepeosutorpadus (CJI). All
MPEICTaBIsIeT COOON Psil TEXHOJIOTHIA, KOTOPbIE TTO3BOJISAIOT MPOU3BOAUTH OOBEKTHI ITyTEM
OCAKJEHUS MaTepHalia, a HE BBIYMTAHUs, KaK 3TO IPOUCXOJUT BO MHOTHX TPaJULMOHHBIX
MIPOU3BOJICTBEHHBIX TEXHOJIOTHSIX, OCHOBBIBAIOIIUXCS Ha CYOTPaKTUBHOM IIpoliecce,
HaYMHAIOIIEMCS C UCXOJHOro Marepuaina [25]. Ero momymnsipHOCTh OepeT CBOE Hayajio B
CIIOCOOHOCTH MPOU3BOAUTH KOMIIOHEHTHl TI'€OMETPHUUYECKON CIIOKHOCTH, KOTOpBIE B
IPOTUBHOM cllydae OblIO ObI TPY/IHO WJIM HEBO3MOKHO CO3/1aTh C TOMOIIbIO TPAIULIMOHHBIX
MPOU3BOJICTBEHHBIX  TEXHOJOTH. ITO  obecneyuBaeT HMHHOBAUMOHHOCTH  All,
pacmpocTpaHsis €ro Ha MHOYKECTBO OTpaciied NPUMEHEHHS B IPOMBIIUIEHHOCTH — OT
a’POKOCMHUYECKOM, aBTOMOOMIIBHOM, CTPOUTEIHLHON 10 MEAUIIMHCKOM U MUIIEBOH [26].

Henp3s He ormeTuTh, yTo All mpenmaraer 3HAYMTENBHBIE yCOBEPILIECHCTBOBAHUS
IPOU3BOJCTBEHHBIX IMPOIECCOB, OCOOEHHO B TOM, 4YTO KacaeTcsi BO3JCHCTBUS Ha
OKPYXKaIOIIyl0 Cpeay. OToT MeTon Oosiee A(PpdekTuBeH Mnpu Mojade MaTepuaioB U
MO3BOJIIET CO3/1aBaTh SKOJOrMYHble KOHCTpyKuuu. Kak mpaBuno, mius AIl tpebyercs
MEHbIIE YHEPTUU IO CPABHEHHIO C CyOTpaKTUBHBIMU IIpoLeccamu [27].

B Hacrosimiee BpeMsi CyLIECTBYET acCOPTUMEHT MeToa0B 3D-medatu, HauMHas OT
XOpOIIO 3apEKOMEHJOBABIIUX Cce0sl METOJO0B, KOTOpbIE TOJAaMH HPUMEHSIOTCS B
IMPOMBIIUICHHBIX YCJIOBHUSX, 0 OO0Jiee COBPEMEHHBIX METOJO0B, pa3padaThIBAEMbIX B
UCCIIEIOBATENLCKUX J1a00paTOpUsX, KOTOpBIE HCHOIB3YIOTCS Uil Oojiee KOHKPETHBIX
npuiokeHuii. C MOMONIbI0 aJAUTUBHBIX TEXHOJIOTUM MOKHO HM3TrOTaBIMBAaTh JE€TANU
Pa3IMYHBIX pa3MEPOB — OT MUKPO- 0 MakpomaciTadba. OgHaKo TOYHOCTh Harle4aTaHHbIX
JieTasiel 3aBUCUT OT TOUHOCTH MCTIONIb3yEeMOI0 MeTo1a U MaciuTaba neuatu. Hanpumep, npu
3D-neyati B MuUKpomacmiTabe BO3HHMKAIOT NPOOJEMBbl C pa3pelieHueM, KaueCTBOM

MMOBCPXHOCTHU U COCANHCHNUEM CJIOEB.
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AIl TecHO CBSI3aHO C MPOMBIIIJIEHHBIM MPOU3BOJICTBOM, KOTOPOE MPou3BOAUT 3D-
OOBEKT MyTEM pa3MElIeHUs] MaTepualia B CJIOSX U YNPaBICHUS KOMITbIOTEPHOW CHCTEMOM
[28]. I3 monenel, n3Ha4aJIbHO CO3/IaHHBIX C MIOMONIBIO IPOrPAMMbI aBTOMAaTU3UPOBAHHOTO
npoektupoBanust CAD (computer-aided design), myTem no0aBiieHHs] MaTtepuaia ClIOW 3a
CJIOEM KOHEYHbIE KOMIIOHEHTHI YacTO MPOM3BOAATCA 3a OJMH mIar 0e3 HeoOXOAUMOCTH
KaKOW-TMOO0 JOMOTHUTENbHOW 00paboTKu. McXomHbI POEKT 00beKkTa mpeodpasyercs B
daiin .STL (Standard Tessellation Language unu STereoLithography). ®opmar daiina
.STL, pazpabotanusiii Yapib3zom Xauiom B komnanuu 3D Systems, ObLI IPUHAT B KAYECTBE
30JI0TOTO CTaHJAapTa IS Mepeaadn JaHHBIX MEXKIy mporpamMmmMHbiM obecrieuenuem CAD u
3D-npuntepom. @aiin .STL xpanut undopmariuio 1 Kax10i mopepxHoctu 3D-mMoznenu B
BUJIC€ TPUAHTYJIUPOBAHHBIX CEUCHUH, /1€ KOOPJIUHATHI BEPILUH ONPEIEICHbI B TEKCTOBOM
daiine. VYBenuuuBas KOJUYECTBO TPEYTOJbHUKOB, OIPEACISIIONINX TMOBEPXHOCTh, B
TEKCTOBOM (haiiyie mosBisieTcss OoJybllle TOYEK JaHHBIX JJIS [POCTPAHCTBEHHOIO
OTpEIeNICHUs] TIOBEPXHOCTU ACTAIM. DTO YBEJIWUYEHUE BEPILIMH MPUBOJIUT K MOBBIIICHUIO
paspenieHusi me4yaTHoro ycrpoiictBa. 3D-mpuHTep HMHTEpHpeTupyer UudpoBbIe
KOOpJIMHATHI, MoJlydeHHble u3 ¢aina STL, nmpeoOpasys ¢aiitn B G-¢aiia ¢ moMolbo
IporpaMMHOro obecrnedeHus-ciancepa, umeromerocs B 3D-npunrepe. G-daiin nenut 3D-
¢daiin .STL Ha mnocienoBaTelbHOCTh IBYMEpHBIX (2D) TrOpM30HTaNbHBIX MOMEPEYHBIX
ceyeHuit (25-100 MKM, B 3aBUCHUMOCTH OT TEXHOJIOTMU M3TOTOBJICHHS), UTO IO3BOJISET
nevyatath 3D-00beKT, HaUMHAs C OCHOBAHUS, MOCJEAOBATEIBHBIMU CIIOSIMU KEJIAeMOTO
MaTtepuana, Mo CyTH, cO3AaBasi MOJEIb U3 cepuu 2D-crnoeB, MOIyYEeHHBIX U3 UCXOJHOTO
daiina CAD. [29].

AlIl mupoko TpHUMEHSETCS BO MHOTHX 001acTsX, BKIOYas (apMaleBTHKYy U
menuuuHy [30]. Cpeau stux obnacteit meauimackoe All mpuBeso kK 0COOEHHO 3aMETHBIM
YIYYIICHHSIM B 00JIaCTH MEIUIIMHCKUX MHCTPYMEHTOB, MPOTE30B, UMILJIAHTATOB U T. I.
Oylarogapsi TaKUM MPEUMYIIECTBAM, KaK SKOHOMUYHOCTb, BO3MOXXHOCTh UHAUBUyATbHOMN

HACTPOWKHU U OBICTPOE IPOU3BOICTBO.
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Texnonoruss DLP, koropas ucnosb3yercs ¢ 1999 roma, Oblma nzoOpereHa B
pe3yJIbTaTe 3HAUUTENBHOTO ycKopeHus nporecca CJI, mpu KOTOpOM CBETOUYBCTBUTEIbHAS
cMoOJIa OTBEPKAACTCA YIAbTPA(PHUOIECTOBBIM U3TyYCHUEM JIA3EPHOTO JIy4da, IPU STOM JETaIn
U3BJIEKAIOTCS MHAMBHAYAJIBHO, [0 OJHOMY CJIOIO0 3a pa3. CeroiHs 3Ta I0CTyIHas IO LEHE,
TOYHAsI U BBICOKOCKOPOCTHASI TEXHOJOTHS MEYaTH UCIIOIb3YETCS JJI1 BCETO — OT CO3/IaHUs
MIPOTOTHUIIOB O MACCOBOI'O MPOU3BOACTBA JECTAIEH KOHEYHOIO HA3HAYCHUS, B TOM UYHCIE
TpeOYIOIMUX BBICOKOW TOUYHOCTH, OTACJIKH MOBEPXHOCTH U (DYHKITMOHAIBHBIX TPEOOBAHUIA
[31].

B mpouecce DLP xuakue npeKypcopbl, B OCHOBHOM CBETOYYBCTBUTEIIBHBIC
MOHOMEPHBIE CMOJIbI WJIM PAcCTBOPHI, BBIOOPOYHO MOJIMMEPU3YIOTCS U MPEoOpa3yroTcs B
3aTBEPJICBIIYIO CTPYKTYPY CJOM 32 CJIOEM MOJ BO3IAEHCTBUEM H3ITYUYEHHUS OIPEICICHHON
muHbl BoJiHBL. Pasnunia DLP u crepeonutorpaduu (CJI) 3akmouaercs B ToM, uro DLP
MCIMOJIB3YET MPOEKTOP B KAYECTBE MCTOYHHUKA CBETA M OTBEPKIAET KAXIbBIM CJIOM Cpa3zy, a
CJI ucnonb3yeT NOCIOMHYIO MEeYaTh C MOMOUIBIO JlazepHOro jy4a. Takum obpazom, DLP
oOecrieuynBaeT ropasio 00yiee BHICOKYIO CKOPOCTh TeyaTH, B To Bpems kak CJI mo3Bosser
T0OUTKCs 00JIee BHICOKOTO pa3pelieHus neyaTu U KauecTBa moBepXxHocTh. OHAKO pa3phiB
B pazpemienun mnedatn wMexay DLP wu  CJI ObicTpo cokpamaercs 1o Mepe
coBepiieHcTBOBaHUs TexHojoruu DLP. Cerognsi ctparerus mojumepusaldd Ha OCHOBE
cBera, TexHosoruss DLP, mo3BonseT moiydaTh OOBEKTHI C BBICOKMM pAa3pelICHUEM B
MHUKpPOMETpPOBOM Maciitade [32].

All Ha ocHoBe DLP-TexHOM0rMM CTa)Ia BEAYILIMM METOJ0M MPOU3BOJICTBA CIIOKHBIX,
MEPCOHATIM3UPOBAHHBIX U3JIETUI C UCKITIOYUTEIbHOM TOYHOCTBIO U CKOPOCTBIO. ITOT METO/T
SBJISICTCS] KJTFOYEBOM TEXHOJIOTHEH 7l TOBBIMIEHUS TOYHOCTH Oworieuatu 3D-moneneit
OpraHoB. JTOT TMOJXO0J OTKPHIBAET OTPOMHBIC TMEPCIEKTUBBI MJII OHMOMEAUITUMHCKUX
MIPUMEHEHHH, TAE MEIUIMHCKHWE MOJEIN, HaledyaTaHHble ¢ moMolpio DLP-TtexHomoruu,

MOTI'YT C BBICOKOM TOYHOCTBIO BOCIIPOHU3BOINTH PCAJIbHBIC (bI/ISI/IOJ'IOFI/I‘IeCKI/IC YCIIOBHUA, YTO

20



KpailHE BaXXHO [JIi TOYHOIO MO3UMLIMOHUPOBAHUS KapKacoB BHYTPU Tela U CO3JAHUS
MUKPOCTPYKTYp TKaHei [33].

Jns menuuuackoro AIl Obu10 pa3zpaboTaHO MHOXKECTBO METOAOB, TaKUX Kak
CEJICKTUBHOE JIa3€pHOE CIIEKaHUE, MOJICTIMPOBAHUE METOJIOM OCAXKJICHUS U3 Ta30BOM (asbl,
AIEKTPOTUAPOANHAMUYECKAs CTpyHHas medaTh u Mukpodmonanka [34]. B mocinegnem
MOTOK KUIKOCTH B MUKpOMAcIITabe IEMOHCTPUPYET YHUKAIIbHBIC SIBJICHHS, KOTOPbIE MOTYT
OBITh UCTIOJIH30BAHBI JUIsl U3TOTOBIICHUS YCTPOUCTB U KOMIIOHEHTOB, CITOCOOHBIX BBITIOJIHSTh
GbyHKIUM, TOJEe3Hble N7 OMOJOTHYECKMX HcciaenoBaHuil. braromaps TodHOMY
CTPYKTYPHOMY KOHTPOJIIO, BBICOKOW MPOU3BOJAUTEIBHOCTU U YAOOCTBY MaHUITYIMPOBAHUS
KOMIIOHEHTaMH, MUKPO(DIIOUAHBIE TEXHOJIOTUN 00J1a/1at0T PSAOM IPEUMYIIECTB B 00JaCTH
MeguuuHckoro All U mpumeHsiIoTCs B pa3pabOTKe JIEKapCTB, TKAHEBOW WHKEHEPHH U
CO3JaHUM OPTaHOB HA YMUIIaX.

st uzeomoenenusn 3D-newamupix ycmpoiicme ucnoib3oBajcsa npuHtep Asiga UV
MAX (Asiga, ABctpanus, Cumgneil) (pucyHok 2.1, cresa) npu aivHe BOJIHBI A = 385 HM U

WHTEHCUBHOCTH cBeTa 7.25 MBT1/cm2.

' .
\ R

a =i ,//IIIIIII”
prarrrt 11

Pucynoxk 2.1 — ITpuntep Asiga UV MAX (cresa) n kamepa Otofash G171 (cnpasa)
[35, 36]

TpexmepHble Moaenu ObUTM pa3pabOTaHbl C MCIOJIB30BAHUEM MPOrPAMMHOTO
obecnieuenusi Autodesk Netfabb (Autodesk Inc., Can-Padasns, CIIA). KomnbroTepHsie

MIPOEKTHI OB TTPeoOpa30BaHbl B CTaHAApTHHIE (Pailiibl s3bika Teccensauun STL ¢ moMorsio
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nporpaMmmHoro obecnedyeHuss Asiga Composer (Asiga, Apctpanus, CumgHen) s
JaJbHEUIIIETO UCIIOJIb30BAHMS B Ipouecce 3D-neyartu.

OcHOBHasl OTIMYUTENIbHASI OCOOCHHOCTh MPUHTEPA — MHTEUIEKTYalIbHAs CUCTEMA
nos3uuuonupoBanuss SPS (Smart Positioning System), akTUBHO KOPpPEKTUpYIOIas
nosioxkenue miuatgopmel neyatd. 3D-npuntep Asiga MAX UV ocHaieH pagnoMeTpoM,
MOCTOSIHHO COOOMIAIONIMM YIPABIISIIONIEMY KOMIBIOTEPY aHHBIE O TOYHOM I1OJIOKEHUU
mwiatgopmbl  niedaTd. HHTemnekTyanpHas wmatpuna ¢ Y®-cBETOAMOJAMU  HMMEET
BO3MO>XHOCTh U3MEHEHHSI CBETOBOTO MOTOKA B 3aBUCUMOCTHU OT TMOJIOKECHHSI TIIATHOPMBI,
JUISL WJICaJIbHOTO BPEMEHM SKCIO3MLMU MaTepuajlia Ha KaXIoM cioe. BHyTpu kopmyca
OpUHTEpa TMOJJIEPKUBAECTCA HeoOXoaumas TemIepaTypa Uil IMeYaTH KOHKPETHBIM
MaTEepUAIIOM.

B uccnenoBaHusix ucnoib3oBanach KoMMmepuecku aoctymHas cmosa (FunToDo
Nano Clear, Ankmap, Hunepnanasl). Bece 3D-nevartHsle ycTpoiicTBa ObUIM TOJIBEPKEHBI
yIBTPa3BYKOBOM ouncTke B u3onponuigoBoM crupte (MIIC) u mpoayBkod cxaTbIM
BO3JyXOM, 3a KOTOpPOW cieqoBajia BTOpas YyibTpa3BykoBas oOpabotka B UIIC u
OKOHYaTeNIbHasl Cyllka Ha Bo3ayxe. Hakonen, 3D-newaTHble yCTpoHCTBa OblLIM
MOJIBEPTHYTHI MOCT-OTBEPIKICHUIO KOPOTKUMU BemblkamMu Y ®P-ceeta B kamepe Otofash
G171 (NK-Optik GmbH, Bbaiiepopynsn, ['epmanus) (Omudka! UCTOUHUK CCHLIIKM He H

aiiieH.pucyHok 2.1, cnpasa).
2.1 YO-Buaumasi ClieKTPOCKONMS

VY ®-Buaumas CieKTpOCKOIHUS — IIUPOKO UCTIOJIb3YEMbI METO] BO MHOTHX 00JIaCTSIX
HAyK{, HaYWHAsL OT KyJbTUBUPOBAHUS OAKTEpHil, MACHTU(PUKAINK JICKAPCTB U MPOBEPKU
YUCTOTBHI U KOJIMYECTBEHHOTO ONPEAEIECHUS] HYKJIENHOBBIX KHCJIOT U 3aKaHYMBasi KOHTPOJIEM
KayecTBa B NPOM3BOACTBE HANWUTKOB MW XUMHYECKMMHU HcciaeaoBanusMu [37]. Ito
AHAIUTUYECKUN METOJ, KOTOPBIM U3MEPAET KOJUYECTBO JUCKPETHBIX JJIMH BOJIH

y.]'IBTpa(l)I/IO.HCTOBOFO HJIM BUAUMOI'O CBCTA, IMOITIOMIAEMBIX WM ITPOITYCKAaCMBIX O6p8,3L[OM,
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[0 CPAaBHEHUIO C ATAJIOHHBIM WJIM MyCThIM oOpasuoM. Ha 3To CBOWMCTBO BIIMSET COCTaB
oOpaslia, 4YTo MOTEHIIUAIBHO MO3BOJIAET MOTYYUTh HH(OPMAITUIO O TOM, YTO COJEPIKUTCS B
oOpasiie 1 B KaKOi KOHIIEHTPALUH.

JIaHHBIA METOJl OCHOBAaH Ha NpuHUHUIE norjomeHus Y® u BUAMMOro cCBeTa
XUMHUYECKUMH COEAUHEHUSIMU, UYTO MPUBOJAUT K OOPA30BAHUIO PA3JIUYHBIX CIEKTPOB, a
CIIEKTPbl BO3HUKAIOT U3-3a TMeEpexoja HJIEKTPOHA BHYTPU MOJIEKYJbI M3 OCHOBHOTO
COCTOSIHUA B BO30YyKJeHHOEe cocTostHMe. Korma Mosexynbl moriomaroT yactoty Yd-
U3JIyYEHUs, HJIEKTPOH B ATOM MOJIEKYJi€ TMEPEXOJUT W3 OCHOBHOIO YPOBHSI Ha Oosee
BBICOKAW DJHEPreTUYECKUN YPOBEHb. Y@D-BUAUMBIA CIIEKTP IOIJIOMIEHUS 3aBUCUT OT
MOJIEKYJIIPHOM CTPYKTYphl. MOJIEKyIIbl cofepkaT XpoModop, KOTOPBIM ONpeesieT, Iae U
B KAKOM KOJIMYECTBE COeAMHEHHE OyAET NOriaomarh cBeT B YO U BUTUMOM CIIEKTpax.

CHexTpoCKONMYECKNE HU3MEPEHUS MOTJIOIIEHUSI OCHOBaHbl Ha 3akoHe byrepa-
JlambGepra-bepa, omnpezaendronieM ocnabieHue MNapauieIbHOTO MOHOXPOMATUYECKOIO
Iy4YKa CBETAa IPHU PACIPOCTPAHEHHH €ro B noryiomaromen cpene [38]. 3akon byrepa-
JlamGepra-bepa Beipaxkaercs cieayrorieit hopmMyIIoun:

1(1) = Iye kal, (1)
rae I(l) — WHTEHCHMBHOCTBHCBETA, MPOIIEIIIEr0 CIIOW BeliecTBa TOMUHON [, I, —
WHTEHCUBHOCTb CBETA HA BXOJI€ B BEIIECTBO, k; — MOKa3aTesb MOTJIOMECHUS.

CrpykTypHas cxema AByXJiydeBoro Y ®-BuamMoro aHanm3aropa InpeacTaBiIeHa Ha
pucyHnke 2.2 [39].

CnexTtpel norjiomeHust in situ B Y®O-BUAUMOM Juana3zoHe ObUIM TMOJYyYEeHBI C
UCIIOJIb30BaHUEM ONTOBOJIOKOHHOTO crnekTpomerpa OceanFX UV-Vis (Ocean Insight,
Opnango, CIIA) (pucyHok 2.3) co BpeMeHEM UHTETPUPOBaHUS 35 MC U UHTEpPBaJIoM cOopa
nanHeix 100 mMc. B kadecTBe MCTOYHMKA CBETA HCIOJIB30Bajach YCTAHOBKA C JIyrOBOM

JjaMnon Xe.
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BBIXOJ1 00pasia
CBETOEIIUTEND
rnojaya

96pa3ua —_L otoamon

HCTOYHHK
cera  JHMH3a  sAYeiiKa
H ONTHYECKHUE
| r/ GUIBTPHI
YCHIIUTENH
Al ’

¢doroauon KOHTPOJLIEP  perucTparop

Pucynok 2.2 — CtpykTypHas cxema aAByxirydeBoro Y ®-suaumoro anaimsaropa [40]

Pucynok 2.3 — OnroBosiokoHHbIH criekTpomeTp OceanFX UV—Vis.
OOGmuit BUj npubopa (cieBa) v ero yCTpOMCTBO (CrpaBa):
1 — BOJIOKOHHO-ONITUYECKUI pa3beM, 2 — CMEHHas NMPOpe3b, 3 — MOMIOUIAIOIIUN PUIIBTP,
4 — xonmMMUpYIoLIee 3epKaiio, 5 — AMdpaKkMOHHAas pelueTka, 6 — Gpokycupyrouiee

3epKajo, 7 — coOuparolias JuH3a IeTeKTopa, 8 — IETEKTOp, 9 — okHO AeTekTopa [41]

JleTexTop criekTpomMeTpa 00J1ajaeT BEICOKOW YYBCTBUTEIHHOCTHIO B Y D 1 OnmKHEH
nH(ppakpacHOi objacTu crekTpa, odecneunBas oTKIMK B auama3zoHe 200-1100 am. Konm-

yecTBO nukcenen aerekropa — 2048. Ontuueckoe paspemenue coctapisieT 0.80-1.33 uMm, a
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oTHoleHue curHaj/mym — 270:1. Bpems unterpupoBanus 10 1 ¢ oGecreunBaeT noay4eHue
u 00paboTKy OOJBIIEr0 KOJUYECTBA CIEKTPAJIbHBIX JIaHHBIX 32 MEHbIIEE BpeMs.
Berpoennsriit 0ydep xpanut g0 50 000 crekTpoB U MO3BOJISAECT HE MPOIYCTUTh HU OJTHOU

TOUYKH BO BPEMsI KHHETUUECKUX U3MEPEHU.
2.2 Metoa MaJI0yIJIOBOT0 PAcCesiHUS PEHTIeHOBCKHUX JIy4ei

SAXS — pEHTTeHOBCKMI JU(PPAKIMOHHBIA METOJ, MO3BOJIAIOIIMI H3y4aTh
CTPYKTYpBI BEIIECTB, pPa3MeEPbl KOTOPBIX 3HAYUTEIBHO OOJIBIIE JJIUHBI BOJIHBI, U IMIUPOKO
VCIIONB3YIOUMICA JUIsI HM3y4YeHUS HAJaTOMHOM CTPYyKTypbl Bemiectsa [42]. Oror
HKCIEPUMEHTAIbHBIA METOJ CTaJl OYEHb IMOMYJSAPHBIM B OHOJOTMYECKOM COOOIIECTBE
Onmarofapss 3HAUUTENIBHBIM JIOCTMDKEHUSIM, CHEJIaHHBIM 3a TOCJEIHUE HECKOJIBKO
JEeCATHIETHI, 0COOEHHO B 00J1aCTH cOOpa M aHav3a JaHHBIX.

SAXS ucnonb3yercs 17 UCCIeI0BaHUS pa3MepoB, GOPMbI U TUHAMUKU YaCTULl U
MOKET OBITh IPUMEHEH K IIMPOKOMY KpPYyTy Hay4yHBIX MpoOsieM. OH paboTaeT ¢ MIUPOKUM
CHEKTPOM YacCTHUIl, OT OYEHb MAJEHBKHUX, OKOJIO HECKOJBKHX HAHOMETPOB, A0 CTPYKTYpP
OuYeHb OOJBILIOTO pa3Mmepa, Hopsaka Mukpomerpa. OH MOXeT ObIThb HCIOJIB30BAH JJIs
U3Y4YEHUsI CMEcel W 3BOMIOUMU (OPMBI B PEAKIUOHHBIX CMECSIX, a TaKXKe€ ILIUPOKO
UCIOJIBb3YeTCsl B OMO(PU3UKE U CTPYKTYPHOU OMOJIOTUU JUIsSl TOATBEPKACHUS CTPYKTYP WM
MX UCCIIEIOBAHUS, KOTOPBIE HE MOJAOTCA IPYTUM METOAAM UccieqoBanus [43].

OTKpbITHE CUHXPOTPOHHOTO M3NMydeHUs B 1947 romy craso Ba)KHBIM COOBITHEM,
OKa3aBIIMM BJIMSHUE HAa HMHTEPEC HAYYHBIX IPYII K PEHTTEHOBCKUM HCCIEAOBAHUSIM.
SAXS, 0cOOEHHO ¢ MCTOJIB30BAHUEM BHICOKOMHTEHCUBHBIX CUHXPOTPOHHBIX UCTOYHHKOB,
SBIISIETCS OBICTPHIM METOJIOM, a MCCIEAOBAaHHSA C BPEMEHHBIM pa3pelieHHeM JaroT
YHUKAJIbHYI0 UHGOPMAIMIO O KUHETHUKE TPOIECCOB W B3ammojencTBuii. SAXS sBisieTcs
OJIHUM M3 HEMHOTHX METOJOB, KOTOPBIC IMO3BOJISIOT KOJMYECTBEHHO XapaKTEpHU30BaTh
KOH(GOPMAIMOHHYIO TOJUAUCIEPCHOCTh, B YaCTHOCTH, IOJHOCTHIO WJIM YaCTHYHO

HEYTNOPSAI0UYECHHBIX MaKpOMOJIeKyl1. JlocTmxenus B oonactu mpudopoB SAXS 3a nocneanue
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r'0JIbl TTIO3BOJIUJIN MTPOBOAUTH BHICOKOIIPOU3BOAUTENBHBIN CTPYKTYPHBIN aHAIU3 00pasIioB ¢
YBEJIMUEHUEM CKOPOCTH Kak cOopa JaHHBIX, TaK U XapaKTepu3aluu oopas3ios [44].

Ha cuHXpOTpOHAX WHTEHCHUBHBIA PEHTIEHOBCKHM IMYYOK MOXET BBI3BATH
paavalMoOHHOE TOBpeXxaeHne o00pas3ioB. OOBIMHO 3TO KOHTPOJIMPYETCS IMOBTOPHBIMU
KOPOTKUMH 3KCIO3UIUSAMHU OJTHOTO U TOTO K€ pacTBopa oOpasiia BO BpeMsl U3MEPECHHUS:
CpaBHEHHUE TIOJMYYCHHBIX KApTUH pacCcesHUs OBICTPO OOHAPYKMBACT pa3IUuUsi H3-32
paJIMallMOHHOTO TIOBPEXJCHHUS. Pa3nuyHble CpeacTBa Jajie€  HUCIOJb3YIOTCA A

OIpaHUYCHHA PAJUAINMOHHOI'O MHMOBPCIKACHUA: TCUHCHHC 06pa3ua BO BpCMs c6opa JaHHBIX,
ociabJieHue IIy4Ka, a TaKXKC CIICOHUAJIbHBIC XUMHUYCCKHUC ,Z[O6aBKI/I K 06pa3uy.

Cxema skcniepumenTa SAXS COCTOUT U3 UICTOYHHUKA PEHTTE€HOBCKOTO U3ITyYEHUS, U3
KOTOPOTO My4OK MPOXOJUT CKBO3b 00pas3ell U Mociie HEKOTOPOro B3aUMOJICHCTBUS C HUM
IIOIIAIAET 3aT€EM Ha JETEKTOP, PETUCTPUPYIOLINM YITIOBYIO 3aBUCUMOCTh UHTEHCUBHOCTH
u3nyueHus (pucyHok 2.4) [45]. g mnonaydeHuss Ha JCTEKTOPE KadeCTBEHHOMU
PEHTIeHOrPaMMBbI, OTpaKaroUIe TOJIBKO CBONCTBA HCCIIETyeMOro 00bEeKTa U MPUTOTHON K
JaJbHEUIlIeMy MaTeMaTHYECKOMY aHajiu3y, HE0OXOIUMO COOTBETCTBYIOIIUM OO0pa3zoM

IIOATOTOBHUTD peHTFeHOBCKI/Iﬁ IIy40K C TIIOMOIObIO JOIIOJIHHUTCIBHBIX OIITHYCCKUX

JJICMECHTOB.
HUHTCHCHBHOCTH __
-
- -
e~ CHCTEMA KOJIJIMMaIliHu
s IIy4YOK
Es B 1 7
| |
— MOHOXpOMAaTop
o o0paszern
JIETEKTOP

Pucynok 2.1 — Cxema skcniepumenta SAXS [46]
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[lenpt0 MaJIOyraoBOrO 3KCIEPUMEHTA SIBJIAETCS HM3MEPEHHUE HWHTEHCHUBHOCTHU
paccestaus I(S) mpu MajbIX BEJIHYHMHAX MOJIYJS BEKTOpa paccesHus S = 4msin(8) /A,

1, ragc a — MEXaToMHOC paCCTOAHUC. SKCHepI/IMCHTaJIBHO

CYIIIECTBEHHO MCHBIINX, YEM a4
ONPEAEIACTCS HE aMIUTATY 1A paccesiHus A, a JIUIIb MOTOK PACCEIHHOM SHEPTUU WIIU OTOK

qacTul, HpOHOpHHOHaHBHBIfI KBaJpaTy aMIUIMTY bl paCCCAHUA:

aw(s) _ A
o = 2108 2)

rae ) — tenecHbId yroj. ['aBHOM 3amadell CTPYKTYPHOTO aHalIM3a BEILIECTBA SIBISETCA
BOCCTAHOBJICHHE DACIPECICHUS] paccerBarolieil mioTHoctH @(r), TAe T — BEKTOp,
COCTUHSIONINI TOYKY HAOJIOIEHUS C PaCCEUBAIOIIUM LIEHTPOM, MO0 U3MEPEHHON (PYHKIINU
[(s). OCHOBHBIM MaTe€MaTHYECKUM allaparoM IpU O3TOM CIYXHUT Teopus Qypbe-
npeoOpa3zoBaHU.

Hurterpan dypse OT MHTEHCHBHOCTU paccesHUs JaeT CBepTKY GyHKuuu @ (1) c
camMoii co0O¥, MHBEPTUPOBAHHON B Havaje KoopAWHAT. DTy (GyHKUuUI0 P(r) Ha3pBaroT

aBTOKOPPEISUMOHHOW (YHKIMEH, a B 3aJadax CTPYKTYpHOTO aHaiu3a — (QyHKUUEH

[TarTepcona:
P(r) = [ 1(q) exp(—2miqr) dq 3)
CornacHo npubnmxeHuto [ MHbe CpeTHUM pa3Mep YacTHUIbI OTPAXKAETCsl B paguyce
HHEPIHH R
s2R%
I(s) =1(0)e = 4

rie Ry — 3T0 MOMEHT MHEPLIMHK YaCTHUIILI, B KOTOPOM B KaueCTBE BECOBOrO Koo duurenTa
HCIOJIB3YETCS AJIEKTPOHHAS TNIOTHOCTh, @ HE Macca. Pagnyc nHepuu HanpsiIMyro CBSI3aH C
dhopmMoil 1 pazMepaMHu Tejla U ABIISICTCS €ro BaXKHEHINCH XapaKTepUCTHKON. Y CIIOBHEM €0
NPUMEHUMOCTH  siBIIsieTcsl  BbIpaxkeHue SRy <1.3. 3nHauenne 1.3 cCOOTBETCTBYET
JIOITyCTUMOMY YpOBHIO ITorpemHoctd B 10%.

N3 rpaduka MaaoyriioBoi KpUBO MOXKHO OIIPEENsiTh 00EM U MOJIEKYJISIPHBIN BeC

qacTHIlBI [47], IpOBeIs allMPOKCUMAITUIO HHTCHCUBHOCTH KPHBOU B MautbiX yriax K 1(0).
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3Has PYHKIUIO pacmpeesieHus: 0 pacCTOSIHUAM P(7°), MOKHO BBIYMCIUTH IPYTUe
WHTErpajibHbIC TapaMeTPhl, TAKUE KAaK HHTETPAJIbHBIN pajnyc HHEPIIMHU, 00BEM YaCTHUIIbI, €€
IJIOIIA/Ib IOBEPXHOCTU U CPEHUN pa3Mep. 3HaAUCHUE T, IpU KOTOpoM p(T) oOpamiaercs B
HYJIb, U SIBJIIETCS SKCIEPUMEHTAIILHO ONPEEIISIEMbIM MAKCUMAJILHBIM pa3MEPOM YaCTHIIbI,
WIHA Dmax.

AHanu3upys MHUPOKOYTIOBYIO YaCTh KPUBOM CleIyeT OOpaTUThCS K aCUMITOTHKE

[Topona. IIpu s — oo cripaBeIIUBO:

I(s) = —=y'(0). (5)

S

NuBapuant [lopoga mponopuMOHANIEH NOJHOW JHEPTUM PACCESHHUS U MOITOMY

MOJKET CIIY>KUTh XapaKTePUCTUKON paccenBarollel CIOCOOHOCTH 00bEKTa
Q= fooo s2I(s)ds. (6)

B nacrosmeit pabore manubie SAXS ObuUlM moJiydeHbl Ha ctaHuuu «buoMYPy
cuHXpoTpoHHON yctaHOBKM HMUI] «KypyaTOBCKMII HWHCTUTYT» C HCIOJIb30BAaHUEM
u3nydenns 8.58 kB (1 = 1.445 A). Kaprunsl paccesHus ObUIM HOIydYEHBI C MOMOIIBIO
Pilatus-3x1M (Dectris AG, banen-/lersunn, IlIBelinapusi). YtoObl n30exkaTh paccesHUs
BO3lyXa, MEXIy 00pa3iioM U JIETEKTOPOM ObLIa yCTAaHOBJICHA BaKyyMHas Kamepa JUIMHOU
2500 mM. Paccrosue ot oOpasiia A0 JeTeKTopa U JJIMHA BOJIHBI ObUIA OTKATUOPOBAHBI C
UCIIOJIb30BAaHUEM cTaHJapTa OereHara cepeOpa. Kaptuasl SAXS Obut mMOJMydeHBI B
JMana3oHe BEKTopoB paccesuus S = 0.0015 10 2.75 um ™!

[ToyuyeHHbIE KpUBBIE paccesiHUS ObUTH PAIUAIbHO MPOUHTETPUPOBAHBI C ITOMOIIBIO
nporpammHoro obecrneuenus Fit2D, 1D-kapTuHbl paccessHus ObUTA HOPMAJIM30BAHBI 110
BPEMEHU SKCIO3UIMM M TOKY HAKOMMTEIbHOIO KOJblA, 3aTeéM ObUl BBIYTEH (DOHOBBIN
curnai. [locnenyromas 06paboTka JaHHBIX MPOU3BOIMIACH C IOMOILBIO Psijia MPOTpamMM U3

naketa ATSAS.
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I'naBa 3. Mukpo@IOUIHbII CUHTE3 U in Situ TAATHOCTHUKA HAHOYACTHII cepedpa ¢

HcnoJb30BanueM 3D neyaTHbIX KOMIIOHEHT

3.1 MeToanka aJIMTUBHOIO NMPOU3BOACTBA MUKPOQIIOMIHBIX CHCTEM

Busyanuzanus MOV paccmaTtpuBaercs uig u3ydeHUs: MOp(HOIOTUN MOBEPXHOCTH
MUKPOQIIIOUTHBIX KaHAJIOB M OLIEHKH KadecTBa TexHosoruu 3D-meuatu Ha ocHoBe DLP.
Busyanuzaius ocyecTBIseTCss METOJA0OM PEHTI€HOBCKOM MukpoToMorpaduu (Mmukpo-KT)
C HCHOJIb30BAHMEM pPA3JIMYHBIX KOHTPACTHBIX areHTOB HAa OCHOBE HOJAAa U METOIOM
pacTpoBoi 31eKTpoHHOM Mukpockonuu (POM). Ilokazano, 4To BU3yanu3alus METOJIOM
MUKpO-KT 1O3BOJISIET KOHTPOJMPOBAaTH KAayeCTBO II€YaTH YCTPOMCTB OTHOCUTEIBHO
FEOMETPUYECKUX MapamMeTpPOB MOJENEH, 3aJaHHBIX HA JTale NPOTOTHUIUPOBAHUS
YCTPOMCTB, a Takke BU3yalnu3upoBaTh 3D-Mozmens MHUKPO(DIIOWIHBIX KaHAJIOB U
Mopdosoruto nmoBepxHoctu. [IpocTpancTBeHHOe paspemienne POM mpeBbllaer pasmep
MUKCeNId MeYaTH W TO3BOJISIET YTOYHWUTHh HAJIMYME JIOKAIbHBIX J€()EKTOB, BBI3BAaHHBIX
HEPaBHOMEPHBIM 3aTBEPIEBAHUEM CMOJIBI IIPU MPOMBIBKE 00pa31IoB.

Mukpoddaronuka — 3T0 COBpEMEHHass MHOTONpo(riibHAsE 00J1aCTh UCCIEI0BAHUM,
KOTOpasi BO3HUKJIA Ha CThIKE (U3MKH, XUMUH, OWUOJOrMHM, MHUKPOTUIPOAMHAMUKH,
MUKPODJIEKTPOHUKHU U MaTtepuasioBesicHus. B MDY o0beMbl 1 TOTOKHU KUJIKOCTEH Malibl (B
CyOMMJUTMMETPOBOM JMAINA30HE), YTO IO3BOJISIET KOHTPOJHUPOBATH paboune oObEMBI C
TOYHOCTBIO 10 MMUKOJIMTPOB. DTU YCTPOKWCTBA MOTYT UCIOJIb30BaThCSl B XUMHUH, MEIULIMHE,
dbapMmalieBTUKE, OUOJOTUM U APYTUX OOJACTAX UCCIEAOBaHUN W TexHoJsiorui [48] MDY
MOT'YT MCIOJIB30BaThCS U1l KOHTPOJIMPYEMOIO CMEIIMBAHUS KOMIIOHEHTOB XHMHWYECKHUX
peakiuii, a TaKXKe pa3jelieHus Wi OOHapyKeHus mpumeceil. B 3aBucumoctn oT X
GyHKUIHOHATBHBIX 0coOeHHocTer MDY MoryT MCmoiab30BaThCsl KaK MUKPOPEAKTOPHI [49]
7abopaTopHBIEC YUITBI M OpTaHbl-Ha-uwurie [50].

I[Io ™Mepe pa3BuUTHS aAJAUTUBHBIX TEXHOJIOTMM TPaAULUMOHHBIE TOAXOABl K

u3roroBiieHnro MOV (MuxkpodpesepoBaHre, MUKPOJIUTHE, TOpsyasi IMTAMIIOBKA U JUTHE
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MO/ IaBJICHUEM), KOTOPBIE CUMTAIIUCh «30JI0THIM CTaHAapToM» B TeueHue 30 ser, cranu
HEAKTyaJIbHBIMHU. Y IOMSIHYTBIE BBIIIE METOAbI UMEIOT HEKOTOPBIE HEAOCTATKH, TAKUE KAK
TPYAOEMKHE U TOPOTOCTOSLIUE MTPOLECCHI U CIOKHOCTh M3MEHEHUSI KOHCTpyKuuu. boiee
TOTO, YacTO TPeOyIOTCS «YUCThIE MOMEIICHUS», YTO MOAPA3yMEBAET COOTBETCTBYIOIIHE
CJIO’KHOCTHU MPOU3BOICcTBA [48].

3D-neyaTp MOXET KApJAWHAIBHO HM3MEHHMTh NOAXOABl K M3roTtoBieHHio MOVY.
Crnenyromye aJIuTUBHBIE TEXHOJOTUH IIUPOKO UCIIOIB3YIOTCS ISl IPOTOTUIIUPOBAHUS U
npousBojacTBa MDY crepeommrorpadus (CJI), DLP (pasHoBuaHOCTE cTepronuTorpadum),
MOJICJINPOBAHUE METOJIOM IIOCIOMHOrO HamulaBlieHWs W crpyiHas 3D-neuats. Opnaxo,
Metoa DLP B HacTosinee BpeMs ABISETCS MPEANoYTUTENbHBIM U1 3D neyatn MOV,

UYToOBl yMEHBIIUTH KOJUYECTBO PEAreHTOB, YBEIWYUThH YICIbHYIO MOBEPXHOCTH
CMEILIMBAHUA JKUJIKOCTEM W YMEHBIIUTh WHEPLUIO HArpeBa, UCCIEAOBATEIN CTPEMATCS
yMEHbIIUTh auaMerp kaHanoB MOVY. B macmrabe 10-100 MKM HOpOCTpaHCTBEHHOE
paspelIieHne MeEToJa IIeYaTh CYLIECTBEHHO BIHMSIET Ha TE€OMETPUI0 KaHAJIOB U
LIEPOXOBATOCTh  IIOBEPXHOCTM CTEHKH, 4YTO, B CBOK  OYepeab, BIUAECT Ha
TUAPOJNHAMUYECKAE XaPAKTEPUCTUKH IIOTOKOB JKHIKOCTH.

OOBbIYHBI METO/ ONTUYECKOM MHUKPOCKONHU TO3BOJSET H3y4yaTh IUIAHAPHYIO
CTPYKTYypy KaHaioB MOV, Torma kKak BuU3yalu3alMs BHYTPEHHEro 0ObEeMa KaHAJIOB U
UCCJIEI0BAHUE MOP(OJOTUH BHYTPEHHUX CTEHOK KaHaJoB 3aTpylHeHbl. [IpoHukaromas
CHOCOOHOCTh PEHTI€HOBCKOTO M3IYUYEHHs MO3BOJSET M3YUYUTh TPEXMEPHYIO CTPYKTYpPY
MUKPO(DITIOUIHBIX KAHAJIOB C UCIOJIb30BAHUEM COOTBETCTBYIOIIETO KOHTPACTHOTO areHTa.
OpnHako, HECMOTps Ha UIMPOKOE NPUMEHEHHWE PEHTTEHOBCKOM MHKpOTOMOrpaduu s
U3YYEHUS CTPYKTYPhl MUKPOMACIITAOHBIX 00OHEKTOB, BKIIFOUAs MUKPOKAHAIIBI B PA3JIMYHBIX
reoJIOTMYeCKUX 00bekTax [S1], 3TOT MeTO peAKO MPUMEHSETCA 1711 BU3yaln3alliy KaHAJIOB
MO®YVY. Tak, peHTreHoBckass Ttomorpadus OblIa HCIOIB30BaHA B [52] il W3y4eHHS
UHTEPPENCOB KUIKOCTb-KUIAKOCTh M KUAKOCTh-Ta3 B TOHKUX KAMWIISIPHBIX TpyOKax

(morepevyHoe ceueHrne B HECKOJIbKO MUIITUMETPOB). [Ipumensis tomorpaduto, 3D-neyatHsie
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MOV ¢ nonepeunbiM pazmepoM KaHayioB ~400 MKM ObUIM MCIOJIb30BaHbI IJIsi U3YUYEHUS
npoiiecca 00pa3oBaHus TPOMOOB B KPOBEHOCHBIX cocyaax [S3].

B nanHoli pabGoTe mpoBeneHa AByX- M TpexMepHas Bu3yanuzauus MOV c
NPSIMOYTOJIbHBIMA KaHajaMU MomnepeyHbiM cedeHueM 125 m 500 MKM C MNOMOILIBEO
PEHTTC€HOBCKOW KOMITHIOTEPHOU TOMOTpaguu ¢ Pa3IUIHBIMA KOHTPACTHBIMU areHTAMH.
Nzydaetcs Mopdoiorus MOBEPXHOCTH MUKPO(IIIOUTHBIX KAaHAIOB U OLIEHUBAETCS KAUeCTBO
3D-neuatu M®Y. IllomyuyeHHble [aHHBIE CpPAaBHUBAIOTCS C Buszyainuszauued POM
MOBEPXHOCTU OOKOBBIX CTEHOK MUKPOQIIIONIHBIX KaHAJIOB.

B kauectBe Mojaenu sl U3y4ECHHs] MOBEPXHOCTHOM MOPGOIOTHH MUKPO(IIOMIHBIX
KaHAJIOB ObLI BHIOpAH MEAHJIPOBBIM MUKpOMHKCEp (pucyHokK 3.1, (a)), KOTOPBIN SBISETCS

HauOoJiee pacpoCTpaHeHHOU Tononorueit MOV,

a 0

—‘-"""/“ M

Pucynok 3.1 — 3D-monenu M@V B reomeTpun MeaHipa Ha JTare
nporoTunupoBanus: (a) MOV c¢ 3akpeiTeiM kaHasioM it KT-Buszyanuzamuu u (6) MOV ¢

OTKPBITBIM KaHajioM JJisi POM-Busyanuzanuu

bruto crnpoekTHpoBaHO W HM3rOTOBIEHO M®Y ¢ 3aKphITBIM KaHAJIOM ISt
uccnenoBanuii MmetoioM MUkpo-KT; miis uccnenoanus POM Obuiu moarotoriaeHsl MOV ¢
OTKPBITHIM KaHaJoM (pUCYHOK 3.1, (0)).

3D-monens MOV, cocTosiiias U3 Kopnyca U KaHajaa KBaJpaTHOTO ceYeHus, Oblia
CIIPOEKTUPOBAHA C MCIIOJb30BAHUEM CHCTEMBI ABTOMATU3UPOBAHHOTO MNPOECKTHPOBAHUS

Fusion 360 (Autodesk, CIIIA). B Tabnuue 3.1 npuBeaeHsl ocHOBHBIE mapaMeTpsl MDY
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Tadauma 3.1 — Pa3mepsl koprmyca W BHYTpeHHUX KaHaioB M®PY yka3blBaloTCs HpHU

co3nanuu 3D-Moenu ycTpoucTBa

Pa3mep
O6pa3zernn XXYXZ, M MONEPEUHOT 0 Jnuna Ob6beMm HOKpHBafomnﬁ
Moy CEUYCHM KaHaja, MM KaHaja, MJI CIIOH
KaHaja, MKM
POM 19%x8x1 124 52 0.06 HET
Muxkpo- KT 19%x8x2 124 52 0.06 na
Muxkpo- KT 24x8x2 500 52 0.24 na

B Tabmuue 3.2 mpeacTaBieHbl OCHOBHbIE Mapamerpbl 3D-meuatu s o0enx

moxueeit MOY.

Tadamua 3.2 — [Tapametpsl 3D-nieuatu uccneayemorx MOY

Bricota Bpewms Bpewms Cxopoctb Bpewms
O6pasert cros SKCIIO3UIUU | DKCIO3UIUU OTpbIBa WHTEeHCUBHOCTD | II€YaTH,
MY MKM’ OJIHOT'O IBYX cioeB, | miatdopmsel, | Y D-nammsl, % MUH
cI1o4, C c MM/C
POM 25 20 1 10 95 6
Muxpo- 25 20 1 10 95 10
KT
Muxkpo- 25 20 1 10 95 10
KT

Cnenyer OTMETUTh, UYTO ONTUMAaJbHAs CKOPOCTh OTACNICHUS IUIaTGOpPMBbI ObLia
HalileHa DKclepuMeHTanbHO. (OHa BIMSET HAa PABHOMEPHOCTh  pacrpeieieHus
He3aTBepJieBIIel (POTOMOIMMEPHON CMOJIbI BHYTPU KaHaJla M KayeCTBO BEpXHEH
MOBEPXHOCTH  MuKpodmongHoro ka"ama. [lomyyenne MDY  npoumsBoauiochr B
COOTBETCTBHH C OMKMCAHUEM B IJIaBe 2.

Mukpo-KT M®VY npoBonunack ¢ wucnonb3oBanueM anmapata Quantum GX
microCT (Perkin Elmer, CIIIA) ¢ nanpsbkeHueM peHTreHoBckoit Tpyoku 90 kB u cumoit
Toka 88 MKkM. CKaHUPOBAaHHE IPOBOJIUIIOCH B PA3HBIX PEKUMAX C PA3IUYHBIM Pa3pELICHUEM.

[Ipu HavTy4IeM pa3pelieHuu pa3Mep BoKcelis cocTaiisil 20 MKM, BpalleHue rantpu — 360°
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(1300paxkeHue MoJIy4anoch B 427 MpoeKIUsX), a BpeMsl HAKOIIJIEHUS! JaHHBIX — 14 MuH A
OIHOTrO m3MepeHusd. g yinydnieHus KOHTPACTHOCTU M KaueCTBa BHU3YAIM3allUd TPaHUII,
o0bemMa U MOP(}ONOrHH TOBEPXHOCTH MHUKPODIIOUIHBIX KAaHAJIOB HCIOIb30BAINChH
KOHTpacTHBIE )KUIKOCTH Ha OCHOBe Hona: Betadine (papmaneBtuuecku noctynexn Ha 10%
pactBope ona) u Optiray (Mallinckrodt, Kanaga) ¢ konmnenTpamnueit itoga 350 mr/mi (ipu
3aroyiHeHnu KaHanoB Optiray pa30aBisuics AUCTUUIMPOBAHHON BOJAOW B COOTHOIICHUH
1:10). Optiray — KOHTpacTHBI areHT Ha OCHOBE OpPraHWYECKH CBSI3aHHOTO Mo,
UCIIONB3yeMbId 11 MUKpO-KT-BU3yanusanuu >KUBbIX OpraHu3moB. Pekonctpykuusa 3D-
M300paKeHU MPOBOAMIIACH C MOMOILBIO MporpaMMHOro obecrneuenuss RadiAnt myrtem
aHanu3a Habopa MpOeKIHi, MoTyYeHHBIX Tpu MUKpO-KT-Busyanuzanuu.

Mopdonorus cTeHOK MHUKpO(DIIOMAHBIX KaHAJIOB BHU3yaJU3UPOBATIACH METOJOM
POM c ucnonb3oBanueM mukpockorna Teneo (FEI, CIIIA), nperocTaBaeHHOTO KOMITaHUEH
OO0 SMA. /Ins nmpoBeneHusI U3MEpEHU 00pa3iibl HAHOCWJIMCH Ha YTJIEPOAHYIO JICHTY; Ha
MOBEPXHOCTh O0pa3la MpeJBAPUTEIBHO HAHOCWIOCH 30JI0TO JUIsl HEWTpaau3aluu
3JIEKTPOCTATUYECKOTrO 3apsaa. [laBienue B pabouell kaMmepe MUKPOCKOIIA TOHUKAJIOCh 10
sgauenuii 107 Ila B pexuMe BBICOKOTO BaKyyMa. YCKOPSIOUIEE HANpPSKEHHE M TOK
aeKTpoHHOTO Tyuka cocTaBisuii 10 kB u 0.01 HA cooTBeTcTBeHHO. Ijis moOydeHUs
M300paKEHUM MCIOJIB30BAJICS IETEKTOP 00paTHO paccessHHbIX AeKTpoHOB ETD (nerexkTop
OBepxaprta-TopHin).

M®YV Buzyanu3upoBaiuch ¢ MOMOILIBIO cKkaHupyrouen Mukpo-KT ¢ paspemennem
Bokcenelt 20 MxM. MHTEepecHo, 4To KaHaibl MDY MOXHO BU3yaIM3UPOBaATh Jaxke Oe3
KOHTPAacTHOTO arenrta (pucyHok 3.2, (0)) u3-3a CyIIeCTBEeHHON pa3HUIIbl B KO PuIimeHTax
noryiomenus wu3nydeHus W Bozayxa (—1000 HU, emunun XayHchunma) ¥ CMOJBI,

npumensieMont aiig 3D-nevaru (—6.4 £ 7.1).
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Pucynoxk 3.2 — 2D-Bu3yanu3zanus B BUje cBepxy U cOoky aist MOV ¢ nonepeyHbiM
CEUYEHHEM KaHaJOB, paBHBIM 124 MKM, 3alI0JHEHHBIX: (2) TUCTULIMPOBAHHOW BOJOH,
(6) BO3myxoM, (B) 6eTagunoM, (1) Optiray; (1) pacnpeneneHue peHTTeHOBCKOM MIIOTHOCTH
BenlecTBa B MDYV, 3an10JJHEHHOM KOHTPAaCTHBIM BELIECTBOM Ha ocHOBE Optiray, Uit cepuu
MOTIEPEYHbIX CEYEHU (BJIOJIb JINHUU B BEPXHEH YacTu pucyHKa 3.2 (T)) U IpOoA0IbHOIO

cedyeHus KaHaja (BAOJb JIMHUM B HIDKHEW YyacTu pucyHka 3.2 (T))

Hanee xanan M®Y 3anonHsaincsa MOACOAEPKAMIMMHA PAaCTBOPAMU ISl TOCTHXKEHUS
0onee yeTkoil Buzyanuzauuu. Ha pucynke 3.2 (B, I') moka3aHbl pe3yJibTaThl BU3YyaIU3ALIHH,
MoJIydeHHbIC TpHu 3anojHeHuu MOV OetannHoM (COUPTOBBIM pPAcTBOpPOM MHoaa) U
KOMMEPYECKUM KOHTPACTHBIM BemlecTBoM Optiray Ha OCHOBE OPraHUYECKH CBSI3aHHOTO
1o/1a, MCTIOJB3YEMBIM B KaU€CTBE KOHTPACTa B KIMHMYECKUX HcclieoBaHuax. Ha pucynke
3.2 (1) moka3aHO pachpeeseHue PEHTTEHOBCKOW IUIOTHOCTHU BEIIECTBA MPHU 3aIOJTHEHUU
MOV konTpactoM Ha ocHOoBe Optiray mo nomnepeyHoMy (BEpXHsSsSl YaCTh) U MPOJIOJIbHOMY
(HIDKHSIST 4acTh) CEUYEHUsAM KaHaloB. IlpuBeneHHbIE MaHHBIE TMO3BOJIAIOT OLEHUTH
PaBHOMEPHOCTh 3allOJIHEHUSI KaHalla KOHTPACTHBIM BEIIECTBOM H KOJIUYECTBEHHO
ONpPENCIUThL TEeOMeTpUuueckue mnapaMeTrpbl wucciaeayemMbix MOV, Takum o6pazom,

IIPOAOJIBHOE CEYECHHE KaHalla COCTaBISET OKOJIO 6 MM, a YCPEAHEHHBIM XapaKTEPHBIN
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pa3Mep momnepeuHbIix cedeHui coctaBisgeT ~110 £ 20 MKM, 9TO COOTBETCTBYET 3aJIaHHBIM
napametpam neyatu MOV ¢ 3aaHHBIM ceueHreM kaHanoB 124 mkwm (tabmauna 3.2).
Jlanee Oblna mpoBeneHa 3D-pexkoncTpykius MDY ¢ ceuenuem kaHanoB 124 u

500 MKM, 3aMOJTHEHHBIX KOHTPACTHBIM BeliecTBoM Optiray (pucyHok 3.3).

a 0

=
—————r

Pucynok 3.3 — Pesynbratel 3D-pekoncTpykiiun MOV ¢ nonepeyHbM ce4yeHneM
124 (a) u 500 (0) MKM, 3aMOTHEHHBIX KOHTPAcTHBIM BemecTBoM Optiray. Pazmep Bokcess
coctaBril 20 MKM Il CEpUU ABYMEPHBIX NPOEKIUH, UCITOIb30BAHHBIX JUJIS

PEKOHCTPYKIIUU

Bunno, urto pesynbratel MuKpo-KT-Busyanmuszamuu u pekoHCTpyKuuu 3D-
M300pKEHUI TO3BOJISIIOT  yCTAaHABIMBATH OCOOEHHOCTH MOP(OJIOTHMH TOBEPXHOCTU
MUKpOQIIIOUIHBIX KaHaoB. [loBepXHOCTh OOKOBBIX CTEHOK KaHaioB ceueHuem 500 MKM
OoJiee abpa3uBHA MO CPABHEHUIO C BEPTUKAJIbHBIMU MOBEPXHOCTSAMHU, BEPOSITHO, U3-3a TOTO,
YTO pa3pelieHre MeyaT Mo Ciow, o0pa3yronieMy OOKOBbIE CTEHKH KaHaJIOB, COCTABIISET
25 X 62 MKM, a pa3pelieHne MeyaTu Mo o, 00pa3yoieMy TOPU30HTAIbHbBIE TIIIOCKOCTH,
cocTaBisieT 62 X 62 MKM, T. €. 0oJiee BbICOKasi aOpa3uBHOCTh 00ycCIIOBIIeHA 00Jiee MEIKUM
pa3penieHueM eyaT B TOpPU30HTAIBHOM TUIOCKOCTH.

MOV ¢ pazmepom mnomnepedyHoro ceueHus: 124 MM ObUIM HM3Y4YE€HBI C MOMOIIBIO

POM. Ha pucynke 3.4 nokasansl pa3jIMuHbIE CTPYKTYPHBIE EQUHULIBI Hccaeayemoro MOVY.
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Pucynok 3.4 — POM-u3o0pakeHnsi 00KOBBIX CTCHOK KaHaa Jj1st MDY tomonoruu
MeaHpa: (a) netis kaHaia, ysenuuenue 400%; (0, B) netist kaHana, yBenuueHnue 800%;

(T) mpsiMOi1 y4acTOK KaHaja

Kak nokazano Ha pucynke 3.4 (0), pazmep MonepeyHoro CeUeHus: NpsiMoro KaHasia
4acTh M 00JacTh METIW BapbUpYyIOTCA OoT 90 10 125 MKM COOTBETCTBEHHO. Pe3ynbTaTh
BU3YyaJIM3allMi JIEMOHCTPUPYIOT Pa3IMYHYI0 CTEIEeHb HEOJHOPOJHOCTH TOBEPXHOCTU
OOKOBBIX CTCHOK KaHaJIa TI0 BHEITHEMY W BHYTPEHHEMY paanycaMm u3ruda. Ctpeiakamu Ha
pucynke 3.4 (6) o0o3HA4YE€HBI BBICTYNBI C pa3MepoM, OJU3KUM K 3aJaHHOMY pa3Mepy
nukcens 62.4 MKM B TJIIOCKOCTH XY .

Bonee u meHee BhIpa)K€HHbIE HEOJHOPOJHOCTH Ha M3rMbax KaHajga MOTYT OBITh
CBSI3aHBI C HEPABHOMEPHOM IPOMBIBKOM (yIaIEeHHEM OCTAaTKOB KUKON CMOJIBI U3 MOJIOCTU
KaHaja) W HEPaBHOMEPHBIM 3aTBEpPAEBAHHEM CMOJIbI. OJTOT 3P EKT OTYETIMBO
HaOJIOaeTCsl MPY BU3YATU3AIMK BXOAHOTO MopTa Kpyriioro MOV (pucyHok 3.5): 6okoBas

CTEHKa C IIPaBOM CTOPOHBI OTBEPCTUS KaxkeTcs 00Jjiee MIOCKOM.
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Pucynoxk 3.5 — POM-u3o006paxenus Bxoanoro nopra MOV ¢ ysennuenusimu 200 (a)
u 400% (6). TemHBIE CErMEHTHI 0003HAYAIOT CJIOM MeuyaTH o ocu X. CpenHuit pasmep
MUKCENS IO OCHU X COCTaBIsIET 66 MKM, UTO COOTBETCTBYET 3a/laHHBIM [apaMeTpaM IevaTu

(Tabnuia 3.2)

HexoTopebie BKIItOUeHMS HAOII0/1al0TCA BO BHYTPEHHEH YacTH KaHaia (pucyHok 3.4
(a, B)). DTH BKIIIOYEHUSI MOTYT OBITh OOBSICHEHBI Kak 3arpssHeHueM MDY ¢ oTKphITHIMU
KaHajlaMH, TaK W MOSBJICHUEM IIEHTPOB KPUCTAUIM3AIMU MPU 3aTBEPACBAHUU CMOJIbL. U3
BU3YyaJIM3allMi BXOJAHOTO MopTa (pUCYHOK 3.5(0)) OTYETIUBO BUIAHBI HEOJHOPOJIHOCTH U
MUKpPOTpPEIIMHBI B OOKOBOW CTEHKE KaHaia; TakXke HaOt0laeTcs MUKCETU3UPOBAHHBIN
XapakTep MevyaTd. YCpeAHEHHBId pa3Mep MUKcens mo ocu X ~66 MKM ObUI OLEHEH C
UCIOJIb30BaHuEM n300pakenuss POM mpu 400-kpaTHOM yBEIMYCHHUH.

Crnenyer oTMeTuTh, 4T0 POM 103BOJISET MPOBOAUTEL OOJiee TOAPOOHBIN aHANMHU3 U
KOHTPOJIb KauecTBa nneyatu M@V, nonydeHHbIX ¢ moMolbio TexHosioruu DLP 3D-neuaru.
OpxHako 3Ta METOAMKA OrpaHuyeHa TeM, uTo MDY 3akpbITOro THIIAa HEOOXOIMMO pa3pe3ath,
YTO HEW30eKHO TMPHUBEICT K JOMOJHHUTEIBHBIM aedopMarnusM U aHam3y MopQojoruu
cTeHOK. D10 caenaer POM-Busyanuzanuio 6omee HeoObeKTUBHOM. OTHAKO PEHTI€HOBCKAs
KOMIIbIOTEpHAs ToMorpadus mpuMeHuMa JiJis Bu3yanusaiuu 3akpeiTeix MOV, Bosee Toro,
pu GOPMHUPOBAHUU CTAITMOHAPHBIX MOTOKOB MUKPO-KT-11arHocTuKa MOKET MPUMEHSATHCS
JUISL W3YYEHHUsS Tpolecca MUKPOTHIPOJWHAMHUKKA W JUJIT OOECTIeUEeHUS TpPEeXMEpPHOM

BU3yaIn3alny CMCIIIMBAaHHW B MI/IKpO(I)JIIOI/II[HBIX KaHaJiax.
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Takum o6pazom ObL1a pazpadboTana MeToAnKa Buzyainuzanusa MOY | u3roroBIeHHBIX
MetogoM DLP 3D-niedaru, npu nomoiu peHTreHoBcko MUKpo-KT-troMmorpaduu u POM.
B mepBom ciydyae CTpyKTypy KaHajIOB MOXHO BU3yalIM3UPOBATh Jake 0€3 KOHTPACTHBIX
areHTOB M3-3a JOCTATOYHOM KOHTPACTHOCTU IPaHULbI pa3aena cMoia-Bo3ayX. Mukpo-KT
MO3BOJIIET OLIEHUTH pa3Mepbl MUKPO(IIIOUTHBIX KAHAJIOB, TAKHE KaK pa3Mephl IPOAOTIbHBIX
u nonepeuyHblx cedeHuid. CornacHo 3D-pexkoHcTpykiuu MuUKpo-KT-u3o0paxenuit c
paspemieHueM 20 MKM, TTOBEPXHOCTh OOKOBBIX CTEHOK KaHAJIOB OoJjiee aOpa3uBHasl, UTO
MOJKET OBITh CBSI3aHO C 60JI€€ TOHKUM Pa3peleHueM MeYaTi B BEPTUKATLHOM HalpaBICHUH
(pa3mep muKcens 25 MKM IO OCH Z), YeM B TOPU30HTAIBHOM (pa3mep nukcesns 62 MKM 1o
ocsiMm X u Y). IIpoctpancTBeHHOE paszpelieHrue n3o0paxkennit POM mo3BosisieT noiayunTh
noApoOHy0  uHboOpManuil0 O  MOP(OJOTHMM  TMOBEPXHOCTH  OOKOBBIX  CTEHOK
MUKPO(DITIOUIHBIX KaHAIoB Ajis MDY ¢ OTKPBHITHIM KaHAJIOM W HaOJII0JaTh JOKAIbHBIC
apTedakThl Ie4yaTu, KOTOPbIE, BEPOSITHO, BbI3BAaHBI HEPABHOMEPHBIM OTBEPKIIEHUEM CMOJIBI
IIpu IpoMbIBKE MDY

Jliist 6osee JeTanbHOrO U3YYEHHs] TOUHOCTH MTPOU3BOACTBA n3aenuit merogom DLP
npousBereHa cbemMka MUKpO-KT 1 OneHkm KadecTBa W3TOTOBIICHHSI  CIIOKHBIX
TpEXMEpHBIX JeTane ckadpdoaaoB — TMOPUCTHIX WJIM BOJOKHUCTBIX  MAaTpHII,
00eCreynBaIINX MEXAaHUUYECKUI KapKac i KieToK. [1o1xo1 0cCHOBaH Ha COMOCTaBIEHUN
U CPAaBHEHUHU MNPOCTPAHCTBEHHOTO H300pa)K€HUs ISl MeYaTd, C peajbHOM reoMeTpuen
U3JIENINs], ITOJYYEHHOM IIOCJIE AJAUTHUBHOIO ITPOM3BOJCTBA C IIOMOIIBIO CKAHUPOBAHUSA
Mukpo-KT. C wHcrnonap30BaHMEM JAaHHOTO MOAXOAa ObUIM TPOTECTUPOBAHBI IIECTh
ckaddosoB U3 GOTOMOIMMEPHON CMOJIBI C paznuyHoi Toimuuou crenok (0.5, 0.7, 0.9,
1.1, 1.3, 1.5 mm). ApredakTbl U3roTOBICHUS ObUIM U3yU€Hbl HA BUPTYAJIbHBIX IBYMEPHBIX
cpe3ax BHYTPEHHEW CTPYKTypbl ckaddoyioB. BbUI0 OTMEYEHO M OMUCAHO YMEHbIIECHUE
OTKJIOHGHUW TOJNIIMHBI peanbHON Teomerpun oT wmoxenu STL s ckaddonmoB ¢

YBCIIMYCHUEM TOJIIMHBI CTCHOK.
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Mukpo-KT-ckaHupoBaHrue MPOBOJIUIIOCH C HCIMOJIb30BaHWEM ycTpoicTBa Xradia
Versa 520 (Carl Zeiss X-ray Microscopy, Inc., [Inezanton, CILIA). [TapameTtpst mukpo-KT-
CKaHUPOBAaHUS MJsl BCEX OOpa3loB ObUIM CIEAYIOIIMMU: HANpSKEHHE PEHTTCHOBCKOU
Tpyoku 30 kB, momHOCTh 1.5 B, pasmep nukcens 28.8 MkM, BpalieHue oopasiia Ha 360°,
KaJpoB Ha u3o0paxkeHue 1, BpeMsl HKCHO3UIMU Ha KaxaoMm Kaape 1 c. OuiabTp
PEHTIC€HOBCKOW TpyOKH (BO3IyX) HE MCTOIB30BANICS (BEIOMPAJICS Ha OCHOBE HAOJI0TaeMbIX
3HAUEHUU MPOITyCKaHUsl COTrJacHO pekoMmeHaanusM PykoBojcTBa mosb3oBarenst Xradia
Versa 520 A003030 Rev. B.). B mporecce ckanupoBanus 6110 noxydero 1601 npoexiiuii
KOKI0T0 oOpasna. PeKOHCTpyKIHS TPEXMEPHOTO HW300paKeHHs] TMPOBOAMIIACH C
aBTOMATHYECKH HACTPOCHHBIMU 3HAYEHUSMM CMEICHUS IEHTpa, GUIbTpa pa3sMbITUS IO
layccy 0.5. IlapameTpsl myuyka HCHIOJAB30BAIUCH JI1 KOPPEKUUU apTedakToB Ha
PEKOHCTPYUPOBAHHBIX U300pKEHUSIX B BUC YIITYOJICHHUM U 3aTEHEHHBIX 00J1acTel MEXKITY
IJIOTHBIMU OOBEKTaMHU, BBI3BAHHBIX 00Jie€ CHUJIBHBIM TMOIJIONIEHUEM PEHTTEHOBCKUX
(GOTOHOB B cepelnHE OOBEKTa, MO CPAaBHEHUIO C KpasMH (CBSA3aHO C YBEJIMYEHUEM
YOPOYHEHUs MyuKka). J{Js Kaxa0ro ckaHMpOBaHUs 00pasel] pa3Menaics Ha MaKCUMaIbHO
OJIN3KOM pAaCCTOSSHUM OT HMCTOYHUKA PEHTICHOBCKOrO HW3Iy4yeHHus. Jlerekrop mnaHenu
MCITIOJIB30BAJICS IS TTOJTydeHus: n3o0paxenuit 1536 x 972 nukceneit. [lomydenne nanHbIX
BBINIOJIHSJIOCH ¢ KO3(PPUIIMEeHTOM OMHHUHTA KaMephl = 2. Bpemsi sKcro3uiuy BEIOMPaIoch
JUIs. TIOJ/Iep>KaHusl 3HaueHWM cyetynka (uHTeHcuBHOCTH) 5000 en. ¢ BbIOpaHHBIMU
napamMeTpaMu MCTOYHMKA. Bo Bpems kaxjoi mporeaypbl Tomorpaduu moiydanoch 10
KOHTPOJBHBIX (BO3AYIIHBIX) PEHTICHOBCKUX HM300pKEHUN C PaBHBIMM BpPEMEHHBIMU
WHTEpBAJaMU MEXIy HUMH. JlJIS PEKOHCTPYKIMH Ha0Opa BUPTYAIbHBIX CPE30B
UCIIOJIB30BAJIOCH ~ TIporpamMMHOe  oOecmedeHne  Scout-and-Scan  Reconstructor
12.0.8086.19558 (Carl Zeiss X-ray Microscopy, Inc., CIIIA).

CormocTaBieHue MPOCTPAHCTBEHHOT'O N300paXKEHU ST, UMIIOPTUPOBAHHOTO U3 (HaIOB
STL, ¢ peanpHO#l TeomeTpueit ckaddoiga, MoaydeHHOM ¢ momolibio MUKpo-KT, ¢

nocjacayromnumM CpaBHCHHEM 3HA4YCHUM TOJIIIMUHBI UX CTCHOK IIPOBOAMUIIOCH C IMOMOIIBIO
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nporpammHoro obecrieuennss VGSTUDIO Max 3.5 (Volume Graphics, I'eitnens0epr,
['epmanust). [ns omnpenenenuss moBepxXHOCTH ckaddonga uHCTpyMeHT «OrpeaeneHue
noBepxHocTuy, anroputMm: Advanced (classic), HauandbHBIH CYETUYMK HAXOAWJICS TIO
rucrorpamme. JlJis comocTaBiieHusT N300paKeHUH HCTIONB30BANICS MHCTPYMEHT «Jlyurmas

peructpauus ft». B kaduectBe mpumepa Ha pucyHke 3.6 mokaszanbl 3D-peHnepuHr

ckaddomnna c ronmuuoit crenku 0.9 mm u ero STL-mozens.

0

fm qm,,

Pucynok 3.6 — 3D-pennepusr kapkaca ¢ TOMmuHoON cteHku 0.9 Mm (a) u

ero STL-moxens (0)

Pa3uuua B TonmuHe creHok ckaddonna uzmepsuiack Ha STL moaenu u Mukpo-KT B
7 TOUKax Ha KaxkJOoM oOpaslie: 6 TOUYEK COOTBETCTBYIOT IIEHTPAJIbHOMY IOJIOXKEHHUIO Ha
Ka)KJI0M rpaHu Ky0a B HEMOCPEACTBEHHOM OJIM30CTH OT BHEILIHEN MOBEPXHOCTH cKad goiaa,
OJlHA TOYKa COOTBETCTBYET IIEHTPY KyOa. Jlis 3Toi 1enu HCrnoiab30Bajics MHCTPYMEHT
«Paccrosiare». Kpome toro, Habmonanucek apredaktel nedatu. B ciayuae, eciiu apredakt
JIeMOHCTpUpoBai chepruyeckyro (HopMmy, €ro IuaMeTrp U3Mepsuics B HENOCPEICTBEHHOU
OJIM30CTU OT IIEHTPA CUMMETPHH.

ConocTaBieHle MPOCTPAHCTBEHHOTO M300paXkeHHsI, UMIIOPTUPOBAHHOTO U3 (haiisa
STL, ¢ peanbHOIi TeomeTpueit ckaddona, moaydeHHON ¢ moMOIIbI0 MUKpo-KT, mo3Bouino
paccuuTaTh pa3HUIy MEXAY TOJIIMHAMHU CTEHOK KaXK1ou mapbl «Mojenb .STL — peanbHas
rE€OMETPHUS» U U3JI0KUTh HEKOTOPbIE HAOMIOACHUS! OTHOCUTENBHO apTedakToB nevatu. s
ckapdonma c TommmHONM creHku 0.5 MM (PucyHox ) Habmomamuch Clemyroiiye

O0COOEHHOCTH: apTe(akThl BHYTPEHHEH CTPYKTypbl (CKOJbI ToJdUMHOM A0 15.4 %,
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eMHUYHAs Topa HenpaBwibHON ¢dopmbel pazmepamu 0.282 % 0.150 MM, HamoxeHUE

Marepuasa, TpeluHbl riyouHou 10 0.518 mm).

0.518 mm

0.15 mm

DEm —

Pucynoxk 3.7 — Aptedaktsl ckaddoinaa ¢ TonmuHoi crenku 0.5 mm: (a) TpemuHa;
(0) enuHMYHAS TOpa U HAJIOKeHUE MaTepuana (otMeueHo *). CrulomiHas CUHAS JTUHUS —
rpanuibl cornacHo moaenu STL, Genast muHus — onpeiesieHHast TOBEPXHOCTh

CKaHMpPOBaHHOTO ckaddona

st ckaddonna ¢ TonmuHon crenku 0.7 MM (PucyHok ) Takke ObUTH OOHAPY KEHBI
apreakTbl BHYTPEHHEH CTPYKTypbl ToauHol 1o 7.7 %. bwuio ormeueHo oOiiee
YBEJIMYEHHUE BOJIHUCTOCTH MOBEPXHOCTH.

s ckaddonna ¢ TonmuHon creHku 0.9 Mm HaOmoAanoch 00IIee YMEHbBIICHUE
3HAYEHUM TOJIIIUHBI CTEHKU 110 cpaBHeHUIO ¢ Mojenbio STL (Tabmuma 3.3 — OTKI0HEeHUS
pa3mMepoB peanbHo# reomeTpun oT Mojienu STL nist ckad@osioB ¢ TonmmHou cteHku 0.5,
0.7 u 0.9 mm) (PucyHnok 2). ApredakTtsl B BUuje BICTYNoB quamerpom 0.274 mm u 0.373 mm
HaijeHsl Ha 3D-penpepunre u 3arem u3MepeHbl Ha 2D-mpoeknwmsx. J[ms aToro oOpasia

TaK)Ke XapaKTEPHO MEPEKPHITHE MATEPUATIOB.
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Pucynok 3.8 — Apredaktsl ckaddonna ¢ Tonmmnon crenku 0,7 mm. CrutonrHas
CHUHSIS1 JINHUSA — IPpaHuLbl cornacHo Mozenu STL, 6enast nuHus — onpeeseHHast

MOBEPXHOCTh CKAHUPOBAHHOTO cKaddoiiaa

Tabdamuma 3.3 — OTKIOHEHUsT pa3MepoB peanbHOW reoMerpun ot moxaenu STL s

ckaddonanon ¢ TommuuHoi crenku 0.5, 0.7 u 0.9 mm

Tommmeaa ctenku 0.5 Mm Tommuaa crenku 0.7 Mm Tommuuaa credku 0.9 Mmm

I'panb kyba 1 33.06 % I'panb kyba 1 20.13 % I'panb kyba 1 10.25 %

['panb xyba 2 32.66 % ['panb xyba 2 12.35 % I'panb xyba 2 14.22 %

I'panb ky6a 3 32.52 % I'panb ky6a 3 20.23 % I'panb kyba 3 10.37 %

['panp kyba 4 0.7 % ['panp xyba 4 24.79 % ['panp xyba 4 10.69 %

I'panb kyba 5 6.7 % I'panb kyba 5 12.55 % I'panb ky0a 5 323 %

I'panp kyba 6 2.74 % I'panp kyba 6 9.22 % ['panp kyba 6 52%

LenTp kyba 31.78 % LenTp kyba 13.49 % Lentp kyba 11.27 %
p Ky p Ky

Cpennee 20.02 % Cpennee 16.11 % Cpennee 9.32 %
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0.2 Mmm
—_

Pucynok 2.9 — Apredaktsl ckaddonna ¢ TommuHoi cteHkr 0.9 mm. CrutomHas
CHUHSISl JINHUSA — IPpaHuLbl cornacHo Mozenu STL, 6enast nuHus — onpeeseHHast

MOBEPXHOCTh CKaHUPOBAHHOTO ckaddonaa

Hnst cxkaddonga ¢ tommuuon creHku 1.1 MM (pucyHok 3.10) ObUIM U3yYEHBI
MHOTOYHMCJICHHBIC YYacTKH, TJe (akTudyeckas TONIIMHA Oblla Ha YIAWBJICHUE BBIIIEC
(Tabmuna , rpanu kyo6a 1, 4).

NHorna Takue y4yacTKd ObUITM OOBEIMHEHBI C TMEPEKphITUEM MaTepuanoB. bwimu
IpeCTaBICHbl apTedakThl B BUAe OyropkoB BbicoToil m0 0.177 mm. [lns ckaddonma c
TomuHOM cTeHKH 1.3 MM (pucyHok 3.11) 6611 0OHapYkeH oauH apTedakT B BuAe Oyropka
BoicoToi (0.117 MM. B o00pasne Takxke ObUIM BBISBJICHBI HEKOTOPBIE YYacTKH, TIIE

daxkTruyeckas TOJIIMHA ObLTa BbIlIE 3arlaHupoBaHHo B moxaenu STL (Tabmuma , rpanb

Ky0a 6).
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0.177 Mmm
0.099 mm

0.070 mm

Pucynok 3.10 — Apredaxts ckaddomnaa ¢ Tommuuaoi ctenku 1.1 mm. CrutontHas
CUHSIS TUHUS — TpaHuIlbl corniacHo mojenu STL, Oenas muHUs — onpeieNieHHast

IOBCPXHOCTh CKAHUPOBAHHOI'O CKa(b(l)OJ'II[a

Tadauna 3.4 — OTKIOHEHHUSA TOJIIMHBI peajbHOM TreomeTpur OT Moaenu STL mis

ckaddonmos ¢ TommuHou cteHku 1.1, 1.3 u 1.5 Mm

Tomumua crenku 1.1 MM Tonmmua crenku 1.3 MM Tonumua crenku 1.5 MM

I'panb kyb6a 1 6.36 % I'panb kyb6a 1 11.28 % I'panb kyb6a 1 0.14 %

I'pans xyba 2 6.25% I'panb xyba 2 0.3 % I'panb xyba 2 4.43 %

I'panb ky6a 3 10.71 % I'panb kyba 3 11.03 % I'panb kyba 3 2.86 %

I'pans xkyba 4 10.22 % ['panb kyba 4 7.31 % I'panb xy6a 4 1.44 %

I'panb kyba 5 9.38% I'panb kyba 5 12.11 % I'panb kyba 5 10.47 %

['panb kyba 6 10.05 % I'panb Kyba 6 5.88 % I'panb kyba 6 11.32 %

LenTp kyba 8.51% LenTp kyba 11.05 % LenTp kyba 2.67 %

Cpennee 8.78 % Cpennee 8.42 % Cpennee 4.76 %
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0.117 Mmm

1.308 MM

0.25 mm
]

L/

1.146 mm

Pucynok 3.11 — Apredaxtsl ckaddonaa ¢ Tonmuuoi creHku 1.3 mm. CrutontHas
CHUHSISl JINHUSA — IPpaHulbl cornacHo Mozenu STL, 6enast nuHUs — onpeieeHHast

MMOBEPXHOCTh CKAaHUPOBAHHOTO ckaddoiiia

Jst ckapdonna ¢ tonmmHOM cTeHkd 1.5 mm (pucyHok 3.12) Obul oOHapykeH
napHblid apTedakT B BUAE MUIIEK (C OCTphIMU KpasiMu) 110 0.43 MM.

bouto  0OHapykeHO HE3HAYUTENHbHOE YBEIWYCHHE TOJIIMHBI Ha HEKOTOPBIX
yuactkax (Tabmuna , pucyHok 3.12, rpanb Ky0a 4, IeHTp Ky0a), BOJHUCTOCTh TIOBEPXHOCTH

U oJIvH apTedakT BHYTpeHHEH CTPYKTYphl quamerpom 0.09 mwm.
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0.425 MmMm

Pucynok 3.12 — Apredaxtsl ckaddonaa ¢ tonmunon crenku 1.3 mm. CrutonrHas
CUHSIS IMHUS — rpaHullbl coryiacHo mojenu STL, Oenas nuHUS — onpeieNieHHas

MOBEPXHOCTh CKAHUPOBAHHOTO cKaddoiiaa

N3mepennst OTKIOHEHUM TOJIIMHBI peajbHOM reoMeTpuu oT Mojenerd STL mis
Ka)XJIOT0 UCCIe0BAaHHOTO o0pasiia npuBeaeHsl B Tabmuua 3.4 u 3.5. AHanu3 pe3yabTaToB
MOKa3bIBAET, UYTO OTKJIOHEHMS TOJIIMHBI peaibHON reoMeTpuu OT Moxaenau STL mus
ckapdoaAO0B YMEHBIIAIOTCS C yBEIWYEHUEM TOMIMMHBI cTeHKu: ¢ 20.02% nsis TONIIHUHBI
cteHku 0.5 MM 10 4.76% 1St TOMIIMHBI CTEHKHU 1.5 MM. DTO sIBJICHUE MPEATIOIOKUTEITHLHO
MOXET OBITh BBI3BAHO yCaJKON MaTtepuasia poTornoauMepHoi cMobl. bonee Toro, obpaserr
C TOJIIMHOM cTeHKH 0.5 MM IIPOJIEMOHCTPUPOBATI HAMOOJIBIIIEE KOJIMYECTBO U pa3HOOOpazue
apTedakTOB BHYTpeHHEH CTPYKTYyphl. OCOOCHHO CJIEAYEeT OTMETHTH IOSBICHHE TPEIIUH,
MOCKOJIbKY KOHYUKH TPEIIMH MOTYT CIY>KUTh MECTaMH KOHIIEHTpallud HamnpsLKeHUH,

IIOOTOMY TaKHC o01acTu MOABCPIKCHBI PAa3pPYyHICHUIO. B cBa3u ¢ 3TuM 2106aBJ'ICHI/IC
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IHpOKCHAIaTuTa B COCTaB CcKad@oyJoB MOKET OBITh PAaCCMOTPEHO B OyaylieM s

MpEeIOTBPAICHUS pa3pyLICHUs IPHU LUKINYECKON Harpy3ke ckaddoaos.

3.2 UccaenoBanue MeXaHM4YeCKHX CBOMCTB 3D nme4aTHBIX KOMIIOHEHT

MHMKPOPEaKTOpoOB

DOneMeHThl MUKpPOQUIIOHIHBIX CHCTEM, CO3JaHHble ¢ momomplo 3D-mevaru,
00Ja1al0T MHOTOYMCIICHHBIMU TPEUMYIIECTBAMH, TAaKMMH KaK OBICTpOE H3TOTOBJICHUE,
HHU3Kasi CTOMMOCTh M BO3MOXHOCTb CO3JaHHS CJIOXHBIX Tomosiornid 3D-kanamoB. Hx
napameTpbl U MPOU3BOJIUTEILHOCTh MOXKHO OBICTPO HACTPOUTH, OTPEIAKTUPOBAB MOJIECIIb,
3arpyK€HHyI0 B npuHTep. OJHAKO MEXaHUYECKUE CBOMCTBA MOJHMMEPOB, UCIOJIb3YEMbIX
JUISL TIEYAaTH, YaCTO MNIOXO JOKYMEHTHPOBAHBI M MOTYT 3HAYNUTEIIEHO MEHATHCS CO BPEMEHEM
u3-3a 2 (PEKTOB CTapeHUs], peIaKCalliy UITU MOJI3y4eCTH, YTO IPUBOJUT K HEOKUJAHHOMY
NOBEACHUIO YCTPOMCTB, HanmeyaTaHHbIX Ha 3D-npunrtepe. [ns pemenus: 3Toil mpoOiaemMsl
OblJIa MpPOBEJIEHA IOJIHASI MEXAHMYECKas XapaKTepUCTHKa 0Opa3lioB, M3TOTOBIIEHHBIX C
noMonipto 3D-nedary, BKIIIOYAsh UCIBITAHUS Ha PEJIAKCALUIO HANPSKEHUN U MOJI3Y4ECTh,
yepe3 pas3lInuHble IPOMEXKYTKM BpEMEHHM mocie mnedatd. OmnpenesneHHble CBOWCTBA
Marepuaiga IO3BOJWIM  CMOJEIMPOBAaTH  MEXAHUYECKHUE UM THUAPOJAMHAMHYECKUE
xapaktepuctukn 3D-nedatHoro M®Y, KOTOpble JIEMOHCTPUPYIOTCS HAa TPUMEpE
MOJIHOCTBIO HANEYaTaHHOTO OOpaTHOro KjamaHa, CHEeHHalbHO pa3pabOTaHHOTO s
UCIIOJIb30BAaHUSI B  MHUKPO(DIIOWIHBIX CHCTEMax. OTOT TMOAXOJA IO3BOJIET JIETKO
KOJIMYECTBEHHO OIICHUTh ONTHUMAaJbHBINA MPOU3BOACTBEHHBIA IIUKI U CPOK CIykObl 3D-
neyatHeix MOYVY.

[lnacTuHBI 1711 MEXaHWYECKUX WCMBITAHUW W OOpaTHBIE KIIAMaHbl OBUIN
pa3paboTaHbl U M3TOTOBJIEHBI B COOTBETCTBUMU C ONMUCAaHUMEM B riaBe 2. MexaHuueckue
WCHBITAaHUS TTPOBOAWIIMCH C MCIOJIb30BAHUEM TOYHOIO YHUBEPCAJIBHOTO MCHBITATEIBLHOTO
npubdopa Shimadzu Autograph AGS-X (Shimadzu Corporation, fInoHus): 0IHOOCHOE

pacTsbKeHHUE J10 pa3pyILICHHs, SKCIIEPUMEHTHI TI0 OJHOOCHOU TMOJI3Y4YECTH U peaKcaliu, a
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Takke 4YMCThbIi u3ru0. lMcnblTaHus Ha OJHOOCHOE pACTSKEHHE MPOBOJWINCH B
COOTBETCTBUM ¢ MexrocyaapcTBeHHbIM ctangaptoM ['OCT 11,262-2017 [54], koTopslii
aBisgeTcs Moaudukamuein MexayHapogHoro crapaapra ISO 527-2:2012 [55]. Ckopoctb
NEPEMEIEHUS] TPaBepChl HCHBITATENIbHOM MallMHBl ObUla (UKCUPOBAaHA HA YPOBHE
5 MM/MuH. Bece MexaHnueckne UCIIBITaHUS POBOIMIIMCH IPU OKpYyXKaromiel armochepe u
KOMHaTHOH TemmnepaTtype. @opmMa 00pas3IioB Ui UCIIBITAHUHN Ha HApsDKEHUE-AeQopMaIiiio

nokaszaHa Ha pucyske 3.13 (a).

|
a [ a
Pucynok 3.13 — O0Opa3upl, HaneyatanHble HAa 3D-npuHTEpe A1 MEXaHUYECKUX
UCIIBITAHW: () UCTIBITAHNE HAa PACTSHKEHUE TI0T HATIPsKEHUEM, (0) UCTIBITaHKE HA U3THO B

4 Toukax (mns usmepenus kodddunmenta [lyaccona). (B) Jepopmariuu B 06pasiie npu

WCIIBITAaHUM Ha U3ru0 B 4 Toukax (N — cuiia peakiuy onophl)

Takas popma coorBercTByeT obOpasny Tumna 5 w3 'OCT 11,262-2017). Pa3mepst
obpasma coctaBisid ¥ = 6 MM, [;= 40 mm, [, = 80 MM, b; =5 mm u b, = 11 mm. Tommmaa

oOpa3na coctaBmsma h = 3 MM. B skcmepuMeHTax Ha TON3Yy4eCTh NPUKIIAIBIBAIH
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MOCTOSIHHYIO pacTATUBAONIyl0 Harpy3ky F. = 36.8 H u wusMepsuin mpoAOJIbHYIO
nedopmanmio obpasna ¢ TeueHueMm Bpemenu (4 4). ledopmanus uaMepsiach ¢ TOMOIIBIO
KOHTakTHOro sKkcreHzomerpa Shimadzu SG-25-50. B skcmepuMeHTax MO peaKcaiiu
HaIpsHKEeHUH cHavalla mpuKiaabiBasiachk Harpys3ka 36 H, a 3atem ¢ukcupoBanack TpaBepca,
u3Mepsis HU3MEHEHHE CHJIbl pacTsbkeHuss co BpemeHeMm (4 4). Jlng onpeneneHus
koad¢uimenta [lyaccona 6bu1 MpoBEACH KCIEPUMEHT 10 urcToMy u3rudy. Obpaser 1ist
ATOTO FKcrepuMenTa (010K ¢ pazmepamu [ = 95 mm, b = 20 MM 1 7 = 5 MM) TTOKa3aH Ha
pucyske 3.13 (0). Bo Bpemst u3MepeHuil BepXHssl 4acTh o0pasia CKMMaiach B IPOJI0JIbHOM
HaIpaBJICHUU U YJIMHAJIACH B TIOTIEPEYHOM HAIMPABJICHUHU, B TO BPEMsl KaK HIDKHSIS 4acTh
JIEMOHCTPUpOBajia MPOTHUBOIOJI0XHOE TMoBeneHue (pucyHok 3.13 (B)). IlpomonbHbie u
nornepeyHble AeGopMalud U3MEPSUIUCh C MOMOIIBIO 8 TEH30JaTYMKOB (4 JaT4yvKa Ha
BEpXHEN CTOpoHE o0Opa3la 1 4 1aTynKa Ha HUKHEH cTopoHe). JlaTunku ObliIM CO€AMHEHBI B
nBa Mocta Yurctona. Koadduuuent Ilyaccona onpenensiics kak OTHOIICHHE HANPsHKEHU N
Ha MOCTax, KOrjJla OHM ObUIM BBIBEJCHBI U3 pPaBHOBECUS HU3-3a JedopMaluil JaTdyHKa.
Harpy3ka P Obl1a pujiokeHa Ha PaCCTOSHUM a = 5 MM OT OonopHbIX ITU(TOB. [locTenenHo
yBenuuuBas P v mepemeltias Tpasepcy A0 noctmxeHus P =43 H (4To gaBano MakcuMaabHOE
Harnpspkenue 2,4 Mlla), tpaBepca Obina 3aduxcupoBana B tedenue 300 c. Ilocme atoro
Harpy3ka ObLia CHsTA.

BBII0O MpPOBENEHO HECKOIBKO HSKCIIEPUMEHTOB [UISl ONPEIEICHUS MEXaHUYECKUX
CBOMCTB U paboueit obnactu s AedopManuii U HanpspkeHu matepuana. CHadana Obut
MPOBEIECH SKCHEPUMEHT IO OJHOOCHOMY pACTSKEHUIO 10 pa3pylIeHUs U OINpeeseH
JIMANia30H HaMpsHKEHWH, KOTOPBIM COOTBETCTBOBAJ MallbiM jaedopManusM. B 3tom
JMarna3oHe MOKHO OBLJIO UCTI0JIB30BaTh JIMHEHHYIO TEOPUIO BSI3KOU yripyroctu [56]. 3atewm,
npuMeHsis manble aedopmanuu, ObUIM NPOBEAEHBI HKCIEPUMEHTHI IO OJHOOCHOU
MOJI3YYECTH W peJlaKcallii HaNpsDKCHHM, 4YTOObI TONYy4UTh (DYHKIHUIO TOJATIMBOCTH.
Hakonen, Obu1 onpeenen ko3¢ ¢uuuent [lyaccona u3 4ucToro 3KCrnepuMeHTa mo u3ruoy.

Oyukiuu  nogaTmMBocTH M Kod(pdurment I[lyaccoHa TMONMHOCTBIO — OMHUCHIBAIOT
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MEXaHUYECKUE XapaKTEPUCTUKH JIMHENHOTO BA3KOYIPYTrOro H30TPOIHOTO MaTtepuala. JTU
XapaKTepUCTUKN HCIOJIb30BAIMCh ISl YHUCIEHHbIX pacyeToB B cpege COMSOL
Multiphysics (COMSOL Inc., IlIBemnus, Bepcus 6.1) ¢ Mmoaymsimu «MexaHUKa TBEPOTO
TeJIa» U «JlaMUHApHBIN IOTOK.

N3MepeHHbIll Tipefesl MPOYHOCTH HA PACTSIKEHHE M3TOTOBICHHBIX 00pasIioB
coctaBisier 12—15 MlIla (pucynok 3.14, neBasi maHelnb), YTO COOTBETCTBYET TEXHUUECKOMY

onucanuio matepuana (12.4 + 4.5 MIla) [57].

Pucynok 3.14 — Kpussie HanpsbxkeHue-aedopmanus a1 00pasioB, HalleYaTaHHBIX Ha

3D-npunTepe, coctapeHHbIX B TeueHue (a) 0 nueid, (0) 7 nueid, (B) 15 aueit, (r) 72 nueit

JI71sl MpakTUYECKOro MPUMEHEHUS PEKOMEHIyeMOe MaKCUMaJIbHOE HANpPsIKEHUE HE
JOJDKHO TIpeBbIaTh ~ 1/3 mpemena TekydecTH. OTO COOTBETCTBYET 3HAYCHUIO
Omax ~ 3-4 Mlla, npumeHseMoMy B CIEIYIONIMX SKCIIEPUMEHTaX U pacuerax. M3 nuHeiHomn
ynpyroil oomactu (pucyHok 3.14, mpaBasi maHesnb) MOXHO YBHJAETb, YTO MOIysb FOHra
MaTepHuaa yBeJIMUYUBAeTCs CO cTapeHrueM. M3 HakiioHa KpuBOM HampsiKeHUE-AehopMaIIvs
(¢ <0.01) ero moxHo oneHuTh Kak oT 290 MIla nns cBexxero oopasua g0 530 Mlla mis
oOpas1ia, CoOCTapeHHOT0 B TCUCHHE 72 JHEH.

Ha pucysnke 3.15 nokazaHo noBeeHHE MOI3YyUYECTH UCCIEAYEMbIX 00pa3IoB.
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noJy4ecTs (), %
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Pucynok 3.15 — VcnsiTanus Ha non3ydects i 3D-neuaTHbix 00pasiios,
cocTapeHHbIX B TeueHue (a) 0 queit, (6) 7 quent, (B) 15 nueit, (r) 72 aus. CruioniHbie JUHUU
IIPECTABIISIOT SKCIIEPUMEHTAIBHBIE JAHHBIC; KPUBBIE COOTBETCTBUS, OCHOBAHHBIE HA

koahdurmenTax u3 TaGmauirs! 5, 1aHbI KaK OTKPBITHIE KPYKKA

e(t)
PC3y.HBTaTBI AHAJIU3HUPYIOTCA C TOYKH 3PCHUA IMOAATIMBOCTH IIOJI3YUYCCTH ] = —

O'O’

F
rae o, = ﬁ = 2.4 MIla. ITogatauBOCTh MON3YYECTH MOAETUPOBAIACH C HCIIOIB30BAHUEM
1

psna ITponu [58]:

t t t
J=Jot/ (1_9_’1_1>+ /> (1—6_E)+]3 (1—e_g>, (7)
Koaddumments: psaa [Tponu Ji u BpemeHa 3ana3plBaHus A; pACCUUTHIBAIIUCH C UCTIONB30-
BaHHWEM METOJ]a HAUMEHBLINX KBapaToB. Pe3ynbTarhl npeacTaBieHsl B Tabnuue 3.5.
CrapeHue 3HAYUTEIBHO CHHMIKAET MOJATIMBOCTH IOJI3YYECTH B COOTBETCTBUU C
yBenuueHrem Moyt FOHra, kak o0cyxaanocs Beiiie. Kpome Toro, coctapeHHble 00pa3Lbl
JEMOHCTPUPYIOT TOpa3/i0 MEHbIIEE HM3MEHEHUE CBOMX MEXAaHWYECKHUX CBOMCTB MpHU

JUTUTETIFHON HArpy3ke (€ro MOXHO OIIEHUTh KaK OTHOIICHUE [y //o).
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Tabauua 3.5. Koadpdunments! psana [Iponu J; u BpemeHa 3ana3apIBaHus A;

O6pa3ert Bpew Jo- S J2. S5 Joo: A,c | Ay,c | A3,¢C
crapeust | TTla! | I'Mla! | I'Ma! | I'Ma! | I'Ma’!

1 0 3.48 1.32 1.53 | 11.00 | 17.33 | 139 | 1706 | 21.069

2 7 nueit 3.63 1.16 124 | 957 | 1559 | 124 | 1287 | 24.903

3 15 mueit | 2.85 1.00 1.18 742 | 1245 | 134 | 1444 | 18.014

4 72 nus 2.11 0.54 | 043 1.83 491 88 | 1245 | 19.048

KitoueBbIM CBONCTBOM, HEOOXOAMMBIM ISl MOACIIMPOBAHUS MIOBEICHUS YCTPOMNCTB,
apisieTcsa MoayJsib FOura matepuana. U3 pucynka 3.14 BUIHO, UTO MpU CTapeHUH 00pasiia
ero moayib FOHra 3HauMTeNnbHO yBenuuuBaercs. bonee Toro, HampspkeHHEe B 0Opasue
MOKET OBICTPO PEIAKCUPOBATH, €CIIH MPUIIOKUTH MOCTOSHHYIO IepopMarinio. IToT 3P ekt
OIMMCHIBACTCS MOYJIEM pellakcariui HanpspkeHus G (t). ITOT MOIYyJb MOKHO BBIBECTH W3
MOJIATIIMBOCTH TOJI3YUYECTH C MOMOIIBIO IpeoOpazoBanus Jlamnaca:

LGOI M LY®} =s(2)2 )
r7e S — mapaMeTp 4acToTHON obsactu. Mofyib penakcaluu Hanps>KeHUH UIEM B BUJC

psana [Iponu:

t t t

G = G + Gie 1 + Gye 2 + Gze 7. 9)
Pemass ypaBHeHue (8), Haxonum Bce KOA((UIMEHTHI JUIsi MOAYJS peslaKCaluH.

Pesynbratel 060011eHb! B Ta0IUIIE 3.6.

Ta6auua 3.6 — Kosdduuments! psana [Ipoun G; 1 BpeMeHa 3anma3fblBaHUs 7; ISl MOITYJIs

penaKkcanuu
Bpewms Gy, Gq, G, G, G,
Obpazen T1,¢ | Tg,Cc | T3,C
crapeHust | MIla | MIla | MIla | MIla | Mlla
1 0 287.5 84.0 58.7 87.1 57.7 100 | 1254 | 8023
2 7 mHEH 275.8 70.5 46.0 95.2 64.2 93 1011 | 9816
3 15 nHei 350.6 97.2 68.1 105.0 80.3 98 1081 | 7532
4 72 nHA 474.1 99.3 54.8 116.5 203.6 66 1067 | 12.038
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JIist mpoBepKU MoJie’u ObUTH MPOBEACHBI JAOMOTHUTENbHBIE SKCIEPUMEHTAIbHBIC
UCCJIeIOBaHUs penlakcaluu st oOpasuoB 2 u 4. CpaBHEHUE SKCIIEPUMEHTa M pacuera
MOAATIMBOCTHU MOJ3y4YecTH (pUCYHOK 3.16) mOKa3pIBaeT XOpOoIllee COOTBETCTBUE JaHHBIX,

0coOeHHO 15 oOpasia 4.

'\{2&0 000 g 000 Q‘Qélo_o i o,o.c;

@

0‘;;; """""""""" ; """"""""""" J
0 50 100 150 200 250

Pucynok 3.16 — lcneiTanus Ha penakcauuio HanpskeHus 11 3D-neyaTHbIx
00pa3IoB, COCTapEHHBIX B TeueHue (a) 7 aHew u (06) 72 auei. CruioniHble JIMHUU
IPE/ICTABIIAIOT KCIIEPUMEHTAIbHBIC JaHHBIC; KPUBBIC, OCHOBaHHBIE HAa KOA(hPUIIMeHTaxX U3

Tabnuibl 3.6 (pacCUUTAHHBIX MO MOJA3YYECTH) MOKA3aHbl B BUAE OTKPBITHIX KPY’KKOB

Takum oOpa3oM, mexaHumdeckue wuccienoBaHusi 3D-nedyaTHbIX 00pa3LOB MOXKHO
OTrPaHUYUTHh UCHBITAHUSMHU Ha MOJ3YYeCTh (peanu3alus TaKUX SKCIEPUMEHTOB HAMHOIO
Ipolle, YeM HCHbITaHUS Ha penakcauuio). M3 MnogaTaMBOCTH MON3YyYECTH MOKHO
ONPENENUTh MOJIYJIb PEIaKCallUh, KOTOPBIA HCIOJNB3YETCS B KAadyeCTBE KIHOYEBOTO
napameTpa Uisi MOACIUPOBAHUS MEXaHUYECKOTO MOBEJICHUS YCTPOMCTB (B BUAE MOIYJIS
FOunra). IToaBoas UTOT, MOXHO ClENaTh BBIBOA, YTO MOIyJb FOHra Hamero marepuana
Bapbupyercs ot ~50 Mlla (nqnuTenbHas 3KCIUTyaTalys CBEKEOTIIEYaTaHHOTO yCTPONCTBA
(G, nmmsa obpasuma 1)) mo ~500 MlIla (kpaTKOBpeMEHHBIH OTKJIMK MaTepuaia,

MOJIBEPTaBIIETOCS ITTUTEIIBHOMY BO3JIEHCTBUIO (Go 111 00pasia 4)).
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MogenupoBaHie MEXaHMUYECKOTO IOBEAEHUs J000i cucreMbl TpeOyeT 3HaHUS
IUIOTHOCTH Matepuana, wmonyias HOnra u xoapouuuenta Ilyaccona. Ilocnemnuii
pacCUMTHIBAJICS KaK OTHOIIECHHUE MONEPEYHON U MPOA0IbHOM Aedopmanmii (pucyHok 3.17).

7.0

h
N

w
n

0.0+

U,V/BN/v
;

-1.81

Pucynok 3.17 — Pe3ynbratsl uamepenus ko3gduuuenta [lyaccona: HanpskeHus Ha
MOCTax YUTCOHA, COOTBETCTBYIoIIME pooiibHbIM (U1) u nonepeunsim (U2)

nedopmanusam, npuinoxkenHas cuia (P) u koaddunuent Ilyaccona (v)

DKcnepuMeHT TpoBojuics ¢ mocrosHHOM (B Teuenue 300 c¢) nedopmaruei,
MIOATOMY MOYHO YBHUJAETh MOCTENEHHOE YMEHBIIEHUE HArpy3ku P u3-3a pelakcaluu.
Onnako 3Ta penakcaius He BiuseT Ha ko3 duiueHt [lyaccona, u ero 3HaueHUE COCTABIISIET
v=0455+0.011.

BakHbIM BOIIPOCOM MPAKTUYECKOTO UCIOJB30BaHUsI 3D-MeuaTHbhIX MEXaHUYeCKUX
KOMIIOHEHTOB SIBJISIETCS M3MEHEHUWE MX CBOMCTB IIOCJIE€ KOHTAKTa C XUMUKaTaMHu,
aTMocdepoit u ctapeHreM. YToObl MPOMJUTIOCTPUPOBATH BIUSHUE CTAPSHHS MaTepuaia Ha
cBoiictBa 3D-neuatHoro M@V, Obu1 pa3paboTaH MoNHOCTHIO 3D-meuaTHbI 0OpaTHBIN
KJIaNIaH, KOTOPBIM COCTOUT M3 JBYX 4YacTEM — KOpmyca U Konmaudka. Kaxnas yacte nmeer
cTtangapTHyto pe3b0y NPT 1/8-24 st coenuHeHus KiiamnaHa ¢ MUKpO(IIFOUIHON CHCTEMO.
OCHOBHOM KOpIyC KJIaliaHa UHTETPUPYET 3ariyliKy, KoTopas YJepKHUBaeTcs Ha MECTE U

Harpy»aeTcsi C TIOMOIIBIO PpsAZla AJIEMEHTOB MOJATIMBOCTH (M3ruboB). B mpenBaputensHO
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COOpaHHOM COCTOSTHUM MEXKIy KOpITycOM KJjiaraHa (cepas 4acTh Ha pucyHke 3.18 (a)) u

KOJITIAYKOM (3eJIeHast yacTh Ha pucyHke 3.18 (a)) umeercs 3a30p (d).

Pucynok 3.18 — (a) Monenb noiaHocThio 3D-nedyatHoro oOpaTHOro KjiamnaHa

(b=0.5 MM, N =4). (6) Moaenu kJ1ariaHOB ¢ pa3HbIM KOJIMYECTBOM U3ruooB (N)

Korma xnanman coOpaH, IBe 9acTH MPHMKUMAIOTCS APYT K APYTy A0 TEX TOp, MOKa
3a30p HE 3aKpOETCs, YTO CO3/IaeT MPEIBAPUTEIbHYI0 HAarpy3Ky Ha MpPOOKYy KIlalaHa co
CMelIeHrueM, paBHbIM d. PesynpTupyromas nedopmaruss B u3rubax mpeaoTBpaiiaet
OoOpaTHBINA MOTOK KUAKOCTH MPU HU3KUX MOTOKAX. BB CIPOEKTHPOBAH Ps KJIAMaHOB C
Pa3IMYIHBIMH TTOTICPEYHBIMU ceUeHUSIMHU (b) 1 KoaudecTBoM U3ru6oB (N) (pucyHok 3.18 (0))
Y PACCUMTAHO PaCIpeIeICHUE HANIPSDKEHU 10 Mu3ecy u cMelieHni o JEHCTBUEM CHUJITbI
F=1H. bbum #HCHOJB30BaHbl CIEAYIOMINE CBOWCTBA OTBEP)KICHHOTO Marepualia
AMOKCUHOW CMOJIBI, TOJYYEHHBIE M3 BBIINICYIIOMSHYTOM XapaKTEPUCTUKU: IIOTHOCTh
p = 1100 xr/M?, moxyns IOura E = 500 MIla u xo>dpduuuent ITyaccona v = 0.455.
Pe3ynbTaThl MEXaHUYECKUX UCTIBITAHUN 000011IeHbI B Ta0IuUIE 3.7 U IPOJEMOHCTPUPOBAHBI

Ha pucyHke 3.19 nis knananac b =0.5 mmu N = 4.
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Ta6auna 3.7 — MakcumanbHOE HaNPSKEHUE (0yy, 4, ) U CMeIIeHre (6) B 00paTHOM KJIallaHe

npu Harpy3ke 1 H B 3aBUCHUMOCTH OT KOHCTPYKIIMH Ki1arnaHa (KoJu4uecTBo (1) u TouHa (b)

YOPYTUX 3JIEMEHTOB)

n b, mm Omax> MIla &, MKM
0.6 9.5 121

3 0.8 7.2 86
1.15 4.9 58
0.5 8.4 111

4 0.6 7.1 91
0.8 5.4 65
1.15 3.7 44

5 0.6 5.7 73
0.8 4.8 52

S = N W A Ut &

Pucynok 3.19 — Pacnipenenenue HanpsbkeHu o Muzecy B KianaHe

(mpunoxeHnHas Harpyska F = 1 H)

N3 xpuBBIX HampspkeHHE-aepopMaliis MaTepruaia MOXHO TMPHHTH K BBIBOIY, YTO
MaKCUMAaJIbHO JOMYCTUMOE HaIpshKeHUE JTODKHO ObITh HIke ~ 4 Mlla, uroOn1 n3bexarthb
T00BIX 3P(HEKTOB TEKYUYECTH. DTO MOJIPA3yMEBAET, YTO MaKCUMallbHas Harpy3ka F Oynet
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coctaBisiTh 0,4-1 H B 3aBUCMMOCTH OT KOHCTPYKIMM KiamaHa (MeXxaHW4ecKkas 3ajaya
JUHENHA, TIO3TOMY Oppgy ~ F). VICHONB3ys 3TOT AuamnaszoH ISl CUJIbl, MOXKHO OILICHUTD
CpeaHee JaBJeHUE Ha BepXHEW cTopoHe kinanaHa. Kiaman mosxet BoiiepxuBath 15—40 klla
(MOCKONBKY IUIOIIAAbh IOBEPXHOCTU cocTaBuseT 2.54x10° wm?). CooTBeTcTByoLIEE
MaKCUMaJbHOE CMelieHne ci1ab0 3aBUCUT OT KOHCTPYKIIMH KjamaHa (TOCKOJBKY
0 /0 ~ KOHCTAHTA) U, KaK OJKHIACTCS, COCTABUT OKOJI0 50 MKM.

UtoObl yuecTb M3MEHEHMsI CBOMCTB MaTepuala, ObUI CMOJIETUPOBAH KIAllaH C
b =0.8 Mm u N = 3, npenanosnarasi pa3asie 3HaueHus moayis Oura (E) u koadduimenta
[Tyaccona (v). W3 Tabmuupr 3.8 BugHO, uTo KOodPdunment Ilyaccona mpakTUdecku He
BIIUSCT HA TOBEICHUE YCTPOWCTBA, HAMNPSIKCHHWE 3aBUCHT TOJIBKO OT CHIIBI Harpy3KH, a

CMEIIeHNE 00paTHO MPOIOpIoHaTbHO Moy FOnra (6 ~1/E).

Ta6auna 3.8 — MakcumanbHOE HAMPSHKEHUE (0,4, ) B CMETIEHHE (§) B 0OpaTHOM KJTAaITaHe

npu Harpy3ke 1 H B 3aBucumocTtu ot napametpoB matepuaiia (Mosayns FOHra u oTHOIIeHHE

[Tyaccona)
E, I'Tla % Omax> MIla 8, MKM

0.35 7.1 88
0.5 0.45 7.2 86

0.49 7.2 85
0.1 0.45 7.2 432
0.5 7.2 86
1.0 7.2 43
1.5 7.2 29

Kaxk mokazano BeImie, Moysib FOHra ncciaeayeMoro MaTeprana MOKET U3MEHSIThCS
ot 500 1o 50 MIlIa. Ot0 03HauaeT, 4To MakcUMaIbHOE cMenieHrne S0 MKM, TOTYy4YEeHHOE JJIs

marepuaina ¢ E = 500 Mlla, aBnsercs HKHeH rpanuiieil. bezomacHoe cMellieHue KiamnaHa
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MOxkeT nocturarb 500 MKM g JUIMTEJIBHOM JKCILIyaTallMM CBEXXEHAIEYaTaHHOIO
ycrpoiictBa (E = 50 MIla).

Takum oOpazom, MDY, npousBogumeie ¢ mnomompbio 3D-nedatn DLP-CJI,
CTaHOBATCA Bce 0oJiee pacHpOCTPAaHEHHBIMU, IOCKOJIbKY OHHM COYETAalOT THOKOCTh U
YHUBEPCAIBHOCTh AJAUTUBHBIX TEXHOJIOTMM IPOM3BOACTBA C BBICOKOM TOYHOCTBIO,
npucyiien crepeonurorpadun. Takue ycTpolcTBa MOTYT UMETh CIIOKHYIO TOmoioruto 3D-
KAaHAJIOB WM HWHTEIPUPOBATh pa3JINYHbIE AKTHBHBIE JJIEMEHTHI, TAaKUE KaK KialaHsbl,
PEryJsTOphI, CEnapaTopbl U MHUKPOHACOCHL, YTO OCOOEHHO BAaXKHO B CBETE OBICTPOrO
pa3BUTHS KOHLEMLUU «IadopaTopus HAa 4uiie». PalMoHaIbHOE MPOEKTUPOBAHUE TAKHUX
CIIO)KHBIX ~ YCTPOMCTB TpeOyeT XOpOIIEero IOHMMAaHUS MEXaHMYECKHUX CBOMCTB
UCITIOJIb3yEMbIX MAaTEPUAIOB ((POTOMOIMMEPHBIX CMOIT), KOTOPbIE€ HEMOCPEACTBEHHO BIUSIOT
Ha XapaKTEPUCTUKU MOTYYaeMbIX aKTUBHBIX 3JIEMEHTOB. DTO OCOOEHHO KPUTHUYHO B CIy4ae
MEJIKOCEPUMHOTO Nponu3BoAcTBA MDY, a Takke B Ciaydae UX JUIMTENbHOM KCILTyaTaluu,
IIOCKOJIBKY MEXaHUYECKHE CBOWCTBA CMOJ MOTYT U3MEHATHCS U3-3a CTapeHUs WIIU
BO3JCICTBUS  Harpy3ok. TakuM oOpa3oM, MpPOU3BOJUTENBHOCTh CTApOro  WJIH
WCIIOJIb30BaHHOTO YCTPOMCTBA MOXKET 3HAYMTEIBHO OTJIMYATHCSA OT NMPOU3BOAUTEIBHOCTH
HOBOTO YCTPOWCTBAa U3 TOW ke mapTuH. [oCKONbKY 4acTo OBIBACT CJIOXKHO HAIPSMYIO
U3MEPUTh MEXAHUYECKHE CBOWCTBA MUHHUATIOPHBIX 3JIEMEHTOB BHyTpu M®YVY, Obun
MPEMIOKEH MOJIX0], KOTOPbI 00bEIUHSET UCCIIEIOBAHUS CBOMCTB MaTEPUAIOB HA OCHOBE
CTaHJApTU3UPOBAHHBIX 00pa3loB ¢ mocieayoome omneakoir M®Y ¢ nomoribio
MEXaHUUYECKUX PACYETOB U BBIYUCIUTEIBHOW THAPOAUHAMUKY C UCIIOJIB30BAHUEM AHAIN3A
KOHEYHBIX 3JIEMEHTOB. BBIJIO M3ydeHO MeXaHWYecKOe IMOBEACHHWE U CTapeHHe 00paslioB,
nosrydeHHbpix ¢ nomoipto 3D-meuatn DLP-CJI u3 kxomMmepueckoro ¢oTomoaumepa.
WcnbiTaHuss Ha TOJN3Y4eCTh, NPOBEJEHHBIE HA COCTAPEHHBIX 00pa3lax, BbIIBHIN
3HAQUUTENbHYKDO  HM3MEHUYMBOCTH  HMX  MEXaHMYECKHX  CBOWCTB. OmnpeneneHsl
HKCIIEPUMEHTAJIbHbIE 3HaU€HUS ()YHKIMH OIATIMBOCTH MOJI3yUYECTH U PACCUUTAIIN MOYJIb

YIOPYrOCTH peJlakcallid HampsikeHud ayis BpemeH B auanazone 10-14000 c. Mopyib
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YOPYTOCTH MOXET M3MEHSThCS M3-3a cTapeHus u penakcanuu ot 50 MIla (nnutenbHas
AKCIUTyaTalsl CBexeHaneyaTaHHoro oopasna) no 500 MIla (kpaTkoBpeMEHHBIH OTKIMK
MaTepuana, BBIIEP)KAaHHOTO B TEUEHHUE UIMTEIbHOIO BpeMeHH). UToObI MPOUIUIIOCTPU-
pOBaTh BIMSHKUE CTapEeHUs MaTepualia Ha cBoiicTBa 3D-neyatHoro MOV, Ob11 pazpaboTan
NOJIHOCTBIO 3D-neuaTHblil 00paTHBIN KiIanaH. bbui TpoaHamTu3upOBaHbl MEXaHUYECKUN U
TUAPOAMHAMUYECCKAN OTKIWK JUIsI CEPUM KIIAIMAHOB C HEOOJbITUMH HW3MCHCHUSIMH B
r€OMETPUM Ha OCHOBE CBOMCTB OOpaslloB MAaTepuajoB C pa3HbIM BO3PAcTOM. AHAIU3
MOKAa3bIBAET, YTO KJIAMAH MOXKET 0€30IaCHO padOoTaTh MPU PACXOAE KUJIKOCTU B HECKOJIBKO
MKJI/C, CO3/]JaBaéMOM TIaJIcHUEM JaBJEHUS B HECKOJbKO jecsiTkoB klla. Hampumep,
CBE)KEHAICYaTaHHBIA KJIamaH ¢ TpeMs AJIEMEHTaMH MoAaTiuBOCTH (cedeHue 0.8 MMm) u
MpeABAPUTEILHO COOpaHHBIM 3a30poM 10 MKM MOXKET BbIEpKUBAThH pacxo 10 Mki/c mpu
nageHuu nasienus 16 klla. [locie HeckolbkuMX YacoB pabOThl TpeOyemblid mepenaj
napienusi cHu3utes a0 6 klla uz-3a saddexra penakcauuu Hanpspkenuit. st kianaxa,
BBIJICP’)KAHHOTO B Te€YeHUe 72 IHEH, COOTBETCTBYOIIME 3HaueHus OynyT 26 u 12 xlla
COOTBETCTBEHHO. TakuM 00pa3oM, U3MEHEHHNE MEXaHUYECKUX CBOMCTB U3-3a CTAPECHUSI WU
pelaKcalii  MOXET CYIIECTBEHHO TMOBJUATH HAa  MPOU3BOAUTEIBHOCTE MOV,
[IpensioxkeHHBIA TOIX0J MOXET OBITh PACIIUPEH IS PAIMOHAIBHOTO MPOEKTUPOBAHUS
cnoxHbIX 3D-neyatHbix MDY ¢ MHTErpUPOBAHHBIMUA AKTUBHBIMHM 3JIEMEHTAMHM, BKJIIOUYAS
OLICHKY MX ONTHMAJIbHOIO MPOU3BOACTBA M KM3HEHHOIO IIMKJIA, & TakkKe Oe30MacHBIX

YCJIOBUI 3KCIUTyaTal|u.

3.3 MeToanka CMHTE32 HAHOYACTHI cepedpa B MUKPO(IIOUIHBIX YCJIOBHUSIX €

ucnoJb3oBanueM 3D neyaTHbIX KOMIIOHEHT

J1J1st TOUHOM HACTPOMKH CBOWMCTB MaTepuasa TpedyeTcss MHOXKECTBO MPoO 1 OMHUO0K
B Iiporiecce cuHTe3a. Metammudeckue HY nocnie oOpazoBanus mpoXoaaT HECKOIBKO 3TAIlOB
BOCCTAaHOBJICHMS], KJIACTEpU3ALIMM, arperaquu W pocta. TakuM o00pa3oMm, KOHEUYHbIE

CBOMCTBA KOJJIOMAHOTO pacCTBOpa 3aBHUCAT OT KOHOCHTpPAOHWHW PCarcHTOB, BHEIIIHEH
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TEeMIIepaTypbl, MPOTOKOJIAa CHHTE3a M KBAIM(DUKALMK HCCIEAOBATEINs, OINpeaestomen
BOCIIPOM3BOJAMMOCTh M KAaueCTBO. ABTOMATU3UPOBAHHBIE  IPOTOYHBIE  CUCTEMBI
NPEOJOJIEBAIOT TPYAHOCTH, TMPUCYIIHE TPAJULUUOHHBIM [EPUOJAUYECKHUM METOJIaM.
MukpodaouHbIe CUCTEMbI MPECTaBISAIOT COOOM XOPOIIYI0 albTepHATUBY ISl cOopa
JTAHHBIX C BEICOKOM MTPOU3BOAUTEILHOCTRIO. [locneqaue noctmkenns B ooaactu 3D-neyaTtu
caenanu ciuoxkHele Tomosiorudn B MDY OGonee Aem€BHIMEH U JIETKO HACTPaMBACMBIMHU.
OpnHako KaHaJibl OTBEPXKIAEHHOW (POTOMOIMMEPHON CMOJIBI MPUTATUBAIOT UOHBI METAILJIOB
IIPU CHHTE3€ U CO3/AI0T LIEHTPhI KpucTaum3anuu. B pabote npencrasiena 3D-nevarHas
cuctema s cuHTe3a HY OnmaropoJHbIX MeTalyioB B ciMTKax. Yepemyromuecs MOTOKU
MacJIIHOM M BOJHOM PEaKIMOHHBIX CMECEW MNPENOTBpAlaloT OCAXICHUE METallla Ha
CTEHKaxX KaHaJOB. Y UIMHEHHBbIC KalUld YJIOOHBI /I ONTHYECKOM W PEHTTEHOBCKOM
JMArHOCTUKU C HCIOJB30BAHUEM TPAJUIIMOHHBIX METO/MOB. B  maHHON pabote
JIEMOHCTPUPYETCA CHUCTEMa, HUCIojab3ytomas cuHre3 HYU Ag nis HacTpOWKH YacTOThI
IJIA3MOHHOTO pe30HaHca ¢ nomotis MO.

Bce MOV 6b11H CIIPOEKTUPOBAHBI U U3TOTOBIIEHBI B COOTBETCTBUU C OMKMCAHUEM B
riase 2. /{15 TOYHOro KOHTPOJIS MOTOKA peareHTOB U Hecyllen (a3bl UCIOJIb30BaICs HA0Op
mmpuieBslx HacocoB Wingflow Qmix-HZ 90 (Wingflow AG, ®puk, IlIBeitmapus) co
HOpULIIAMU U3 OOpPOCHMIIMKATHOTO cTekina. [l coeAuHEHWs OTAENbHBIX YacTel
MUKPO(DITIOUIHON CUCTEMBI MCHOJb30BAIUCh cTaHnapTHeie 1/4”-28 UNF 0Oe3zdnanienbie
coenuuutenu w3z nonurerpadropatunieHa ([ITDI) u Tpybka uz IIDA (BHyTpeHHuUi
nuametp 1/32"). Jlnsg auHUM 3aep>KKu MCHoJib30Basiach MHQYy3uoHHas TpyOka u3 [IBX
MEJIMIIMHCKOTO Ha3HAYEHHUS (BHYTPEHHUN quameTtp 1.5 mm).

B xauecTBe KOMIIOHEHTOB PEAKIIMOHHOW CMECH UCIIOIb30BAINCH BOAHBIE PACTBOPHI
Hutpata cepedbpa AgNOs, tpunarpuiiiiutpata (NaszCit) NazCeHsO; u l-ackopOuHoBoOM
kucioThl (AA) CcHgOg, mpuroToBIECHHBIE N3 KOMMEpPUECKHX mopoimkoB (Sigma Aldrich) B
KOHIeHTpausax 2 MM, 6 MM u 12 MM COOTBETCTBEHHO, KOTOPHIE MOJJaBaIUCh HA BXObI 1-

3 renepatopa nopuuii. CucrteMa MIMPUIEBBIX HACOCOB, OCYLIECTBISIONIAS JTIO3UPOBAHUE
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KOMIIOHEHTOB PEaKIMOHHOM cMecH, ynpasisiack ¢ IIK. Anroput™ ymnpabiieHus
MO/Ipa3iesisil MPOCTPAHCTBO MAapaMETPOB PEaKIMK Ha HAOOP IKCIEPUMEHTAILHBIX TOYEK B
COOTBETCTBHH C YCOBEPIICHCTBOBAHHBIM METOJIOM PAaCIpe/IeICHHON BBHIOOPKHU THIIEPKYOa
(IHS), xoropsblit siBisieTCs TEpeOBOM METOJMKOW BBIOOPKH, TO3BOJISIONIEH MOTydYaTh
XOpOIIO pachpeieNecHHble Ha0Ophl BBHIOOPOK C PaBHOMEPHBIM M TMOJHBIM MOKPHITHEM
MHOTOMEPHOTO MPOCTPAHCTBA APAMETPOB C UCIOJIb30BAHUEM OTHOCUTEIBHO HEOOIBIIIOTO
KOJIM4ecTBa BHIOOPOK [59]. 3aTeM alropuT™m yrmpaBieHHUs OCYIIECTBISI aBTOMAaTUYECKUN
nepexo] MeXJy 3THMH TOYKaMHU W COOMpaj JaHHbIE CIEKTPOCKONMH B COOTBETCTBHH C
3aJJaHHOU IPOrPaMMOH.

Cnextpbl moryomeHus: in situ Y®-BUAMUMOro auana3oHa ObUIM TOJYYEHBI B
COOTBETCTBHUM C onucaHueM B riiase 2. Jlanabie SAXS ObLIM MOJyYEHbl HA JIMHUM ITy4Ka
CUHXpOTpOHHOU cTtaHimu «buoMYP» HULL «KypuaToBckuii HHCTUTYT», KaK 3TO OIUCAHO
B rnaBe 2. M300pakeHus: MpOCBEUUBAIONIEH 3JIEKTPOHHOU Mukpockonuu (IIOM) Owuin
MOJIy4EeHbI Ha TIPOCBEYMBAIOIIEM EKTpoHHOM MUKpockore Tecnal G2 Spirit TWIN (FEI,
Hunepnanasl) ¢ ucnosnb3oBaHuEeM ycKopstomiero HampsikeHus: 80 kB u MeaHBIX CETOK B
KauecTBe onop Ay o0pa3uoB. [ aHanu3a pacnpeaesieHus pa3sMepoB YaCTHUI] U300paKEeHHUS
oOpabartbiBaiiCh B MporpaMMHOM obOecnieuennn Imagel (Bepcus 1.54d, HarmmonansHbie
MHCTUTYTHI 3/ipaBooxpaHenusi, berecna, Mapunena, CIIA). Jlna kaxnoro odpasia Obuio
npoaHanu3upoBano 6osee 300 yacTuil A DOCTHXKEHUS JTydIlled CTaTUCTHKHU, a CpeaHee
3HAQYEHUE MEXK]Iy MHHUMAJIbHBIM M MaKCUMaJIbHbIM JauameTpoM @Depera CUUTAIOCh
pasmepoM vactuusl [60].

Pazpabortannas cucrema Bkio4aer B ceOs koMmOuHaiuio MOV, cocrosiiyro u3
M®V-reneparopa my3sipbkoB, M®VY-paznenurens my3bIpbKOB, JIMHUUA 33JE€PKKU U

npotouHoro MOV nsis BEIOpaHHOTO METO/1a ONpeIeICHUs XapaKTepucTUK (pucyHok 3.20).
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Pucynok 3.20 — DkcriepuMeHTalIbHAs YCTAaHOBKA, COCTOAIIAS U3 HA0Opa IITPHUIIEBBIX
HACOCOB, YUIIa FeHEpaTOpa CErMEHTUPOBAHHOIO MOTOKA, YUIA-PA3ACTUTENS, IUHUU

3anepxku, Y D-Buaumasi Kamepa in situ 1 Ipo000TOOPHUK

B TunnuHON yCTaHOBKE peareHThl MOJAIOTCA Ha BXOJbl T'€HEpPATOpa Kallellb, a Ha
Ipyroii BxoJ rnojaaetcs Hecymas (asa. 'enepatop GpopMupyeT NoTok Karesib peaklinOHHOM
cMecM B Hecymed (Qasze, Trae Kaxnuas Karuig  JIeHCTBYeT KakK  OTIEJIbHBIM
XUMHYECKUI MUKPOPEAKTOpP. PazMep u 4acToTy MOKHO PETryJIMpOBaTh, U3MEHSSA CKOPOCTh
U COOTHOIICHHE MOTOKOB peareHToB M Hecylued ¢asbl. [loTok kamens B Hecyuiei (ase
IIOAETCs C BBIXOAA I'eHepaTopa Ha Bxon pasuenutens. da3a-HOCUTENb NOMOJHUTEIBHO
1o1aéTCs OTJCNBHBIM IIMPUIIEBBIM HACOCOM B Pa3eliuTelb, KOTOPBII 100aBIAETCS MEXKIY
KAIUISIMU B CTPYKTYPUPOBAHHOM IIOTOKE, TEM CaMbIM YBEJINYUBAsl PACCTOSHUE MEKY HUMU

(pucynok 3.21 (a)).
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Pucynok 3.21 — (a) Bun nporounoro M®Y i in situ Y O-unumont
CHEKTPOCKOMMH, cocTosimIel u3 kopmyca MOV (1), kBapueBbIx OKOH (2) U Jepkareneit
ontrueckux BoJokoH (3). KpacHblii u 3eNeHbIi 1IBETa MPECTABISIOT COOTBETCTBEHHO
MacCJSHYIO U BOJAHYIO (pa3bl B CE(rMEHTHPOBAHHOM MOTOKe uepe3 MDYV,
(6) IIpomexxyTounoe MDYV B paboTe, yBeIMUHBAIOIIEE PACCTOSHUE MEXKIY OTIACIbHBIMU

KalllIsIMU B CCTMCHTUPOBAHHOM IMOTOKE MOJCJIBHOTO paCTBOPa KpaCUTECIIA

[Torok kamenb € BBIXOJA PA3NEIUTENA 3aTEM IMOCTYMAET B JMHUIO 3aJEPKKH,
KOTOpasi TMO3BOJISIET PEryJIMpOBaTh BpeMs peakuuu. JIMHus 3aaepKKU COEIMHEHA CO
CIelUaIbHO pa3zpaboTaHHbIM MOV in situ, NOAXOASIIMM JJiS BBIOPAHHOTO MeETOJA
JIMarHOCTUKH.

Ha pucynke 3.21 (6) nokazano Y®-ugumoe npotounoe MDYV in situ. Ero
kopryc (1) umeet U-06pa3Hbiii KanWJUISIPHBIA KaHaT TOMMUHON 600 MKM, KOHIIBI PSIMOTO
y4acTKa KOTOPOTO  3aKpbIThl  |-MUJUIMMETPOBBIMU  KBapIeBHIMH  cTekiamu  (2).

JIBa onTMyecKknx BOJIOKHA OT Y D-BUIMMOIO CIEKTPOMETPA IOJABEACHBI K CTEKJIaM U
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3aKperieHbl B cHenuanbHbIX aepxkarensx (3). Takas ycTaHOBKAa MO3BOJISIET M3MEPSTH
ONTUYECKHE CIIEKTPHI MOTJIOLIEHHUSI pACTBOPOB B ITP00OaX M0 Mepe ux ABUKEHUs yepe3 MOV,
Pa3Mep BoasHBIX Kamenb (3es€Hble Ha pucyHke 3.21 (a)) peryaupyercs Takum oOpa3zoMm,
YTOOBI OHU MOTJIM TIOJIHOCTBIO 3aMOJHUTH PSIMYIO YacTh Kanuuisipa B MOY.

MBI npoBenM aBTOMATU3UPOBAHHBIN CKPUHHUHI NTAPAMETPOB CHUHTE3a JJISI TOYHOM
HACTPOUKH d(PeKTa JIOKATM30BAaHHOTO TTOBEPXHOCTHOTO IIa3MOHHOTO pe3onanca (LSPR)
HY Ag. CxopocTh nojjauu OTIEIbHBIX peareHTOB — HUTpaTa cepedpa 1 LUTpaTa HATpUs —
BappUpoBaach B Auamnaszone ot 0.75 mo 3.375 mi/4, a ckopocTh moja4yu LL-ackopOuHOBOMA
KHUCIJIOTBI B KOXKJIOM TOYKE HKCIIEPUMEHTA PEryJIMpoBajach TaKuM o0pa3oM, 4ToObl 001as
CKOpPOCTb IIOJIJa4M PEareHTOB BO BpeMs CHUHTE3a cocTaBisuia 7.5 mi/4. BazenuHoBoe macio
MO/IaBAJIOCh HAa YETBEPTHIA BXOJ T€HEpaTopa Kamellb B KadecTBe Hecyled ¢asbl co
CKOPOCTbIO 4 MII/4, a TaKKe MOJABAJIOCh B Pa3ACIIUTENIb C MOMOIIBIO JIOMOJIHUTEIHLHOTO
Hacoca co CKOpocThio 8 mui/u. Mcxois n3 HabmogaeMoil 1muHel cTpyu 4—4.5 MM B TpyOKe C
M3BECTHBIM BHYTPEHHUM JUAMETPOM 1.5 MM, MOXKHO OLIEHUTh O00BEM BOAHOU (ha3bl, B
KoTopoi cuHTe3upoBanuck HY, kak 7—8 mki1. Peakuus nzydanace npu temieparypax 25 u
60 °C B teuenue 7 munyT. Temnepatypa 25 °C COOTBETCTBYET HOPMAJIBHBIM YCIIOBUSAM
OKpY>Karollle Cpeapl, OJHAKO TEPMOCTAT BCE PABHO HCMOJIb30BAJCS, YTOOBI M30€XKAaTh
KoJIeOaHUM TeMIepaTypbl, TaKk Kak MHUKPO(DIIOUIHBIE CHUCTEMbI MOTYT OBITh OYEHb
YyBCTBUTEIBHBI K HUM. J[JIs CHHTE3a MpU MOBBIINICHHOW TemIiepaType Obljia BbhIOpaHa
temnepatypa 60 °C, Tak Kak 3T0 camasi BbICOKasi TeMIepaTypa, Ipu KOTOPO HE MPOUCXOIUT
KuneHuss B BojgHOM (aze. [Ipu Oosiee BBICOKOM TemIiepaType B Ocajkax BOJHOU (asbl
HAYMHAIOT aKTUBHO O0OPA30BBIBATHCS IMY3BIPHKU Tapa, YTO HAPYIIAET MOTOK OCajaKa H in
Situ ©3MepeHus B yibTpadroIeTOBOM auana3zoHe. Mexay MpoKIagKkoil U KIOBETOU in situ
ObLJ1a MoMelIeHa cupaibHas KanuuisipHas TpyOKa, MOrpy»eHHas B TepMOCTaT (BOASHYIO
0aH10), KOTOpas JeicTBOBajna Kak juHHS 3anepxku. IHS cremepupoana 47 Habopos
3HAUEHUW pacxoda, W JJs KaxJaoro Habopa CcUCTEMa aBTOMATHYECKH coO3jaBajia

MHKPOKAIJIX C COOTBETCTBYIOIIMM pPACXOAOM pEAreHTOB B TEUYEHUE | MHUHYTBHI M
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HENpPEepBIBHO coOupalia crieKTpsl noriomeHus B Y ®- u Buaumom auanazonax. Ilockonabky
JUISL IPOXOXKACHUS Kalledb Yepe3 JIMHUIO 3a/1epKKU TpeOyeTcsi 7 MUHYT, K TOMY BPEMEHH,
KOI'/Ia IEpBasi NapTUs Karlelb JOCTUTAET KIOBETHI, B JIMHUH 33JIEPKKU HAXOAATCS €€ IECTh
napTuil ¢ ApyruMu napamerpamu. st puuibTpanuu JaHHBIX, MOTYYEHHBIX TOJIBKO JUIS
Macjia M TPAHMIl MACIO-KaIUlA, a TaKXe IS MOCIEAYIOIIEro COINOCTaBICHUsS CIEKTPOB,
MOJyUYEHHBIX JJI OTHENbHBIX Kamellb, C MapaMeTpaMH CHUHTE3a B ITHX KaIllsixX, ObLIO
UCIIOJIb30BAHO CIIELUAIBbHOE MPOTpaMMHOE OOECHEeYEeHHE. YUWUThIBas, YTO KaKaas
KOMOHMHAIINA MOTOKOB TECTUPOBANIACh MPU JBYX Pa3HbIX TEMIEpATypax, HUCIOIb30BaHHAS
cXeMa MNO03BOJIWJIa MPOTECTUPOBATh M oxapakrepu3oBaTh 100 HaOOpOB ycloBHIl cHHTE3a
MEHee 4eM 3a 2 Jaca.

Ha pucynke 3.22 moka3aHO HECKOJIBKO CHEKTPOB, MOJYYEHHBIX MHPH PATUYHBIX

COOTHOHICHUAX ITIOTOKOB PCArCHTOB U IIPH PA3HBIX TCMIICpATypax pCaKInu.

4.5 — |HS N26
——— |HS N230

4.0 ——— |HS Ne31
——— |HS N236

60 °C

ITornomenue, a.e.
N
(6]
1
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Pucynok 3.22 — XapakTepHbie CIeKTphI norjoiieHus: B Y O-pugumoit obnactu,
MOJTYYEHHBIE JUISl Pa3IUYHBIX KOMOMHAIIMN MOTOKOB PEareHTOB B Clly4ae CUHTE3a,

npoBeaeHHoro npu 25 °C u 60 °C
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Ha cnekrpax oT4€TIMBO BUIHBI Pa3jinyus B MOJOKEHUN U UHTEHCUBHOCTH MHUKOB
IJJa3MOHHOT'O PE30HAHCA, YKA3bIBAIOUIME HA Pa3/Inuvs B PACHPEACIICHUH IO pazMepaM U
koHieHTpaiuu HY cepebpa, modydyeHHBIX B XOA€ CHHTE3a. B TO e BpeMs MHUKHU
MJIa3MOHHOTO PE30HAaHCA B Clyyae CHMHTE3a MpHu Oosiee BBICOKOM TeMmIepaType UMEIOT B
IIEJIOM MEHBIIYIO IIUPUHY, YTO YKa3bIBaeT Ha Oouee y3koe pacnpenenenne HY mo pasmepam

N MCHbLIIYTO NOJIUAUCIICPCHOCTD.

NHTEHCMBHOCTh  IUIa3MOHHOTO  PE30HAHCA  3aBUCUT  OT  KOHIIEHTpaluu
obpasyromuxcs HY Ag B pactBope u qucniepcuu ux pasmepos. [lepBast mponopuroHaibHa
MOTOKY TMpe/IiecCTBEeHHUKAa Ag. ACKOpOMHOBAsI KMUCJIOTa HEOOX0ANMa JJI1 BOCCTAHOBIICHUS
nOHOB Ag, n Ha pucyHke 3.23 HabmroaeTcs onTuMasibHas 00JacTh B LIEHTPE KapThl, TIe
WHTEHCUBHOCTD JJOCTUTAET MAaKCUMYyMa.

[Ipu Oonee HHU3KUX 3HAYEHUAX ACKOPOMHOBOM KHCIOTHI MHTEHCUBHOCTH
YMEHBIIIAETCS U3-3a MIPUCYTCTBUSI HEBOCCTAHOBJIEHHBIX HOHOB. B TO BpeMs kak mpu Ooliee
BBICOKMX 3HAUCHMUSIX MOTOKAa aCKOPOMHOBOM KHCIJIOTHI TMOJYYEHHbIE YaCTUIl MOTYT
OCAXKJAThCAd W, TO-BHAMMOMY, HMETh OOJBIIYIO MOJUIUCIEPCHOCTh. M3BecTHO, dYTO
npouecc obpazoBanuss HU OnaropoiHbIX METAJIOB CUJIBHO 3aBUCHUT OT 3HaueHus pH
peakimoHHoM cMmecu [61]. OO1Ias KUCIOTHOCTh PEAaKIIMOHHOM CMECH M OBICTPOE BBEJICHHE
M30BITOYHOTO KOJIMYECTBA ACKOPOMHOBOM KUCJIOTHI YCHJIMBAIOT arjioMepanuio meiakux HY
[62]. DToT mpomecc emie OOJbIIE YCYTyOJSIETCSI OTHOCUTEIBHO OOJBIIMM OO0BEMOM
MHUKPOPEAKTOPOB-KAMellb U UX MEIJICHHBIM JIBIKEHUEM, UYTO TakKKe CIOCOOCTBYET POCTY
oonee kpynHeix HY Ag. Huskuii ypoBeHb pH Takxke NMpUBOAMT K AucOaiIaHCy MEXIY
MpolIecCaMy 3apOoJIbIIIIe00pa30BaHUs UM POCTa, YTO 3aTPYIHSAET MOJYyUYECHHUE CTAOMIIbHBIX
chepudeckux Mmonoaucnepcusix HY [63].

JITMHHBIE CErMEHTBl C JOCTATOYHBIM PACCTOSIHUEM MEXAy HHMHU JeiaroT
MUKPO(DIIOUIHYI0 CHCTEMY TNPUMEHUMOW JIJIi  OOBIYHBIX  CIIEKTPOCKOIMMYECKHX
UCCIICIOBAaHUM B JIAOOPATOPHBIX YCJIOBHUSX U C CHHXPOTPOHHBIMU MCTOYHMKAMH. BbLT

NIPUMEHEH in situ CMHXpOTpOH SAXS nus m3ydeHust 3aBucuMoctd pocra Ag HY or
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BpeMeHU. [l aroro mocne pazaenutenbHoro MOV Obuia nobaBineHa TpyOka U3
neppTopaikoKcHalikaHa ¢ BHyTpeHHUM AuameTpoM 1 mMm. Curnan SAXS uszmepsiiicst B 3TOU
TpyOKe MEePHEHANKYJSIPHO TOTOKY, W, U3MEHSS PACCTOSHUE OT PA3IACIUTENS 0 TOUYKH
U3MEpPEHUs, MOKHO BapbUpOBaTh BpeMsi OT Hayajga peakiuu [0 OIpeaesieHus
XapaKTepUCTHK MpoaykTa. CKOpPOCTh MOTOKA JJI BCEX PEareHTOB Oblla YCTaHOBJIEHA Ha
ypoBHE 4 MJI/4, a CKOPOCTh MOTOKA Ba3eIMHOBOTO Macja — Ha ypOBHE 2.5 MJI/4 Kak AJis

TCHEpaTopa Karcjib, TaK U IJ11 pa3aCiIuTCIIsd.

IImk MTHTEHCHUBHOCTH, a.€.

L-Asc.Acid notok, mkn/c

0.2 04 0.6 0.8 1.0

AgNOaA NoTOK, Mkn/c
[Iux HHTCHCUBHOCTH, a.c.

L-Asc.Acid noTok, mkn/c

0.2 0.4 0.6 0.8 1.0
AgNO, noTok, mkn/c

Pucynok 3.23 — unrencuBHocth nuka LSPR B ciektpax Y ®-Bugumoii odnactu
CIIeKTpa HAaHOYACTHI] cepedpa B 3aBUCUMOCTH OT ckopocTeit motoka AgNO3 u l-ackopOu-
HOBOM KucI0THI 1iist cuHTe3a mpu 25 °C (a) u 60 °C (6). Kaxknas Genas Touka sBisieTcs
pe3yIbTaTOM OTACNBHOTO cuHTe3a. L[BeT ona kapThl mpecTaBiseT coO0H pe3yIbTaThl

nporuo3upoBanus anropurma MO, 00y4eHHOT0 Ha HKCIIEPUMEHTAIBHBIX TOUKaX JaHHBIX
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Kaptunbsl SAXS n3mepsiuch HEMPEPHIBHO OT CHAPSAHOTO TEUCHUS B TpyOKe. 3aTeM
Cpelld BCEX M3MEPEHHBIX KapTHUH ObLIM BHIOpAaHBI KPHUBBIE PACCEsHUS, MOJYyYEHHBIE OT
Karenb BOAHOW (a3el, comepxamux Ag HY (kpacHble KpuBble Ha pHUCYHKe 3.24),
HOPMAJIM30BaHbl MO TOKY HAKOMUTEIBHOTO KOJIbLIA, YCPEAHEHbl U BBIUTEH (DOH.

[lonydeHHbIe KpUBBIE TOKA3aHbI HA P

a 0
L = Bpewmst peakuuu, ¢
o 103 ~ p p :
o 3 i
£ 9 —
z < 13
= A 3
% 0.1 g ]
E ]
0.01 3 0.,
; 8 E .
g 10 §
ﬁ' 4
g 1 0.01 :
2 3 %
= ] ",
% 0.1 Bomnas ¢asa J+seees Ilycras Tpybka '-,..
g IIepexon Boma-maciio 0.0014= =< Tpy6xa ¢ Maciiom ",
=~ Macnsnas daza 3 AA+NasCit
0.01 ———T T ey - e e
0.1 1 0.1 i 1
s, HM'! s, HM'!

Pucynok 3.24 — (a) Kpubie SAXS, u3MepeHHbIE OT IEPEMEHHOT0 MOTOKA BOJIbI B
Macie ¢ BpemMeHeM cbopa nanubiX 1 ¢ B Teuenue 1 muH. Bpems notoka or MOY
re"eparopa J1o Touku coopa nanubix 10 u 337 ¢ (ykazaHo Ha naHenu rpaduka) COOTBET-
CTBYET JJIMHE JIMHUU 33Jep>KKH 8 U 278 cM COOTBETCTBEHHO; (0) Y cpeaHEeHHbIE KpUBBIE

SAXS ot kanenb ¢ Ag HY, n3MepeHHbie ¢ pa3IMuHON JUIMHOM JIMHUU 33JIEPKKHU PEAKIIUH
[TonydenHoe pacrnpezeneHue no pa3mMepam aBiasieTcs OMMOJaIbHBIM. 3aTeM ISl HUX

OBLI OIIPpCACIICH CpGI[HI/Iﬁ Pa3MEeP 4aCTUIl B MOACIN JIBYXKOMIIOHCHTHBIX IMOJTHAUCIICPCHBIX

chepuueckux vyactuil (Tadbuuia 3.9).
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Pucynoxk 3.25 — [[BeroBas kapta, oToOpakaroiasi 00bemMHyto 10510 Pa3el 1 ¢
kpynHeiMu HY cepebpa (Ag HY) B 3aBUCUMOCTH OT COOTHOIIEHHS] IOTOKOB HUTpaTa
cepebpa 1 aCKOpOMHOBOM KHCJIOTHI, ITOJIydeHHasi Ha OCHOBE TaHHBIX SAXS. UepHble

TOYKM 0003HAYAIOT TOUKH, CTeHepupoBaHHbIe anroputMoM IHS B skcniepumente SAXS

Ta6nauna 3.9 — Cpennuii paanyc, NOJUTUCTIEPCHOCTh U 00bEMHBIE J0JIU C(HepruyecKux

KOMIIOHEHTOB («da3z») HY cepedpa (Ag HY), nmomyuyeHHsie u3 naHHbix SAXS s

L-Asc. acid notok, mn/u

Pa3INYHBIX BPCMCH CHUHTC34d

O6bemHan AoNA KPYMHbIX
yactuy, %

3 B 5

AgNO; notok, mn/u

100
M
- 90
- 85

- 80

- 74

59

Jnvuna Bpewms Cpennnii panunyc HY, am O6bemuas nois, %
TpyOKH, CM | CMEIIMBaHUs, | (MOJUAUCIIEPCHOCTh, HM)
c @aza 1 ®aza 2 Paza 1 @aza 2
8 10 - - - -
40 48 20.0 (7.9) 6.1 (2.1) 17 83
88 107 22.5(7.3) 6.8 (1.8) 47 53
278 337 23.1(6.5) 7.2 (2.1) 59 41

B pesynbrare mpu gnuHe TpyOku 8 cM (Bpems peakiuu ~ 10c) Ag HY He

HaOJIIOMANIUCh, HO TPU yBEIWMYECHUH JIMHBI TpYOku 110 40 cMm (Bpems peakiuu ~ 48 c)
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HaO0JI0aeTCsl 3HAUUTEIbHOE KOJIMYECTBO YacTUll Ag CO CPETHUM PaUyCcCOM OKOJIO 6 HM U
MEHbIIIee KOJIMYECTBO OoJjiee KPYMHBIX yactull ¢ panuycom 20 uwm. [lpu manbHeiinem
YBEIUYCHHUH JUTMHBI TPYOKH 1011 O0JIee KpymHBIX YacTHI] (0003HaueHHBIX Kak «Paza 1» B
tabnuie 3.9) yBeIMUMBaEeTCs, U UX CPEIHUN pa3Mep Takxke yBenuuuBaeTcsi. OOHapyKeHO,
YTO pE3yJbTUPYIONIEE pacHpeeiCHUE pa3MEPOB HE MEHSIETCS KapJUHAJIBHO MPU JIJIUHE
TpyOku Oonee 1 M, 4TO COOTBETCTBYeT BpeMeHH peakiuu ~120 c. Takum obOpasom,
OpUOIM3UTENIBHO 2  MHUH  JOCTaTOYHO  JUIi  HayajbHBIX  OBICTPBIX  CTaaHi
3apojiplieo0pa3oBaHusl U poCTa, a JajbHEWIIee CTapeHWe W arjoMeparusl MPOUCXOISIT
MeJIeHHO Tiociie aToro. [1o cpaBHeHuto ¢ mpumepHo 7—15 muH (1 gosbiie) cuare3a Ag HU
MyTeM BOCCTAHOBJICHUS |-aCKOPOMHOBOW KHCIOTHI JEeMOHCTpUpYETCs 3PGHEKTUBHOCTD
MUKPOQIIIOUTHOTO MOX0/1a U €T0 TOJIOKUTEIHLHOE BIMSIHUE HA KUHETUKY PEAKIIUU.
Pacnipenenennie pasmepoB mnonydeHHbIXx HY ObUIO JOMOMHUTENBHO H3Y4YEHO C
nomombto monaxoxa IHS wm pganHbix SAXS 1 onpenesnieHUss BIMSHHS Pa3IMYHBIX
CKOpOCTel MoToKa peareHToB Ha pocT Ag HY u pe3ynbTupyromMX KOHIEHTparui ¢as.
brino BeiOpano 15 komOuHanuii (Tabsiuna 3.10) ckopocTei TOTOKOB, Kak onucaHo B SI.
PesynbpTupytonme KapTUHBI paccesHUs ObUIM alMpPOKCUMHUPOBAHBI C MOMOIIBIO
MOJIENIA JBYXKOMIIOHEHTHBIX MOJUANCIEPCHBIX CPEPUUECKUX YaCTHUIl JJIA TOTY4YEHUs
JTAHHBIX O CPEIHEM PAJNYCE YaCTHI] U CTENEeHH MOJIUIUCTepcHOCTH. KauecTBo MOAroHKH
ObUTO XOpomMM. bbl10o 0OHApyX EHO, YTO JJIsi BCEX M3MEPEHHBIX KOMOWHAIUMM MOTOKOB
MPUCYTCTBOBAJIM JBa pa3Mepa dacTui] Ag - Oosee kpymuble yactuibl («®aza 1») co
cpeaHuM paauycom ot 16.6 1o 30 HM u Gosiee menkue yactuilbl («Paza 2») co cpeHUM

paauycom oT 3.2 10 6 HM. B To e Bpems koHueHTpaius «Da3pl 1» Obl1a 3aMETHO BHIIIIE

(o1 70 110 98%).
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Taboauna 3.10 — KomOuHanuu NoToKOB peareHToB, CreHepupoBaHHbie anroputMoM THS, a
TaK)Ke CpeIHUE PaJinyChl, moauaucnepcHoctd u oobeMubie nonu HY cepedpa (Ag HY),

MOJyYEHHbIE U3 TaHHBIX SAXS

Cpennuii paguyc HY, am | OObemHas 107,
No CropoeTs noToxa, /s (MOIMANCIIEPCHOCTD, HM) %

AgNO; | NasCit | AA Pa3za 1 ®a3za 2 @aza 1 | daza?2
[HS1 2.5 2.5 2.5 25.1(9.4) 5.9(0.5) 70 30
[HS2 2.7 1.7 3.1 19.6 (5.0) 6.0 (0.5) 92 8
[HS3 53 4.3 1.5 23.7(10.0) 4.1(1.4) 88 12
[HS4 1.2 5.8 2 20.4 (5.7) 5.9(0.5) 91 6
[HSS5 1.1 24 0.6 19.4 (6.6) 3.9(0.9) 88 12
[HS6 1.6 2.3 3.5 16.6 (4.2) 5.9(0.5) 80 20
[HS7 0.9 0.9 4.3 17.8 (5.1) 5.8(0.5) 94 9
[HSS8 0.8 0.8 5.8 30.0 (6.3) 5.7 (0.5) 87 13
[HS9 1.5 1.3 5.2 26.1 (10.0) 6.3 (0.8) 90 10
[HS10 2.1 1.2 4.1 23.6 (7.2) 5.7(0.5) 70 32
[HSI1 2.8 3.8 3.5 25.4 (7.8) 5.7 (0.5) 92 16
[HS12 3 2 0.7 20.2 (7.0) 3.2(1.1) 88 28
HIS13 2.9 2.6 2.6 21.4(6.5) 5.7(0.5) 91 41
[HS14 3.5 2.7 1.4 17.9 (8.0) 3.4(0.5) 88 30
[HSI5 4.3 2.5 0.5 21.7 (10.0) 3.7(1.2) 80 8

Cpenu Bcex MpOTECTUPOBAHHBIX COOTHOIICHUN HaWOOIBIINHN pa3Mep yacTuil 0osee
rpyooii «®a3er 1» (cpemuuii pamuyc 30 HM) Oblm mocturHyT B ciaydae IHS 8 ¢
cootHoieHrueMm MoTtokoB AgNOs:NazCit:AA 0.8:0.9:5.8 mii/4, TO €CTh €O 3HAYUTEIBLHBIM
U30BITKOM aCKOPOMHOBOM KHCIOTHI, IEHCTBYIOIIEH KaK BOCCTAHOBUTENb. MexXIly TeM, Kak

cienyeT u3 P, mis OIM3KMX K CTEXHOMETPUYECKUM COOTHOIIeHH Ag:AA (¢ HeOOIbITUM
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M30bITKOM BOCCTAaHOBUTENS) B OCHOBHOM 00Opa3zyrorcsi Ag HY ¢ Beicokoi noiselr Oosee
KpynHbIx yactull. Korga npeamectsennuk cepedpa AgNOs 6611 B u30biTKe (IHS 3, THS 15)
10 CPaBHEHHUIO C BoccTaHOBUTENEeM (AA), noiig Oosee TOHKON «®Da3bl 2» yBEIMYUBAIACh.
OTHU pe3ynbTaThl XOPOILIO KOPPETUPYIOT C MOACIISIMHU, O0YUYEHHBIMU Ha TaHHBIX in situ Y O-
BUIMMOTO auamna3zoHa. Hwuskwe konmentpaimmu AgNO; co cOamaHCHpOBaHHBIMH
KOHIICHTPAIIMSIMA ~ BOCCTAHABJIMBAIOMIMX M CTAOWIM3HUPYIOIIMX  areHToB,  Kak
MIPOTHO3UPYETCS, MPUBEAYT K camMOill HU3KOW JiuHe BOiHBI LSPR, uTt0 03Hauaer camble
manenbkne HY, B cooTBercTBUM ¢ HabmogeHusmu SAXS. B To ke Bpems HanOobImas
nnuHa BosiHbl LSPR, a crnemoBaTenbHO, M pa3Mep HAHOYACTHUL, MPOTHO3UPYIOTCSA IS
KOMOHWHAIIMHA TOTOKOB, OJIM3KUX K CTEXHMOMETPUYECKUM, WA C HEOONBIINM H30BITKOM
aCKOpPOMHOBOM KHCIJIOTBI, aHAJOTMYHO pe3yibTaTaM SAXS. OTu HaOMIOJCHUS TaKkKe
COTJIACYIOTCS C JIUTEPATYPHBIMU JAHHBIMU, KaK OMKUCAHO B MPEABIAYIIEM pa3ee.

Jlns nanpHenen npoBepku pazMmepa u pacnpenenenus HU Obna mpoBeneHa cepus
u3MepeHuii ¢ nomoupto [IOM. U3 skcnepumenta SAXS Obu1o BeiOpano 6 Touek (IHS 1, 3,
6, 8, 12 1 15 u3 tabnuier 3.10). J{ng 3Tux KoMOMHAIIMN TTOTOKOB CMHTE3 OBLI TIOBTOPEH B
TON K€ MUKPOQDIIOUIHON CUCTEME C MCIOJIb30BAHUEM PYYHOTO YMpaBJICHUS MOTOKOM. B
KOHIIE JIMHUM 3aJIep>KKH oOpaser; cooupanu B cocya. Tam BoaHas ¢aza, comepxarnias HY
Ag, ecTeCTBEHHBbIM 00pa3oM OTAeNsUIach OT Macia. 3aTeM C MOMOIIbI0 MUKPOIUMETKU
Karuii BogHOM (a3bl Obuin HaHeceHbl Ha Cu-ceTku 1715t [IDM u ocTaBieHbI COXHYTh Ha HOYb.

Ha pucynke 3.26 moka3zanbl W300pa)keHHUS, MOJTy4YeHHBIE ¢ moMolibio [IOM s

cuHTe3upoBaHHbix HY.
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Pucynok 3.26 — 11300pakeHus1, HOTyUYEHHbIE C ITOMOILBIO TPOCBEUNBAIOILIETO

ANEeKTpOHHOTO MUKpockoma, HY cepedpa, CHHTE3nPOBaHHBIX B MUKPO(IIIOUTHBIX KAILISX C

BBIOpaHHBIMU KOMOWHAIUSIMU ITOTOKOB U3 Ta0uib! 3.10

N300pakeHus MOKa3bIBAIOT CYIIECTBEHHYIO pa3HUILY KaK B pa3Mepe, Tak v B popme
HY B 3aBUCHMOCTH OT MOTOKOB peareHToB. HecMOTps Ha TO, UTO CpeaHUE paclpeeICHUs
nuamerpoB depera, MmokazaHHble Ha pucyHke 3.27, B 1LETOM JIEMOHCTpUPYIOT Oosee
BBICOKHMI pa3Mep 4YacTHIl, YeM Mpearoiaraiock ¢ nomomisio SAXS, obmias TeHACHIUS
HMMEET pa3yMHOE COTJIache C Pe3yJbTaTaMu CUHXPOTPOHHON JUArHOCTUKH.

Hampumep, o0pasiibl, CHHTE3UPOBAHHBIC TPH HEAOCTATKE BOCCTAHOBHUTEISA (B
gactHoctH, [HS12 u IHS15), neMOHCTpUpPYIOT IIHPOKOE W HECKOJIBKO OMMOAAIbHOE
pacmpenenenue pasMmepoB (pucyHok 3.27 (a-e)), anamormunoe SAXS, rme mig dTUX
00pa3ioB HaOIOMAIach 3HAYMTENBbHAS KOHIIEHTpAIlMS MEJIKUX 4YacTUIl M BBICOKAs
MOJMAUCIEPCHOCTh. ITHU 00pa3Ilbl TaK)Ke UMENIM CaMyl0 HU3KYI0 KoHieHTparuoo HY, uro
HaOmomaetcs kak B [IOM, tak u B Hu3koit nuarencuBHoct LSPR B criekTpax Y d-puaumoro
nuranaszona g HY, cMHTe3MpOBaHHBIX MPHU CXOKUX COOTHOIICHUAX MOTOKOB AgNO;:AA.
HampoTuB, cunTe3 ¢ M30BITKOM aCKOPOMHOBOM KHCIIOTHI IPUBOIUT K 0Opa3oBaHUIO OoJiee

KPYIHBIX YacTHUIl, 9TO O0COOEHHO 3ameTHO mis oOpasua IHSS (pucynox 3.27 (1)), raoe
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HaOJI0JATMCh HEKOTOPHIE U3 CaMbIX KPYMHBIX YacTull, nocturarommx 60—70 M. @opma
YJACTHUIl TAaKXKE CHIILHO 3aBHCHT OT yCJIOBUH cuHTe3a. B 6azoBom obOpasue IHS1 (pucynok
3.26) c MOTOKaMU peareHToB, COATAaHCUPOBAaHHBIMY B COOTHOIICHUH 1:1:1, 9acTUITHI OJIM3KH
K cheprIecKuM C HECKOJIBKO HEMPaBMWIIBHON (hOPMOI M UMEIOT CaMO€ TJIaJIKOE U MIUPOKOE
pactipenenenue pasmepoB. OOpazery [HS6, umeromuii camoe y3Koe pachpesesieHUE, B
OCHOBHOM COCTOMT U3 TOJUIAPHYCCKUX WJIM TNHPAMHIATBHBIX YaCcTHIl C YETKO
ompeaeneHHol (HOPMOH, ¢ BKIIOUEHUSIMH HEKOTOPHIX IJIOCKMX YacThil B (opme OJnHa.
Oo6pazenr IHS8 (pucynokx 3.26 (T)) comepXuT emie OOJbINe ATUX IIOCKUX YacTHI[ C
HEKOTOPBIMU JIOBOJIBHO KpymHBIMHU (10 70 HM) xmombsiMu Ag. OpHako Hechepudeckue
nonuaucrepcHsie HU B HEKOTOPOI CTENEHN 0KUIAEMBI, IOCKOJIEKY CHHTE3 ITPOBOUIICS

py cyOonTHUMaNbHbIX 3HaUeHUsAX pH.

25 -
204 a
15 3

I Hs1 ] 6 I Hs3

10 3

% 4YacTu,

p
3
54
]
3
]
0 3
3

20 3
15 3
10 3

% YacTuL,

]
3
53
]

]

]
04
]

]

]

]
20 4
]

15 3 4
10 3

% 4yacTu,

p 3
3 3
54 3
P 3
p 3

3
] 3
0 S Dl O — B

e
0O 10 20 30 40 50 60 70 O 10 20 30 40 50 60 70 80
OnameTp Gepeta, HM [Ouametp depeTa, HM

Pucynok 3.27 — Cpennue pacnpenenenus nuamerpa depeta, oaydeHHbIE U3
nzo0paxenuit HU Ag, CMHTEe3UpOBaHHBIX B MUKPODIIOUIHBIX KAILJISAX C BEIOPAHHBIMHU
KOMOMHAITUSMH MOTOKOB U3 Tabuiibl 3.10, MOTy4eHHBIX C TOMOIIBIO TPOCBEUNBAIOIIETO

QJICKTPOHHOI'O MUKPOCKOIIa
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OcHOBHOM TpUYMHON oOmIeld pasHuibl B pacnpeaeneHuu HY mo pasmepam,
nosiydeHHoM ¢ noMotisio SAXS u [19M, BeposiTHO, siBisieTcst TOT GakT, 4TO GaKTUUECKOE
BpEMsI CHHTE3a JUISL OTUX JIBYX METOJIOB HENIPEAHAMEPEHHO OTJINYAJIOCh. /{7151 SKcIiepuMeHTa
SAXS u3zmepeHus MpoOBOAWINCH Ha CBEKECMHTE3UpoBaHHbIX HY mocne ompenesneHHOro
BpeMeHH NpeObIBaHus B MUKpodItonHOM cucteme. [IpuHnMas Bo BHUMaHUE, YTO B CIy4ae
[IOM-Buzyanmu3anuu HY cHadana cobupanu moprusMu 6e3 Kakoh-1r00 TOTOTHUTEIFHOM
CTaOMJIM3AIMM U BBIICPKUBAIM TakKUM oOpa3oM okojio 10 MHH A0 OTHeNeHus OT Macia.
3aremM KamM O0bEMOM B HECKOJIBKO MHMKPOJUTPOB IMOMELIAIM HAa MEIHBIE CETKU IS
UCHIAPEHUs B TEYEHUE HOUH, YTO (PaKTUUECKH YBEJINUMBAIIO BPEMsI CUHTE3a JJO HECKOJIbKUX
yacoB U aasanio HY Gosblie BpeMeHu A1l pocTa U arjioMepaluu.

Ontumumsainust cuHTe3a HY B MHKPO(IIOMAHBIX CHCTEMax CTAJIKHBAETCS C
HECKOJIbKMMHU IIpobsieMaMu. Bo-niepBbIX, 3T0 NOAXO111ast TONOJIOTHS JIJIsl 30H CMEIIMBaHUS
u peakun MOY. Bo-BTOpBIX, 3TO AMArHOCTUKA MPOAYKTA in situ. [Ipumenenne 3D-nieuatn
K cucrteMaMm mnpousBoacTBa MDY mnpennmaraeT XOpOUIyH albTEPHATHUBY CTEKJISHHBIM,
nosmauMetuiacuiokcadoBeiM ([IIMC) u momu(merunmerakpuiatHeiM) ([IMMA) MOY.
DTO MO3BOJIAET OBICTPO U AP(HEKTUBHO ONTUMU3UPOBATH TOMOJIOTHI0 MDY 115151 pazmuyHbIX
3agad. Hampumep, CTaHOBUTCS BO3MOKHBIM OBICTPO MOJIy4aTh T€HEPATOPbl Kamellb C
pa3NUYHBIM KOJMYECTBOM BXOJOB [JIsl PEAareHTOB, MPOU3BOJAUTH BBICOKO3(P(PEKTUBHBIC
MHKPOMHKCEPBI C TOITOJIOTHEN KaHAJI0B, TOYHO HACTPOECHHOM ISl ONPENEIEHHBIX CBOWCTB
cmecu. Hemoporue 3D-medatnbie M®Y wupeansHO TOAXOAST i JIaOOPaTOPHOTO
IIPUMEHEHMS, IIOCKOJIBKY KX MOYKHO HACTPOUTh Il KOHKPETHOIO JKCIIEPUMEHTA,
UCITI0JI30BATh OJIMH pa3 M BEIOPOCUTH, M30eras prcka oTkasza u3-3a aerpaganuu MOY um
NEPEeKPECTHOro0 3arpsi3HeHUsl peareHToB. OpHako, eciu Tpedyercs Oosiee ATUTENBHOE
UCIIOJIb30BAHUE, TEXHOJOTUS HJI€aJTbHO MOAXOAUT JJIsi ASKOHOMHUYECKH 3()PEKTUBHOIO
MPOTOTUITUPOBAHKS W ONTUMHU3AINH MUKPODIIONAHBIX cucteM. OnTUMU3UpoBaHHbIN 3D-
JU3aiiH 3aTeéM MOXeT ObITh MacmTaOUpOBaH JJii MPOU3BOJACTBA M HU3TOTOBJIEH C

UCIOJIb30BaHUEM OoJiee 3P(HEeKTUBHBIX TEXHOJIOTUH CEPUIMHOIO MPOU3BOJACTBA U U3 Ooliee
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CTOMKUX MaTepHalioB Il MpoAJieHUus pabdodero uukia. Takoil MOIXOJ TMO3BOJISET
UCKIIIOUUTh JIOPOrOCTOSIIIME OIMMOKM Ha paHHUX dTanax MPOTOTUIIUPOBAHUS C
WCIIOJIb30BaHUEM TPAJULIUOHHBIX IIPOU3BOACTBEHHBIX TEXHOJIOTUH.

IToBepXHOCTHBIE CBOWMCTBAa MHUKpPOKAHAJIOB, TaKHME KakK HUX IIEPOXOBATOCTb,
ruapoPoOHOE/THAPOPIIIBHOE MOBEACHUE, SJICKTPOCTATHUECKUN 3apsiji, UTPAIOT BaXKHYIO
pOJIb B IIPOLIECCAaX XUMHH ITOTOKA. 110CKOIBKY MHOIME pacrnpOCTpaHEHHBIE MOJMMEPHBIE
MaTepuaibl, UCNOJIb3yeMble il u3rotosieHus M®Y, takue xkak [IMMA wmu I1IMC,
SBIISIIOTCA  €CTECTBEHHO TUAPOGOOHBIMH, CYIIECTBYET IIHPOKHI CIEKTP METOJIOB,
MO3BOJISIONIMX ClIeTIaTh WX IMOBEPXHOCTh THAPOGUIBHOM U YIYUIIUTh aJre3ui0 Hu
OMOCOBMECTUMOCTh, TaKHWE KaK IUJJa3MEHHas W JiazepHas o0O0paboTKa, XWMHUYECKOE
TPABJICHHUE, JIONOJIHUTEIBHBIE ITOJIMMEPHBIE TOKPHITUS M T. A. OOHako B ciaydae
MUKpO(DIIOUIMKY,  HamedyarTaHHod Ha  3D-mpuHTepe, cuTyalus  COBEPIICHHO
POTUBOIONOXKHAsA. bonbmmHcTBO Y D-0TBEp)K1aeMbIX cMOJI, codib3yeMbix 1t CJI/DLP,
coJiep>KaT THIpoPUIIbHBIE WK, CKOpee, aM(pupuibHbie KOMIOHEHTHI. [locnennee npuBoauT
K TaK Ha3bIBAEMOMY SIBIICHHIO «TUCTEPE3UCA yTJla KOHTAKTa», KOT/la MOBEPXHOCTh KaHaja
CO BPEMEHEM MEHSET CBOW TUAPO(UILHBIN/MUNO(DHUIBHBIA XapakTep B 3aBUCUMOCTH OT
JKUIKOCTH, HAXOJAIIECUCd B KOHTAKTe C HeW. [Ipy IiuTenbHOM KOHTAaKTE C BOJOU
MOBEPXHOCTh CMOJIbI IMHAMHUYECKH TEepecTpanuBaeTcs, OOHaxass TMIApOPUIbHbIE TPYIIIbI,
oOecrnieunBas cTabmibHOE cMaunBaHue 3D-medyaTHhIX KaHalioB [64]. DTo 0COOEHHO
KPUTHYHO JUIsi BOAHOro cuHTe3a HY, MOCKONbKY MpUTSHKEHWE HWOHOB MeTauia K
HIepoXoBaTol TUAPOPUIBLHON MOBepXHOCTH 3D-meyaTHBIX KaHAIOB, YCYryOJeHHOe
AIEKTPOCTATUYECKUM B3aUMOJECHUCTBUEM, co31aeT HEXEeaTeIbHbIE LHEHTPBI
3apoIbIIiec00pa30BaHus HA CTEHKaX KaHaja. Bo Bpemsi HEeMpephIBHOTO TOTOYHOTO CUHTE3a
B BOJIHOM (pa3ze KaHaJbl OJHOCTHIO MOKPBIBAIOTCS cll0oeM MeTasuia. Jlo cux nmop cooluianoch
O HECKOJIbKUX TIOTBITKAX CMATYUTH ATOT d(Pdext. OHMU BKIIOYAIOT B CEOSI OCTIIEUATHYIO
00pabOTKy KaHAJIOB pa3Iu4YHbIMU TUAPO(GOOHBIMM MOHOMEPAMH, MOBEPXHOCTHO-

AKTUBHBIMHM BCUICCTBAMHU, KOMMCPUYCCKHMMU ITPOTUBOTYMAHHBIMHX U BOAOOTTAJIKHUBAIOIIUMHA
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areHramu. HekoTopelie aBTOpHI MBITAIOTCA MOIU(DUIIMPOBATH KOMMeEpUYECKHe cMoJIbl 1Jist 3D-
neyaTu U Jaxke pa3padaTbiBaThb HOBBIE COCTaBbl, ONTUMU3UPOBAHHBIC M nedatn MDY
[65]. B aToll paboTe mpuMeHseTCsl MPOCTON MOJIXO/A, YTOOBI UCIOJIb30BATh TO K€ SIBJICHUE
«THCTEpE3Uca yrila KOHTaKTa», KOTOPOE B NPOTHUBHOM CJIydae€ BpEIAHO IS
npousBoguTensHoctu MOY. Ilocne neyaru, o4nCcTKH U cyniku Bce MDY OblTH 3aM0THEHBI
TEM € Ba3CIMHOBBIM MAacjOM, KOTOPOE HCITOJIB3yeTCs B KauyecTBE HeCymler ¢asbl, H
OCTaBJICHbI Ha HOYb. JIIUTENbHBIN KOHTAKT C MAaclIOM OOHAaXKaeT 0JecOPUIbHYIO IPYIITy Ha
MOBEPXHOCTH KaHaja W o0ecreymBaeT CTaOMIbHOE CMadWMBaHHE, CO37aBas TOHKYIO, HO
CTOMKYIO MacCJISIHYIO IJIEHKY. DTOT 3allIUTHBIN CIIOM IPEAOTBpAILIAET POCT U ocaxaeHne HY
Ha CTeHKax KkaHama. CuHTE3 Kameib OOecrneyuMBaeT JY4IIUil KOHTPOJb pPEaKlud U
JIOTIOJIHUTENILHO MPEIOTBPAIAeT 3arps3HEHUE KaHAJOB U TPYOOK MPOAYKTaMH pPEaKIUH,
MOCKOJIbKY WX TOBEPXHOCTh HENPEPHIBHO IMPOMBIBAETCS MAacCioOM, a 3allUTHBINA CIOHI
OOHOBJISIETCSI, UYTO OOECIEUMBACT JUIMTEIbHYIO CTAaOWJIBHYI0O M TOYHYIO palboTy
MUKPOQIIIOUTHON CUCTEMbl. Maco Takke MpeIoTBpaIlaeT 3arps3HEHUE KBAPIIEBBIX OKOH
KioBeThI i1 Y O-BUIMMON CHIEKTPOCKONUU U HexenarelbHoe (OHOBOE HAKOIUICHUE, YTO
OYCHB MOJIE3HO JIJIsl XapaKTEPUCTUKH in situ. J[pyrast BaxkHas QyHKIMS CETMEHTUPOBAHHOTO
MOTOKA 3aKJII0YaeTcs B 00ECTICUCHUH CMEIIMBAHMS PEareHTOB B BOJHOM (ase 1mo mepe ee
MIPOXOXKAEHUsA Yepe3 cucteMy. llepBoHawanpHOE cCMelMBaHUE MPOUCXOAUT B MOV
reHepaTopa Karejilb U B HECKOJIBKUX MPSIMBIX YTJIOBBIX MOBOPOTAX U MEpPEXo/ax Auamerpa
kaHaia Ha myTd K MOV pazaenutens [66]. OmxHako O00mbias 4acTh ASHCTBUS CMEIIBAHUS
BO3HUKAET M3-3a MPUPOJAbl CETMEHTHUPOBAHHOTO MOTOKA B JIMHUU 3aJIep>KKU. B xammuisape
BoJIHas (pa3a IBMKETCS B Maclie B TaK Ha3bIBAEMOM pekumMe TeueHus Teinopa [67]. B atom
pEeXKUME TPEHUE KUIKOCTU O KAUIUISIPBI U KUIKOCTHU O KUJIKOCTh, & TAK)KE OTHOCUTEILHOE
JBIDKCHUE CO3JA0T IUPKYJISIUOHHBIE TOTOKM WM BHUXPH BHYTPH BOJSHBIX Karlelb,
oOecrieunBas ObICTPOE M HAJIC)KHOE TIEPEMEIIIMBAHHE.

KoMmOuHanus reHepatopa Kamelb C pa3ienuTeneM oOecreyuBaeT OoJIbIIYIO

rMOKOCTh B PETYJHMPOBKE pa3Mmepa Karellb, CKOPOCTH M PACCTOSHHUS MEXIYy HUMHU.
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XapakTepUCTUKA in Situ C TIOMOLIBKO METOMOB Y D-BUAMMON CHEKTPOCKONHUU U
CIIEKTPOCKONIMU B OMKHEH uHPpakpacHOW o00macTy B paboOTaOIMX CHCTEMax
MUKpPOPEAKTOPOB Kareilb MOXET OBITh CIOXXHOW C TOYKH 3peHHs (POKYCHPOBKH,
CUHXPOHM3allMK, (PWIbTpAIlMy CUTHaANTa U IrymonojaaBieHus [68]. ['mOkocTh cucTembl
TEHEpATOp +  pa3lelnTeNb MO3BOJIIET  MOJIB30BATENI0  HMJCAIBHO  HACTpPamBaTh
CErMEHTUPOBAHHBIC XAPAKTEPUCTUKU TIOTOKA g JOCTIKEHHUS JKeJlaeMoro ooObema
peaKkIiyd, HWHTCHCHUBHOCTH CMCIIMBAaHUS W BpPEMEHU TIPEOBIBAaHUA VI Pa3IUIHBIX
XUMHUYECKUX TporieccoB. OHa TakXKe MO3BOJSET aallTUPOBATh CUCTEMY JIsi BRIOpaAHHOM
JIMAarHOCTUYECKOM METOJMKH, 4YTO B IIPOTHUBHOM CIIy4ae SIBIIIETCS CJIOKHOM 3ajayei
CO3JaHMSl HAJJIC)KAIECW HACTPOMKHA Uil u3MepeHuil. VICIoJib30BaHWE  KIOBETHI,
Hane4yaTaHHOW Ha 3D-mpuHTEpe, MO3BOJISIET JIETKO ONTHUMHU3UPOBATH €€ T€OMETPUI0 U
ONTUYECKUN MYTh JJI PA3JMYHBIX YCIOBUAM TEUCHUS Kalelb, KOHIIEHTPAIlMK paCTBOPOB U
HAaCTPOEK CIeKTpoMeTpuu. B 5Toll paboTe coueTaHwe ONTUMHU3UPOBAHHOW KIOBETHI U
JIOCTATOYHOTO O00BbEMa KAk TO3BOJIMJIO HaM coOpaTh  BBICOKOKAYE€CTBEHHBIC
CIIEKTpaJibHbIC JaHHBIE W3 OTIEJbHBIX Kamesb. Kpome Ttoro, pazgenurenbHoe MOY
oOecrnieunBaeT JUIUTENbHYIO CTAOMIBLHOCTh MOTOKA Kameyib 0e3 CIUSIHUS, YTO BAXKHO IS
JUTUTEILHOTO BPEMEHHM CHHTE3a, OCOOCHHO IIPH TIOBBIIMICHHBIX TeMIeparypax. OHO
MTO3BOJIMJIO MHOTOYMCIICHHBIM CEPUSIM Kareilb ¢ pa3IMYHbIMU KOHUECHTPAIUAMHU PEareHTOB
HAJIe)KHO COCYILIECTBOBAThH B JIMHHUM 33JE€PKKH B IKCIIEPUMEHTAIIBHON YCTaHOBKE. Takum
o0Opasom, OblTa ycTpaHeHa He0OX0IUMOCTD K AaTh HECKOJIbKO MUHYT OKOHYAHHUS PEAKIUH C
OJIHUM HaOOpOM TapaMeTpOB, MPEK]IC YEM MEPEXOAUTh K CIAEAYIOIIEMY, YTO 3HAUUTEIHHO
YBEJIMYWIO CKOPOCTh CKPUHUHTA. BcCe BBIICYNOMSHYTBIE MPEUMYIIECTBA BIIOJIHE
KU3HECTIOCOOHBI B Clydyae CHHXPOTPOHHBIX WCCICOBAaHUW in Ssitu CHUHTE3a B
MUKPOPEAKTOPE Kamejlb C HCIOJb30BaHUEM OOBIYHBIX METOJIOB, OCHOBAHHBIX Ha
MOTJIONMICHUA W PACCESTHUU PEHTICHOBCKUX Jydei. [1ockombKy OOJBIIMHCTBO KaHAJIOB
My4YKa OCHAIIEHbl YCTAHOBKAMU JJIs1 KBA3UCTALIMOHAPHOTO PEKUMA, HAJTMYME HENPEPHIBHOM

(1)8,3]'::1 B PCXKHMMC IIOTOKaA KaIllCJib BBI3OBCT HpO6JICMBI CHUHXPOHMU3AaIllUuH, J]OHOHHHTGHBHLIﬁ
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¢boH u motepro KauecTtBa curHaia [69]. OnHako paboTa B CErMEHTUPOBAHHOM IOTOKE C
JUIMHHBIMA KaIUISIMH  O0ECIIEYMBAET JIOCTATOYHO BPEMEHH [UJIi MU3MEPEHUN B pPEKUME
HENPEPBIBHOTO cOOpa JaHHBIX IS JETKOW AMAarHOCTUKU CHHXPOTPOHA U JIaXKe MO3BOJISIET
MIPOCTO U3MEPATHh PACCESIHHUE U TOIVIONICHUE B KAaIUISIX HEMOCPEACTBEHHO uepe3 TPyOKy
[IT®D wumun PropupoBanHoro stuneH-npormwieHa (DPIII) 06e3 HeoOXoAUMOCTH
rcnoiib3oBanusg MOV in situ.

OddexTrBHAS ONTUMHU3ALNS MUKPOQIIIOMIHOTO CUHTE3a TPeOyeT NUAarHOCTUKU in
situ 1 00pabOTKM JaHHBIX B pEKUME OHJIalH. B 1aHHON paboTe 1eMOHCTpUPYETCs MpocTas
U YHUBeEpcajbHasl CUCTEMa Ha OCHOBE MUKPOQIIOUTHBIX KOMIIOHEHTOB, HalleYaTaHHBIX Ha
3D-npuntepe. Texnomoruss DLP 3D-mewyaTu mo3BOJISIET JIETKO H3rotaBiuBath MOV,
aJanTUPOBAHHBIE K KOHKPETHBIM MOTPEOHOCTSIM, TAaKUM KaK CMEIIMBAaHUE, F€Hepalus U
pa3MElIEHNe CETMEHTOB BOJA-B-Macie, in Sifu [HUATHOCTUKU meroaamu Y O-BHAUMOM
cnektpockonmu U SAXS. IlponmteiBanune wmaciaom 3D-nedatHpix MOV  ynyumaer
ruapo(oOHOCTh TMOBEPXHOCTH KaHala, a HCIOJb30BAHUE CErMEHTHPOBAHHOTO MOTOKA
JOTIOJIHUTENBHO TmpenoTBpamaer poct HY Ha cTeHkax KaHaina W OKHAaX KIOBETHI.
Hcnonb3oBaHue JOCTATOYHO JJIMHHBIX CETMEHTOB PEaKUHMOHHOTO pacTBOpa W
ONTUMHU3UPOBAHHOTO  ONTHUYECKOIO  IMyTH B  KIOBET€  IIO3BOJIIET  MOJYy4YaTh
BBICOKOKAaYECTBEHHBIE JTAHHBIE ONTUYECKOM CIIEKTPOCKOINH in Sifu 32 OTHO U3MEPEHUE, YTO
MO3BOJISIET TECTUPOBATh JECATKM KOMOMHAIMK MapaMeTpoB cuHTe3a B dac. Jlud
CUHXPOTPOHHBIX MCCIIEJOBAHUI OH ITO3BOJISET MOJIy4YaTh JaHHBIE in Sifu HETIOCPEICTBEHHO
yepe3 Tpyoky FEP B kBasuctanmoHapHoMm pexume 0€3 He0OXOIUMOCTH HCIOJIb30BaHUs
MUKPO(DOKYCHOTO JIyda ¥ CHHXPOHHU3AIIUH.

[Ipenyaraemasi cucreMa B COYETAaHWM C TPOTPAMMHBIM OOECIICUCHHEM ISt
aBTOMATHUYECKOT0 YIIPAaBJICHUS SKCIEPUMEHTOM U aIrOpUTMOM 0TOOpa pod Ha ocHoBe THS
MO3BOJISIET OBICTPO W 3(PHEKTUBHO MPOBOJAUTH CKPUHUHT MapamMeTpPOB MHUKPOQIIOUTHON
peakuuu. B panHON paboTe MNpPOAEMOHCTPUPOBAHO MPUMEHEHHE 3TOr0 MOJIXO0Ja IS

M3yYE€HHUS B3aUMOCBS3€M MEXIy onTUYeckuMu cBoiictBamu HY Ag, pacnpeneneHuem mno
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pasMepaM M napaMmeTrpaMu peakuuu. Mcnonw3ys in situ CIEKTPOCKONUIO noryonieHus Y O-
BUAUMOro nuanazoHa U SAXS, MOXXHO OBICTPO IPOBECTU CKPUHHUHI BIIUSHUS YCIOBHIM
CHUHTE3a Ha CBOMCTBA MOBEPXHOCTHOIO IJIA3MOHHOIO PE30HAHCA, BPEMsI POCTa, pa3Mep U
nosuaucnepcHocte HU Ag. MoxHO caenath BBIBOJ, YTO B JaHHOW yCTaHOBKE HauOoiiee
MoHoucrepcHbie HY ¢ cambimM cuibHBIM THKOM LSPR, cmenieHHbIM B KpacHy10 001acTb,
JOJKHBI OBITH TOJYYEeHBI C MOYTH CTEXHOMETPHUYECKHM COOTHOIICHHEM acKOPOMHOBOM
KHUCJIOTBI M HUTpaTa cepedpa ¢ HeOOJbUIMM H30BITKOM AA, 4TO OBUIO JONOJHUTEIBHO
noaTBepxAcHO u3MepeHusMu SAXS. Tlonxoxa, ocHoBanHbii Ha 3D-nedyaTHix MDY,
ONTUMHU3UPOBAHHBIX ISl TPAJULIMOHHON CIEKTPOCKOIIMYECKON XapaKTEPUCTUKU in Sifu,
3HAYUTENbHO YBEJIMYUT TPOIMYCKHYIO CIOCOOHOCTh JMAarHOCTUKM MaTepualioB B
7a00paToOpusAX W CHUHXPOTPOHAX M YCKOPHUT pa3pabOTKy HOBBIX (PYHKIIMOHAJIBHBIX

HaHOMATCpPHUAJIOB.
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I'naBa 4. Pazpa06orka, u3roropjenue u anpodanus 3D neyaTHbIX MUKPOQIHOUIHBIX

YCTPOMCTB /JIsl in Situ JUATHOCTUKU CHHTE3a HOBbIX MATEPHAJIOB

4.1 MeToauka CHHTE3a OpraHn4ecKux coeqnHenuii B M®Y u in situ THarHocTuka

KHHETUKH MeTOA0M Y D-BUIUMOM CIIEKTPOCKOIIMH

bepOepuH — 3TO TPUPOJHBINA aTKAIOUJ] C IIUPOKUM CIIEKTPOM OHOJIOTHYECKOU
akTuBHOCTU. [IpousBoaHbie OepOeprHa € MOHUKEHHOW CTPYKTYpPHOW CTaOMIBHOCTHIO
O0COOCHHO MEPCIEeKTUBHBI JJs MpuUMeHeHus B (papmakonoruu. OIHAKO CHHTE3 Jau3ame-
HIEHHBIX O0epOeprHOB MpeACTaBIseT cOO0H CI0XKHYIO 3a7auy. belia npojaeMoHCcTpupoBaHa
BO3MOXKHOCTh TOJIy4eHHsI 13-3aMEIIeHHBIX AalleTOHWIBHBIX M JUTHIPO0epOepUHOBBIX
IPOU3BOAHBIX TUIOB 2a-3a (pUCYHOK 4.1) myTeM HX B3aMMOJEHCTBUS C COOTBETCTBY-
oMy xJioponutpoapmwiamuHamu (Bkimouass NBF-CI) [70]. CnexTpockomnus siiepHOro
MAarHUTHOTO pE30HaHCa MOKa3aja, YTO 3TH COEAMHEHHS TIIyOOKOro 3€JIEHOro IBETa
MOJIBEPraroTCsl BHYTPUMOJIEKYJISIPHOMY NIEPEHOCY 3apsA/ia, YTO OTPAKAETCS B PE30HAHCHBIX
ctpykrypax 2b—-3b (pucynok 4.1). CormacHo KBaHTOBO-XMMHUYECKUM pacuéram, MepeHoc
3apsina oT (parmeHTta OepOepuHa K HUTpoapwibHOMY ¢parmeHty coctaBuil 0,30€ mis

nuruapoodepoepuna 2a u 0,27 mist 8-aneToHuI-auruapoodepoeprna 3a.
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Pucynok 4.1 — [[BuTTepruoHHbIC 1M3aMEIICHHBIC POM3BOAHBIC OepOeprHa
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N36bITOUHAS 2JIEKTpOHHAS TNIOTHOCTH Ha (pparmMenTe NBF B coueTanuu ¢ n3BeCTHOM
CKJIOHHOCTBIO &,13-murunpo0epOepruHOB K OKHCIIEHUIO YKa3bIBaeT HAa aHTHOKCUIAHTHBIC
CBOICTBA TakuXx coenuHeHui [71]. OgHako ux cTaOMIBHOMY U BOCHPOU3BOJIUMOMY CUHTE3Y
MPENSATCTBOBAJIM JIBE OCHOBHBIE MTPOOJIeMbl. BO-TIepBBIX, HAIIM MIPEABIYIINE UCCIIEIOBAHUS
MOKAa3aJy, YTO BBIXOJ M YHUCTOTA O0Pa3yIOMINXCS IPOYKTOB CHIIBHO 3aBUCST OT MOPSIIKA U
CKOPOCTH J00aBJICHUS PEareHTOB B PEAKIIMOHHYIO CMECh, a TaKke OT AP(HEKTUBHOCTH HX
cMemBaHusa. TakuM oO0Opa3oM, KIOUEBOM MpoOJieMONM MOXKET OBITh 3aTpyAHEHHBIN
MacCOIMEPEHOC PEarecHTOB B PEAKIMOHHOW Macce, 4YTO MPUBOJUT K 3HAYUTEILHOMY
YBEJIMYCHHUIO KOJIMYECTBA MOOOYHBIX MPOAYKTOB peakinu. Bo-BTOPBIX, N3-32 HHTEHCUBHOM
OKpacKH MPOAYKTOB PEAKIHMH CIIOKHO OIMPENEIUTh ONTHUMAaJIbHOE BpeMs peakuuu. Kak
peareHTbl, TaK M TPOAYKThl PpeakIuu OBICTPO pa3pylialoTcsi Ha  OOBIYHBIX
xpoMaTtorpaduyeckux IiacTuHax. HeonTumanbHOe BpeMsl peakllid MOXKET MPUBECTH K
TUJPOJIN3Y U OKUCJICHUIO KaK pEareHTOB, TaK U MPOJAYKTOB PEAKIIUH.

B pabote OblIu ONTUMHU3UPOBAHBI YCIOBUS JJIsI MUKpOodIIrongHOTO crHTe3a 8,13-
JTU3aMEIIEHHBIX TPOU3BOJIHBIX OepOepuHa. MUKpOQIIONAHBIA pEeakTop BKJIOYAT B ceOs
MACCUBHBIN KEMUYKHBI CMECHUTENIb JJISI CTEXMOMETPUYECKOIO COUYETAaHMsI PEareHToOB, a
TaKKe€ JUArHOCTUYECKUE MOPTHI JI1 MOAKIIOUEHHS ONTHYECKUX BOJIOKOH. [Ipo3paunas
MOBEPXHOCTh YHIIA MMO3BOJIsLIAa HAOIIOAATh 38 KWHETUKOUW PEAKIIUU 1O PE3KUM U3MEHEHUSIM
[[BE€TA, a KOJMYECTBCHHBIM aHAW3 MPOBOAWICA Ha OCHOBE Y D-BUIUMBIX CIIEKTPOB,
M3MEPEHHBIX HAa PAa3HBIX PACCTOSHUIX OT TOUKU CMEIIMBAHUS.

Coueranne  MUKpODIIOUIAHBIX  TEXHOJOTUM C  paHee  pa3pabOTaHHBIMHU
NEePUOIMYECKUMH METOoJaMu cuHTe3a 8,13-mu3aMenméHHbIX MpOU3BOJIHBIX OepOeprHa
MO3BOJIMJIO KOJIMYECTBEHHO HCCIIEIOBAaTh KUHETUKY apUIMPOBaHUS M 3HAYUTEIBHO
MOBBICUTH BBIXOJ| LIEJEBBIX MPOAYKTOB. DTH PE3ybTaThl MOTYT OBITh MCIOJIB30BAHbBI IS
CUHTE3a pa3IuuHbIX 8,13-n1u3amMeniéHHbIX MPOU3BOIHBIX OepOepuna. O0IIas apXUuTeKTypa
XKEMUY>KHOTO CMecHuTelis Obula JOMOJHUTENIbHO pacluIMpeHa 3a cyeT MOpPTOB A

ONTUYECKOr0 BOJIOKHA, KaK MOKa3aHo Ha pucyHke 4.2. [Ipo3paynas oTBepxAeHHasi cMoJia

82



NO3BOJISIJIa HAIPSIMYIO PETUCTPUPOBATh CHEKTPbl uepe3 creHku MOV 6e3 npsMoro
KOHTAaKTa BOJIOKHA C PEaKIMOHHOM cpenoil. Kpome toro, mosHocTeio HanedaranHas Y @-
s4YeliKa MO3BOJIMJIA PALMOHAIBHO ONTUMU3UPOBATh ONTHYECKUI ITyTh U YMEHBIIUTH O0BEM
nepegaroumx syeek 10 0.62 MK A1 OHJIaH-CIEKTPaIbHOr0 MOHUTOpHHra. [logpoOHbIe
CBEJICHUS O FTEOMETPUUYECKHX IMapaMeTpax HHTErPUPOBAHHBIX TPOTOYHBIX AYEEK IPUBEICHBI
Ha pUCYHKe 4.2.
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Pucynok 4.2 — Cxema peakiimoHHOU ycTaHOBKU. (A) Cxema 3D-nieuaTHoit
MHKPOCXEMBI-TIEPIIAMYTPOBOTO CMECHUTENS pazMepoM 94 x 39 x 4.5 MM CO BCTPOCHHBIMU
MOpTaMHM C ToniepeyHbIM cedeHuem 0,7 x 2 MM? 1 OTITHYECKUM npoxojaom 0.2 mm st Y O-
BUANMOTO KOHTpoJIs. (B) Cxema Y ®-BuauMoi MpOTOUYHOMN STUEHKHU, BCTPOSHHOH B
NepaaMyTpPOBBIM cMecuTeNb. BricOTa OKHa J1J1s1 PONyCKaHUs cBeTa cocTaBisgeT 850 MKM, a
ontuueckuit mytb — 200 Mxm. (C) @otorpadus MDY ¢ ycTaHOBIEHHBIMU ONITUYECKUMHU

BOJIOKHAMH BHYTPH MOPTOB 1—8

B xauectBe ocHoBHOrO (hapmakodopHoro ¢dparmeHTa ajis CHHTE3a HOBBIX §,13-
JM3aMelIeHHbIX OepOepruHOB ObLIO BBIOpAaHO HUTPOOEH30(ypazaHUIbHOE KoJibllo. Ha
pucyHke 4.3 npejcTaBieHa cxema, KOTopasl TOKa3bIBaeT JBa dTara PEeakiyuu JJIs MOTyICHUS
npoayKToB 4a—11a, BKIIOUAOMIMX HYKICOPUIHHOE TMPUCOSAUHEHUE arleToPeHoHa ¢
oOpa3oBaHHEM NPOMEKYTOUHBIX coeauHeHui 4—11 1 nocnenyrouiee 3IEKTPOPUIbHOE
3aMmenieHre  Bojgopoma B mojoxkeHuun C-13  dapmakogopHBIM  (parMeHTOM ¢

oOpazoBanuem 4a—11a. [lepBas (asa peaknuu NpPoBOAUIIACH TIO paHee pa3pabOTaHHOU
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MeToauke Oe3 M3MEeHeHHi, a BTopas (a3a mporecca ObUTa KIIFOUYEBBIM STariOM 3TOTO
uccienoBanus [72]. CTOUT OTMETUTh, UYTO JO HAIIETO MCCIEAOBAHMS ISl MOAUPUKALIUN
OepOeprHa HCHOJIb30BAIMCh TOJBKO &-allETOHWIIbHbIC, §-aJKWUJIbHBICE W §-aJUIMIIbHbBIC
nuruapooepoepunsl (pucyHok 4.1). Mcnons3oBaHue GpeHaInIoB MOBBIMIAET CTAOUILHOCTD
¥ BO3MOYKHOCTb BBIJICJICHHS KaK aKTHBUPOBAHHBIX MPOMEKYTOUHBIX coequHeHni 4—11, Tak

U 1EeNEBBIX TPOAYKTOB 4a—11a (pucyHok 4.3).
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Pucynok 4.3 — O6m1ast cxema cuHTe3a NMPOn3BOHBIX 4a—11a

Jlis cuHTe3a B KOJIOE B3BEIIEHHOE KOJMYECTBO BOCCTAHOBIECHHOW (HOpMBbI
oepbepuna (DHB) (1 mmonp) pactBopwiu B 15 Mn aumetwindopmamuga (JAMP) npu
nepemenmBanuu. K atomy pactBopy no6asmmu 1 Mmons Tpudstuiamuna (TDA). OtaensHO
1 mmoub xsmoponutpodenzodypazana (NBF-Cl) pactsopunu B 15 mut oxnaxnéanoro JIM®D
U MEIJIEHHO A00aBWJIM K PacTBOPY aKTUBHUpOBaHHOU (opmbl Oepbepuna (DHB) npu
IOCTOSIHHOM [1€PEMEIMBAHNN. PEaKIIMOHHYIO0 CMECh NIEPEMEIINBAIA B TEMHOTE B TEUECHUE
2 yacoB. 3areM cMech BbUIMBAIM B 250 MJ OXJaXIEHHON NUCTUIUIMPOBAHHON BOABI (IIpH
n00aBJICHUH PACTBOPA B BOJIY IPOUCXOIUT 3HAUNTENbHBIN HarpeB 70 S0 °C). [TomydyeHHbIN
ocaJok (punmpTpoBanM Yepe3 BOpoHKY broxHepa, mpoMbIBasid 2 MOPHUSAMH OXJIaXIEHHOU

BOJbI, a 3areM 2 mopiusmu Topsueid Boabl (90 °C). Cyxoil OCTaTOK MOJBEpPTriIu
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xpomarorpapuu (R = 0.7) Ha SiO, ¢ UCTIOIB30BaAHUEM B KAUECTBE HJIIOCHTA CMECH OEH301a

u TerpaxyopatuieHa (1 : 1). OuuieHHbId TPOIYyKT 3aTEM MEPEKPUCTAIIINZ0BAIA U3 CMECH
TETPaxJIOPITUIIEHA U OKTaHa (B cooTHoleHud 1 : 2). Beixoa nmpoaykToB coctaBui oT 38%
1o 72%.
MukpohIIouIHBIN CHHTE3 OCYIIECTBISIETCS Iy TEM IMPUTOTOBIICHUS TPEX PACTBOPOB
B LITMPHUIIAX CIEAYIOIUM 00pa3oM:
o [mpwui Ne 1: pactBop, conepkamuii 1 MMonp 8-3amerieHHOro TUrHIpoOdepOeprHa
(DHB) B 10 M IM®.
o [lImpurr Ne 2: pactBop, coaepxkaniuii 1 Mmos 4-xiop-7-autpoden3odypaszana (NBF-
Cl) B 10 ma IM®.
e [Impun Ne 3: pactBop, conepxkammii 1 Mmmoss TOA B 10 M IMO.
MukpodrouiHasi yCTaHOBKAa COCTOUT U3 pearl-mukcepa (0T aHTI. pear] — xKeMmuy-
KUHA, OyKB. KEMYYXHBI MHKcep) (C KBaapaTHBEIM cedeHueM Kanama 0.45 x 0.45 M’ wu
JUaMETPOM KPYTIBIX npensaTcTBuil 0.6 MM) ¢ 3 mopTaMu /1Jisi BBEJICHUS PEareHTOB U JIMHUEH
3a/IepKKHU (2-MeTpoBasi KOMMEPUECKU JIOCTyIHas TpyOka u3 nonudeHmwieHTepedranara ¢
ceuerueM 0.79 mMm?). MuUKpo(IIOMIHEIA peakTop padoTan P KOMHATHOM TEMIEpaType
24 °C. Kax bl U3 peareHTOB MOAABAJICS CO CKOPOCTHIO 1 MKJI B CEKYH/Y, B PE3YJIBTATE YETO
oOmee Bpemsi NpeObIBaHUS PEAKIMOHHOM CMECH B PEaKTOpe COCTaBisio 11 MUHYT.
MaccoBblii BBIXOZ NPOAYKTa PEaKUUHM COCTaBisul mpumepHo 20-24 mr ¢! (6e3 yuéra
puMeceii, B 3aBUCUMOCTH OT MOJIEKYJSPHOM MacChl CHUHTE3MPOBAHHOTO MPOIYKTA).
[TonydeHHBI PacTBOP AOMOJHUTEIBHO BBIAEPKUBAJICA B 3aKPBITOM COCYJE€ B TEUCHUE
20 MUHYT HEMOCPEICTBEHHO NEPE OUNUCTKOI.
JInst BbIZICICHUST 1IEJIEBBIX MPOJIYKTOB PEAKIIMOHHYIO CMECh BBUIMBAIOT B 250 mu
OXJIAKIEHHON TUCTWIITMPOBAHHON BOBIL. [loydeHHbIi 0caok GUIBTPYIOT Yepe3 BOPOHKY
broxHepa, mpOMBIBAIOT ABYMsI TOPLUMSAMH OXJIAXKIEHHOW BOJBI U ABYMS IMOPLUAMHU TOpSTUEN

BoJIbI (80 °C), kaxknast nopuus coctaisieT SO mit. Cyxoil 0CTaTOK NEPEKPUCTAIIIN30BBIBAIOT
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U3 CMECHU TEeTPaxXJOpATWIEHAa W OKTaHa (B cooTHoweHuu 1 :2). BbIxog mNpoaykToB
cocTtaBiisieT oT 69% 110 92%.

HavanbsHble cTaguu peakiuy perucTpupoBaInCh B moptax 1-8 (pucyHok 4.2), a qiid
0oJee ITUTENBHONU PeaklUy MOCie YUIla yCTAHABIMBAIACH IMHUSA 3a1ePKKU JUIMHOHU oT 0.5
70 2 METpPOB. DTa JIMHMS 33JI€P>KKU MMO3BOJISJIA YBEIUYATh BpeMs peakuuu 10 10 MUHYT
nepea  3amucbio  crektpa.  McmonwszoBanue Y D-BUAMMONW  CHEKTPOCKOMHH  OBLIO
MPEANOYTUTENbHBIM H3-32 PE3KOTO WM3MEHEHHUS IIBETa PEAKIMOHHOW CMECH B TEUCHHUE
MEPBBIX CEKYHJ Mocie cMmemmBanus. Kak nokazaHo Ha pucyHke 4.4 (a), caMu peareHTbl

MOYTH Npo3padHbl B quana3zoHe 550—850 HM.

In situ Y®-sugmumas
. 1.2 CneKTpocKonus a

Wnpuy 1
peareHT 1 (0.1 M)

Wnpwuy 3
peareHT 3 (0.1 M)

Wnpwuy, 2
peareHT 2 (0.1 M)

[Tornomenue, a.e.

400 450 500 550 600 650 700 750 800 400 450 500 550 600 650 700 750 800
JIyIHa BOJIHBI, HM JlnvHa BOJIHBI, HM
Pucynok 4.4 — Y ®-BuanMblil MOHUTOPUHT MPOLECCA CUHTE3a TPOU3BOIHOTO Sa.
(a) CrieKTpbl YUCTHIX PACTBOPOB PEAareHTOB U MpoAykTa S5a. (6) MI3MeHeHus onTuueckoro
MOIJIOIIEHUS BO BpEMsI CUHTE3a, u3MepeHHble B MDY ¢ pa3inuHbIMU BpEMEHHBIMU

3aJICP)KKAMHU ITOCJIIC MOMCHTA CMCHIMBAHUS PCArCHTOB

[TorTOMy ONTMMaNbHON XapaKTEPUCTUKOW AJii OOHAPYKEHUSI MPOIYKTa SIBISIETCS
noryomenue npu 720 HM. 3amenieHHbIH OepOepuH 00JaJaeT BHICOKOW ONTHYECKOU
IJIOTHOCTBIO, YTO MOTPEOOBANIO0 MCTIOIB30BAHUSI KOPOTKOM JJIMHBI ONTUYECKOTO MyTH JJIs
n3Mepenuii. OnTumanbHas muprHa kaHaita 200 MkM Obliia BBIOpaHa B TOYKE PErUCTpaIin

CrieKTpa B KaHaje ¢ 3D-medarbio, 4TO MO3BOJIMJIO PETUCTPUPOBATH CUTHAIBI KaK OT
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pEeareHToB, TaK U OT MPOAYKTOB JUIA psIa UCCIEAYEMBIX COCIMHEHUH B JUana30He 3HaYCHUH
ontuueckoi miorHoctu A =0,5...1,5.

HccnenoBaHusi KHHETHKM PEAKUUHM MPOBOAMIIMCH Il TPEX AU3aMENIEHHBIX
O0epOepuHOB: 4a, Sa u 10a, OCKOJIBKY 3TH CTPYKTYpbl COJEpKaT Kak OHOpHBIE, TaK U
aKIENTOpPHbIE 3aMECTUTENM B P-TOJOKEHUH alneTWIPeHOHOBOoro 3amectutens. [lms
KaXXIO0T0 COCOUHEHHsI OBbLI TMOMy4YeH psii CHEKTpoB U3 mopToB 1-8 (pucyHok 4.2) u
YAAIEHHOTO IopTa 9 mocne JMHUMA 3aaepkkd. Ilepen KaXkabpIM HOBBIM CHHTE30M YHII
OouMIaNIy, a s4edku Y DP-BUIUMOCTH MPOMBIBAIM YUCTBIM pactBopoM JIM®D (B 50 pa3
IOpEeBBIIIAIOIIMM O00BEM uYHMMa), YTOOBl YyNAIUTh CIEAbl NPOAYKTa M PEarcHTOB C
IIOBEPXHOCTH KaHajla. BpeMsi peakuuu OLEHMBAIM IO M3BECTHOM CKOPOCTH IOTOKA U
00BEMY KaNmWJUIIPOB MEXAYy HopTamMu. B kauecTBe BHEUIHEH JIMHUM 3aJ€pKKA IS
JOCTHXKEHUsT OoJiee INTEIbHOIO BPEMEHHM pPEaKLUU B PEKHUME MOTOKA HCIOJIb30Bajach
tesoHoBass TpyOka mmuuoit 0.5, 1.0, 1.5 u 2.0 M u BHyTpeHHHM auameTpoM 1.0 mm.
M3MeHeHne BpeMEHU PEAKIIMK JOCTUTAIOCHh 33 CYET U3MEHEHUS CKOPOCTH IOJa4H PEareHTa
B auanasone 0.5-5 mxn ¢!, Mcnonb3oBaHWe JIMHMA 3aJ€P)KKH BMECTO JalbHEHIIEro
CHIW)KEHMSI CKOPOCTH TIOTOKa OOECIeYMBajJO0 XOpollee MepeMElIMBaHue BHYTpU
KEMUYKHOr0 cMecHuTess. Takoil moaxo/1 MO3BOJMI HaM JOOUTHCS Mana3oHa BPEMEHHBIX
3anepxkek oT 0.5 no 600 c. Pe3ynbrarsl UCCIEIOBAHUSI KHHETUKH O0pa30BaHUs MPOIYKTa
MPEJICTABJICHBI HA pPUCYHKE 4.5.

HccnenoBaHre KHUHETUKH NTOKA3aJI0, YTO BpeMs JJOCTUKEHUS PABHOBECHUS B CUCTEME
npesbimiaeT 10 munyT. IlpucyTrcTBME NOHOPHOW Tpynmbl B apWIbHOM 3aMECTUTEIE
nuruapodepoepuna  (4) JODKHO  CIIOCOOCTBOBATH — MPEANOYTUTEILHOMY  IMPOIIECCY
NEKTpOGUILHOrO 3amenieHus B mojokeHuu C-13. Dta rumore3a IOATBEpXKICHA
HKCIIEPUMEHTAJIbHO, W camas BBbICOKass CKOPOCTh peakluu Habmoganach s
COeIMHEHNUA 5a, B TO Bpemsi Kak coeauHeHus 4a u 10a 1eMOHCTpUPOBAIIM aHAJIOTUYHBIE
3HAUEHUA  TOCTOSIHHOW  BpeMeHu. boiee  HuU3Kasg  CKOpPOCTb  peakuud B

npou3BOAHBIX 42 1 10a MOKeT OBITh OOBSICHEHA HAIWYUEM SJIEKTPOHOAKIENTOPHBIX
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dbparMeHToB B METWI()EHUIKETOHOBOM TpymIe, HO

HE0OXOOUMBI JAJILHENUIIINE UCCIICTOBAHU.
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Pucynok 4.5 — MI3MeHEeHNS ONTUYECKOM ITIOTHOCTH PEAKIHOHHBIX cMecer pu 720 HM

BO BpEM:A CHHTC3a IIPOU3BOJHBIX 4a, Samn 1021, IMOJIYUYCHHBIC IIPU PA3JIMYHBIX BPCMCHHBIX

3a/Iep’KKax C MOMEHTA CMEIINBaHus peareHToB B MOV, IlyHKTHpHBIMY JIMHUSAMUA

II0Ka3aHa IIOAIroHKa JaHHbIX C IIOMOIIBIO BKCHOHGHHHaHBHOﬁ (1)YHKI_[I/II/I

BUmay = y, + A-exp(—t/t). BpemeHnnas 3anepxka peryanpoBanach ¢

IMIOMOIIBIO HIITIPUICBBIX HACOCOB U AJIMHBI JIMHUHN 3aACPIKKU. Bo Bcex 9KCIICPUMCHTAaxX

yucio PeiitHonbaca nsmMeHssioch B quanazode Re = 0.07...0.35

Hanuune ocHOBaHUS B PEaKUMOHHOM Cpelie MIpaeT pelIalollyl0 pojb B CHUHTE3€

MPOU3BOJIHBIX OepOepuHa. Ilpenpiaymmpe wHccleIOBaHUS TIOKa3aldd, 4YTO J00aBJICHUE

OCHOBAaHH:A B PCAKIHUMOHHYIO CMCCH SBJIACTCA H€O6XOI[I/IMI>IM YCIOBHUCM JIA IMOBBINICHUA

BBIXOJ/Ia YHCTHIX COCIMHEHUN TPHU BBIACICHUU U Kpuctamuzanuu [69]. UToObl M3y4uTh

Brusinue TOA Ha mpoliecc peakiuu, ObUIO MPOBEIEHO CKPUHUHTOBOE HCCIICIOBAHUE, TTPU

KOTOPOM BapbUpOBaiach CKOPOCTh MOJAYM PEarecHTOB U TOA Ha BXOAE B CMECHUTEID.

OUKCUPOBATIOCHh BpeMsl pEakiuu TMpu (UKcaruu oOIeld CKOPOCTH MOTOKAa Ha YPOBHE

4 MKJI/C, 9TO TIPUBEIIO K CHIDKCHHIO CKOPOCTH ITOTOKa MPOM3BOAHOTO OepbepuHa (5a)

NBF-CI nipu 01HOBpEeMEHHOM yBETUYEHUN CKOPOCTH MoToka TOA. MHTEHCHBHOCTH MHUKa

npu 720 uM Obuta BbIOpaHa B Ka4eCTBE IIOKa3aTellsd BBIXOJA MPOAYyKTa Sa

(ananoruyHo pucyHky 4.5). Beuln paccMOTPEHBI TOJBKO KOPOTKHE MEPHUOJIbI PEaKIINH,
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KOTrJla JIMHEWHAsi 3aBUCUMOCTh KOHIIEHTpalUU MPOAYKTa 5Sa OT BPEMEHU COOTBETCTBYET
TOJILKO MIPSIMOMY MPOILIECCY.

Taxkum oOpa3zom B paboTe HCIOIB30BAHUE MHUKPOQIIOMIHBIX CHUCTEM ITO3BOJIUIIO
MOJYYUTh PAHEE HEIOCTYIHBIE MPOAYKTHI PEAKIUU M IMPOBOJAUTH OHJIAHH-MOHUTOPHHT
peakuuu. [lonydyeHHbIE XUHOH-UMUHOBBIE COEUHEHUSI UMEIHU SIPKYI0 OKPAacKy U CUJIbHOE
MOTJIONICHUE B BUIUMOMN 00OJIACTH CIIEKTPa, YTO MOTPEOOBAIO MCITOJIB30BAHUS KOPOTKOTO
ONTUYECKOTr0 MyTH JiuHOW (.2 MM, BCTPOCHHOTO HemnocpeacTBeHHO B M®DY. Peakuus
HAYMHAETCS Cpa3y MOCJIE KOHTAKTA PEAr€HTOB C JIMHEWHBIM YBEIIMYEHUEM KOHIIEHTPALMU
MPOJIYKTa B TCUCHUE NIEPBBIX CEKYHJ PEAKIIMU U BIIOCJIEACTBUHU CIEIYET SKCIOHCHIIUAIIBHOU
acuMnToTe. beuio oOHapykeHo, uTo noOaBiaeHue TOA, KoTopoe ObUIO HEOOXOAUMO TP
CHUHTE3€ B KOJIO€, HE OKa3bIBAJIO CYIIIECTBEHHOIO BIUSIHUS Ha CKOPOCTh PEAKIIMU U €r0 POJib
3aKJIIoYajiach B CTAaOWIIM3AIlMM TPOJYKTa peakIMd BO BpeMs OKCTpakiuh. Bpews,

HE00X0MMOE ISl OJTHOTO MPEBPALEHUSI PEareHTOB, COCTABIIUIO Nopsaaka 10 MUHYT.

4.2 In situ THATHOCTHUKA METO0M CIIEKTPOCKONUMN PEHTI€HOBCKOTI0 MOTJIOIEHUSI B

peKUMe HA MPOXO0KACHHE HAHOYACTHI NAJIAAUSA B MUKPOPIIOUAHBIX YCTPOMCTBAX

Mertoauka U3MEpEeHHs] CIEKTPOB PEHTIEHOBCKOTO MOTJIOUIEHUSI B PEXUME in Sifu
BHYTPU MUKPO(DIIOUAHBIX YCTPONCTB MPOWUIIOCTPUPOBaHA HA MPUMEpPE MOHUTOPUHIA
3apojpllico0pa3oBaHusl HaHouacTull namnagus w3 anerata Pd(Il). [Ipumenenue
JMArHOCTUKHU HEMOCPEJICTBEHHO uYepe3 MHUKPO(IIIOMIHBINA KaHAT MO3BOJIMIIO 3HAYUTEITHHO
YIYUYIIUTh KAaueCTBO JAHHBIX W OCYLIECTBISATH MOHUTOPUHI in Situ PaHHUX CTaJIui
dbopmupoBanus HaHo4yacTull namuiaausa. Bpemennas somorus ¢pakuuit PA(II) u Pd(0)
OTCJIC)KMBAJIACh HA OCHOBE PErHMCTpallMU CIIEKTPOB B CEMH IMOCIEIO0BATEIbHBIX KaHAIAX U
KOJIMYECTBEHHBIN aHaIu3 MPOBOJWJICA C IOMOIIBI MeToJa JIMHEHHOW KOMOWHAIUU
penepHbIX crekTpoB ¢osbru Pd u anerara manmmaaus.

AHanu3 TPOLECCOB BHYTPU MHKPOYHUIIA B pPEAIBHOM BPEMEHU IO3BOJISET

ONTUMM3UPOBATh MapaMeTphbl Mpolecca OBICTPIM M 3KOHOMUYHBIM crocobom [73].
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Hampumep, MOXHO JOCTUYBL KeJdaemMoro pasmepa, (OpMbl M COCTaBa KOJUIOUHBIX
HAHOYACTHUIl, BAPbUPYS TapaMmeTpbl CUHTE3a. AHATUTUYECKHE METOJbl HCCIIEIOBAHMS,
MIPUMEHSIEMBIE J1JIsI OHJIAWH-MOHUTOPUHTA MPOIECCOB BHYTPU WIIM HEMOCPEICTBEHHO MOCIIE
MUKpOYHIIA, BapbUPYIOTCS OT JabOpaTOpHBIX (OnTHYecKas MHUKpockomnus, Y D-pumumas
criekTpockonus [74], PamaHoBckas criekTpockonus [75], 10 peain3yeMbIX Ha yCTaHOBKAaX
Mera-knacca (SAXS [76], nudpaxius peatrenoBckux iayueit (JIPJI) [77], peatrenoBckast
abcopOumonnast cnekrpockonus (XAS)) [78]. Bbibop Meroma 3aBUCHUT OT THUIIA
uccleyeMbIx matepuanoB. Hampumep, misg 30JI0ThIX HAHOYACTHII, JIEMOHCTPUPYIOIIHUX
XapaKTEepPHBIN TJIa3MOHHBIN pe3oHaHC, Y D-BuAMMAas CHEKTPOCKOMMS SIBJISIETCS MOIIHBIM
MHCTPYMEHTOM, B TO BpeMs Kak ISl MaUIaJIM€BbIX HAHOYACTUI] OHA CTAHOBUTCA MEHEE
nHPOpMATUBHOM,  Jejas  HUCIOJb30BAaHUE  PEHTTEHOBCKMX  METOJOB  OoJiee
MPEANOYTHTEIBHBIM.

EcTb HEeCKOJIbKO MPUMEPOB MCMOJIb30BAHUSI MUKPODIIOMIHBIX CUCTEM, CBSI3aHHBIX
c XAS, kotopele OBbUIM HampaBJ€Hbl Ha WCCIEAOBAaHUE BPEMEHHOW HSBOJIIOIUU
KaTAIUTUYECKUX CHUCTEM IOCPEICTBOM U3MEPEHUN C MPOCTPAHCTBEHHBIM PA3PEIICHUEM.
['pynna ['proHBasibATa OTCHEXHUBajda OOpa3oBaHUWE 30JO0THIX HAHOYACTHI[ IyTEM
MOCTETICHHOTO YMEHBIIICHUS O€JI0M IMHUHU B CIIEKTPax PEHTIC€HOBCKOTO moriomenus Au Ls-
Kpasi CTPYKTYpbl CHEKTpa TMOTJIOMICHUS] PEHTIEHOBCKOTO H3JIy4YeHUs] B OO0JacTu Kpas
noryionieHus (XANES), uto ykaseiBaeT Ha mporiecc BoccTtaHoBiieHus [79]. M3menenue
CTENICHU OKHCIEHUsI >Keje3a Bo Bpems peakuuu xjopuma xene3a (II) ¢ NaOH
orciexnBanoch ¢ nomoupto Fe K-kpasgs XANES na cuaxporpone SOLEIL. Pannue sranst
dbopmupoBanus HaHokpucTaioB CdSe otcnexuBanuch ¢ momombio Se K-kpas [80].
I'pynna u3 Uncturyra Ilaymna Hleppepa u LlIBennapckol BbICIIEN TEXHUYECKOM IIKOJIbI
[{roprxa n3yuasna ocaxJeHne KapOOHaTa KajablUs B MUKPOQIIIOMAHONW CUCTEME Ha OCHOBE
Kareiab ¢ MOMOUIBI0 CIIEKTPOCKONUHU PEHTIEHOBCKOTO morjomieHus 3a K-kpaem Kaiblus
[81]. M3-3a MabIX pa3MepOB KanuuIsipa YUIIOB KAY€CTBO CIIEKTPOB MAJA€T C YMEHbBIIICHUEM

OIITUYCCKOI'0 IIyTHU PCHTICHOBCKOI'O JIyda 4C€pE3 06pa3eu, 4YTO BBIHYKIAJIO0 HCIIOJb30BAaTh
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pexuM QuyopecueHlu (B OTIMYHE OT peXUMa MPOMYCKAHHUs) B NMPUBEJICHHBIX BHIIIE
npumepax. [loaToMy NpuXoauTCss TPaTUTh 3HAYUTEITBLHOE BPEMs ISl MOTYYEHUS! JAHHBIX
TOHKOM CTPYKTYpbl PEHTT€HOBCKMX crnekTpoB mnorjomenus (EXAFS) nocratounoro
KauecTBa WU OrpaHUYMUBATh aHAIU3 aHHbIX 00s1acThio XANES. IIpenmyiiiecTBO BEICOKHX
DHEPruil PEHTI€HOBCKOIO0 M3JIy4YeHUs, Takux Kak 3a K-kpaem mamnmaausi, 3aKirodaercs B
OombIIe THOKOCTH B TPOCKTUPOBAHWM SUECK MJII U3MEPEHUU in situ n3-3a OOJBIION
rJIyOMHBI TIPOHUKHOBEHHUSI PEHTIC€HOBCKUX (POTOHOB. B wacTHOCTH, Mg TakuX SHEPruii
OBLIN MIPEJJIOKEHBI SUYEUKU ISl BRICOKUX JaBJICHUM U Temneparyp [82].

B Hacroseli pabote Obuta pazpaboTaHa cHCTEMa Ha OCHOBE YHMIa C KaHAJIaMu
MUJUTMMETPOBOTO pa3Mepa JUIsl CUHTe3a HaHoYacThll najutaaus. KitoueBoit 0cOOEHHOCTHIO
CUCTEMBI SIBJISIETCSI COOpP BBICOKOKAYECTBEHHBIX JAaHHBIX XAS B reoMeTpUH MpPOIyCKaHUs
IyTEM BBIPAaBHUBAHUS MUKPOKAaHAJIOB C PEHTICHOBCKMM IIyYKOM. ¥YCTpPOMCTBO OBLIO
YCHEIIHO MCHBITAHO MyTeM MOHUTOpWHra BocctaHoBieHus anerata Pd(I) mo Pd(0), c
oOpa3oBaHHEM HEOOJBIINX HAHOKIACTEPOB NaJlIaIus.

Yun 6611 pa3paboran ¢ ucnoiabzopanueM Fusion 360 (Autodesk, Mill Valley, CA,
USA) ¢ o6uieit BHemHe# anuuoit 112 mm, rmyounoit 100 MM 1 BBICOTOM 5.5 MM 1 cocTOSI
U3 JIBYX 30H (pUCYHOK 4.6): cMeIIUBaHUs U PEaKIMH, IBYX BX00B (A u B) 1 oHOTO BBIXO/1a
(©).

OO6mmit 00beM 30HBI cMemuBanus cocTaBisul 0.75 My, 30Ha peaklMH COCTOsAA U3
10 npsaMbIX KanuusipoB (Ha3biBaeMbIX kKaHaiaoMm Ne 1, kananom Ne 2 u 1. 11.) AnnHOM 80 MM
¥ TIONEPEYHBIM ceuenureM 1.5 x 1.5 mm?. [ yMEHbIIEHHs OTIOMIEHUS PEHTTEHOBCKOTO
IyyKa CTEHKaMU C BHEIIHUX CTOPOH CTEHOK B HAIIPAaBJICHWU KaHAJIOB OBLIM CJEJIaHBbI
HEOOJIbIITNE UINHAPUYECKUE YITyOseHus (pucyHok 4.6 (a)). it KoHTpOoIIsl TeMIepaTyphl
JIBa CUJIMKOHOBBIX HAarpeBatTessl ObLIM MPUKPEIUICHBI K 30HE PEaKlUy C BEPXHEU U HIDKHEH
CTOPOH M NOKpHITH Termmousoysiuen 3M (3 M, Cent-Ilon, Munnecora, CIIIA).
Pa3paboTanHblii uyun ObUT SKCHOPTUPOBAH B CTAHAAPTHBIA LUGPOBOW Qailn s3bIka

teccensiuuu (.stl). Irot ¢aiin 6su1 umnoptuposad B Ultimaker Cura 4.13.1 (Ultimaker B.V.,
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VYrpext, Hunepnanasr). ®aiin .stl 6b1 Hape3an Ha (daitnel popmara gecode s meuyatu
MeToI0M mocioliHoro HariasieHus: (FDM) ¢ BeicoToit cimost 100 MKM ¥ IIMPUHON JIMHUHU
cTeHkHd 350 MKM. 30HBI CMEIIMBAHMSI U PEAKIMH ObLITN HaleyaTaHbl Kak equHoe 1enoe. 3D-
npunTep Ultimaker, paGoTaroiuii Ha TeXHOJIOTUH MTOCIONHOTO 3rotoBiaeHust Huteu (FFF),

UCIOJIB30BAJICA 3D-neuyatu

TUTSL MHUKPO(IIOUTHOTO  YCTPOHCTBA C HHUTHIO U3

nomdTunerepedramara  (II3TD) (REC3D, Mocksa,

Poccus). Orta HUTH Obula

HKCTPYIHUPOBAHA YEpe3 COIUI0 U3 HepkaBeromed cranmu guamerpom 400 MM Ha

CTEKJISTHHYIO TIedaTHyI0 Tuiardgopmy, Harperyio go 60 °C. IlapameTrpsl mpowm3BOACTBA

npuBeeHbI B Ta0uIe 4.1.

AB a 6

12345678910 fC I,

D )
) )
) )
) )
) )

PucyHnok 4.6 — (a) Bug cBepxy Ha MUKpOUHTII U (0) H30MeTpUYeCKas MPOEKITUs C
HaIlpaBJeHUEM IMyuyka B kaHaie No 2 (KpacHas cTpenka), OOHapyKEHHbIM
MOHU3AIMOHHBIMU KamepaMmu 10 (1) v nocie (1) yuna, a Takke HanpaBJICHUEM JIBHXKCHUS

YHIa BO BpeMsl U3MEpEeHUs (CUHUE CTPEIIKU)

Tabauua 4.1 — Hactpoiiku, ucnosibzyemsele it 3D-nedatn MOY

BbBICOTA HH/IpI/IHa TeMnepaTypa HII/IpI/IHa JIMHUN KOJINYECCTBO BerHI/Ie IINIOTHOCTH
Cl0s4, 3KCTPY3UH, MKM neuvatu, °C 3aII0JTHCHUS, BHEIIHUX (UHUIIH | 3aM0JHEHUS,
MKM MKM CTEHOK MOJIEJIM | BbI€ CJIOU %

100 350 245 420 5 4 50
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B kauectBe npexkypcopa namiaaus ucnonb3zoBaiics amnerat PA(I1) (Sigma Aldrich).
20 mr anerata Pd pactBopsuiin B 10 mn tomyona (LenReactive) u 3arpykanu B oIMH U3
mmpuneB (kanan A). Pactop 132 mkn tpustunamuna (LenReactive) no6asmsn k 10 M
TOJIyOJIa M 3arpykajiu Bo BTOpoi mimpul (kaHan B). 3arem peareHThl J03upoBalid BO
BXOAHBIE oTBepcTUsi A u B uuna. [logkmoyenrue ocymecTBIsIocs yepe3 Tpyoku [1TDD,
COCIMHEHHBIE C YWUIOM C TOMOIIBI0 (UTHHTOB BBICOKOI(P(HEKTUBHON KUAKOCTHOM
xpomatorpaduu u coequnenuit Luer-lock co mmpunamu. CkopocTy IoToKa Jj1sl KaHaIoB A
u B Obutn ycTaHoBieHsl Ha 3 ¥ | MJI/94 COOTBETCTBEHHO. PeakimoHHY0 30HY 4YuIa
npenapurenbHo HarpeBanu 10 50 °C u nojuepKuBainy NpU 3TOW TEMIEpPAType BO BpeMs
IIPOLIETyPbl CUHTE3A.

JlaHHBIE CIIEKTPOCKONUHU peHTreHoBcKoro nornomenus Pd K-kpas coOupanucs Ha
CTaHIUU CcTpykTypHOro marepuanosenenus (CTM) cunxporponHoro uctounumka HUILL
«KypuaToBckuii uHctutyT» (MoOckBa, Poccus). DHeprusi wu3iiydeHUs BbIOMpasiach ¢
MOMOILbI0 MOHOXpoMaTopa ¢ KaHaioM Si(220), paGoTaromero B IMONIAarOBOM PEKHUME.
Monoxpomatop ObUT HACTPOEH JJIsl YMEHBILECHUS BKJIa/la BBICIIMX rapMOHUK. OLIEHOUHBIHI
notok (GoroHoB cocrasnsn 107 ¢poronos/c/mm?. CreKTpbl COOMPaNIUCh B IMANA30HE
24.1-25.2 3B (kg ~ 15 A™") ¢ marom 10 3B B ob6nactu npeakpas u 1 5B B obnactu
XANES. B o6nactiu EXAFS 6511 BeIOpaH nocTosHHBIN 1mar B k-mpoctpanctse 0.05 A~
Bpewmsi uzmepenust oHOro criektpa cocrtaBiisuio okosio 10 mun. O6pazen anerara Pd(II)
U3MEpSUICST OJTHOBPEMEHHO C HCCIeAyeMbiM 0Opa3loM C HCIOJIb30BAaHUEM TpEThel
MOHU3aLMOHHON KaMmephl i kanuopoBku 3Hepruu. @omnsra Pd(0) usmepsiiach B kauecTse
STaloHHOro obpasua. Ilpoduns myuka O6bul  npubmusuTensHo  0.7x0.7  mMm2,
KOHTPOJIMPOBAJICS PEHTIEHOBCKOM Kamepoil. JlnMHHBIE KaHadbl MHUKpOYHUIIA ObLIU
OpPUEHTUPOBaHbI MAPAUIETbHO MYYKY U BBIPOBHEHBI TaK, YTOOBI MYyYOK MOI MPOXOJIUTH
yepe3 LEHTPAJbHYI0 4YacTh MUKpPOKaHaja, HE 3a7eBas ero Kpae. Pacuer mosiHOrO
MOTJIOIICHUS U OLIEHKA CKayKa BBITTOJIHSUIUCH C UCIIOJIb30BaHUEM TaOIUIl XEHKE JUIsl ITTUHBI

3aTyXaHHs TOTJIONIEHUsI PEHTT€HOBCKUX Jyueld. B wactHocTu, 80 M ToJlyosa mpuUBEIU K
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obmemy mornomeHuo 0.66. IloriomeHne kKak TEpeIHEH, Tak W 3agHEd CTCHKaMU
coctasisgeT npudausutenbHo 0.02, a anerat PA(Il) momken Obu1 HMETH O0IIIee TOTIIOIICHUE
0.5 c xpaeBbiM ckaukoM (.42, 9TO coriacyercs ¢ SKCIEPUMEHTAIBHO HAOJFOIaeMbIM.
MoTopHr30BaHHBIN CTOJI 00pa3Iia yIpaBiIsiICs JUCTAHIIMOHHO I HCCIISIOBaHUs 00pasia B
pasIMYHBIX MHKpOKaHaJaxX BO BpeMs cuHTe3a. Bce manHbie XAS o0pabaThiBamnch U
aHAJIM3UPOBAIMCH B MpOrpaMMHOM oOecrieueHnn Demeter [83].

M®Y Obul0 YCTAaHOBJIIGHO Ha aBTOMATHU3MPOBAHHOM CTOJIMKE oOOpasia ¢
MUKpOKaHAJIaMH, OPUEHTUPOBAHHBIMHY MMAPAJUICTLHO PEHTICHOBCKOMY ITyYKY KaK IMOKa3aHO

Ha pucyHke 4.7.

- PEHTrEHOBCKMIA Ny4OK
b e~ AN |

ABuraTtesib
b
FOPU30HTAa/IbHOIo
NONOXKeHnA

Pucynok 4.7 — ®ororpadusi MUKpOUHUIIa, yCTAHOBIIEHHOTO HA aBTOMaTU3UPOBAHHOM

cToJIMKe 00pa3iia Ha muHuu myyka CTM

IIponyckaHnue pEeHTTE€HOBCKUX JIydyeld O BCEH JUIMHE MUKPOKaHala I03BOJIMUIIO
ONTUMU3UPOBATH CKAYOK Kpasi B crekTpax XAS 3a cueT yBeJIMYEHHUs] ONTUYECKOrO MyTH.
OnTtuMu3MpoBaHHasd JIMHA MHUKPOKAHAJIOB IMO3BOJIMJIA TMOJYYUTh BBICOKOKAYECTBEHHBIC

nanubie B o0nacTsax XANES u EXAFS (pucynok 4.8).
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Pucynok 4.8 — Opomonus nanasix XANES (a) u FT-EXAFS (6), coOpaHHBIX in sifu B
pPa3HBIX KaHajIaX MUKpPOYHIA (CIUIONIHbBIE TUHUU, OT KOPUYHEBOTO JI0 3€JICHOTO).
[TyHKTUpHBIE KPACHBIE U 3€JICHbIC TUHUHA COOTBETCTBYIOT 3TAJJOHHOMY alleTaTy Majuians
(I1) m mannaaueBot ¢oasre coorBeTcTBeHHO. CniekTp FT-EXAFS donwsru Pd B wactu (b)

MaCIHTaGI/IpOBaH Ha 0.5 JJIAA Har JIIATHOCTH

JlaHHbIE COOMPAIUCH B CEMH TOCIEIOBATEIbHBIX KaHalaX, KaXJbId U3 KOTOPBIX
MIPEICTABIISIT OTIPEACIICHHYIO CTAAMIO B ITporiecce (popMUpoOBaHKS HAHOYACTHI] TTayuTaaus. B
nanueiXx XANES (pucynok 4.8 (a)) nabmogancs yerkuit nepexon ot Pd(II) x Pd(0), uto
YKa3bIBaJIO0 Ha BOCCTAHOBJIEHUE MPEKypcopa arerara nauaaus. B To e Bpems ganusie FT-
EXAFS nokazanu yBenuuenue Bkiaaa Pd-Pd (cBetno-3enenas o6nacts Ha pucyHke 4.8 (0)),
YTO CBHJETEIHCTBOBAIO O ToM, uTo IieHTpol Pd(0), oOpa3oBaHHBIE B MUKpPOUHIIE,
MIPEICTABJICHBl UMEHHO HAHOYACTHIIAMHM Tayutaaus. M3-3a HEOOJMBIIOro pa3Mepa YacTHII
uHTeHcuBHOCTh Bkiana Pd-Pd B manneix FT-EXAFS (koTopas mpomopiimoHaibHa
CpeIHEMY KOOPAWHAIIMOHHOMY YHCIy) 3HAYHWTEIIbHO HI)KE 110 CpPaBHEHUIO C
METaJUTMYECKUM TaJIaHuEM.

[Togronka MeTOMOM JMHEWHONW KOMOWHAIIMM KOMIIOHEHT HCIOJIb30BANIACh IS

KoJimuecTBeHHOM onieHku kosmmuectBa PA(0) u PA(Il) B kaxxmom kanane (pucyHok 4.9 (a)).
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Homep kanana Bpewmst yaepxauus (MUH)

Pucynok 4.9 — (a) OBomornus ¢ppakuuu Pd(0) (depHbie KBaipaThl) MO MEPBBIM CEMU
KaHaJlaM MUKPOYMIIA, TOJyYEHHAas IyTEM MOJTOHKH IKCIIEPUMEHTATbHBIX JAHHBIX
XANES no pedepentasiM criekTpam anerara namuianus (1) u nannagueBoit dhonbru.
3eieHas MyHKTHPHAs JUHUS COOTBETCTBYET AKCIIOHEHIUAILHOM MOATOHKE TaHHbIX.
(b) U3meHeHus B ckauke Kpasi B JAaHHBIX XAS, KOTOpbIE IPOMOPLIHOHATIBHBI 00IIEH

KOHLOCHTpPALWH ITaJIIaINA B KaHaJIC

B ceapMoMm kanane konueHTparus Pd(0) Omuska x 3HaueHuto HachbiieHus 0.56,
MOJIyYeHHOMY IIyTeM MNoJAroHku KoumeHTparuii Pd(0) skcrmoHeHmuanbHON (QyHKIHMEH
(3eneHast myHKTUpHAs JTMHUSA Ha pUcyHKE 4.9 (a)). OqHako pakTHIeCKOe KOJIMUECTBO YaCTHI]
Pd(0), monmyuyeHHOE TakKMM METOJOM, MOXET ObITh 3HAYUTEIHHO 3aHUKEHO, MOCKOJIBKY
OXXHMIaeTCs, YTO (haKTUUECKOE COCTOSHHE MaJIbIX HAHOYACTHI[ Majiaaus OyJeT HWMETh
CUJIBHBIM BKJIaJl OT B3aUMOJICUCTBUSI TOBEPXHOCTHBIX aTOMOB C pPacTBOPUTENIEM U
MTOKPBIBAIOIIUM ar¢HTOM M MOKET OTJIMYAThCS OT MaliagueBor (OJbIH, HCIIOIb3YEeMON B
KadeCcTBE ATAJIOHA JIJI aHAJIM3a METOJIOM JIMHEWHBIX KoMOMHanuii. [IpumMeuarensHo, 49ToO,
HECMOTps. Ha pa3Hully B ¢Gopme CIEeKTpa, MOJOKEHUE Kpas IMOIJIOMEHUs, KOTOpOe
yKa3bIBaeT Ha CTEICHb OKHCIICHHS, OUYCHb OJIM3KO K IMOJOKCHHUIO MaJIaTueBOM (POJIBIH.
Takke  uWcciaeAoBajloCh  U3MEHEHHE  aOCOJMIOTHOTO  3HAYEHMS  CKayka  Kpas,
MPOTIOPIIMOHAJIBHOTO OOIIEH KOHIEHTpAllUK MajIaaus B KaxXaoM KaHaie. HaGmromamoch
yMeHbIIIeHue npuMepHo Ha 32% oT mepBoro K ceapmMomy KaHaiy (pucyHok 4.9 (0)), 4To
OBLIO CBSI3aHO C OCAXJCHUEM YacTHUIl Ha CTEHKaX MHUKpokaHaioB. Kouuentpamus Pd,

paccunuTaHHas Ha OCHOBE CKaukKa Kpasi, yMeHbIlIaercs ¢ 7.5 10 5.5 MKMosb/MIl. YUuThIBas
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00BbeM YUK U CKOPOCTh MOTOKA, ObLIO TAK)KE pACCUYMTAHO BpeMs peakinu (0ch adcuuce

Ha pucynke 4.7 (0)). KonuuectBennsiii ananuz EXAFS (pucynok 4.10 u tabnuima 4.2)

JIOTIONIHUTENBHO TOATBEPANN oOpaszoBaHue cBsizeii Pd—Pd 2.75 + 0.02 A, xak B

METAJTTHYECKON MaJljIaIueBoOu (oJibre.

KBy (k) A2
(=}

2 4

T
6

T
8

BOJIHOBOE umnciio (A™)

12 14

(R (A7)

(@®)| (A7)

= Fr
Toa Az E
T T T T I T T T T T T 3

0 1 2 3 4
I_ - "' P&-O| Pd-Pd

AN
o] VIV

2 3 -+
R(A)

Pucynok 4.10 — DxcriepuMeHTaIbHBIE (CIUIONTHOM YepHBIN) U TOJ00paHHbIE

(mynxTupHbiit KpacHblil) nanusie EXAFS B k-nipoctpaHncTBe (a, B), U BETUYUHBI 1 MHUMBIE

yacTu B R-nipoctpanctse (0, r) nis kanasnoB Ne 1 (a, 0) u Ne 7 (B, r). Cepblii hoH

ITIOKAa3bIBacT O6J'IaCTI/I, HCKIIIOUYCHHBIC U3 ITIOATI'OHKH

Ta6auua 4.2 — MexxaroMmuble paccTosHus (R), koopauHauroHHble yncna (N), mapaMmerpsl

Je6as-Yomnepa (02), cABUT HyIeBOii SHEpIruH (4E,) U OTHOCHUTENIbHBIE N0 () Ul BKIana

Pd-O u Pd-Pd, nonyuennsie u3 ananuza EXAFS nnsa nannasix, coOpanHbIx Ha kaHaie No 7

ITapa R, A N c? AE, a
Pd-O 2.01 +£0.01 42 0.001 £ 0.001 29+0.8 0.41 £0.04
Pd-Pd 2.75£0.02 3.6+£0.5 0.006 = 0.001 -3.0+0.8 0.59°

% PUKCUPOBAHHEIHN, © PUKCHUPOBAHHBIN K 1-Clpara
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B 1o xe Bpems cunbhblid curdan Pd—X (X=C, N, O) npucyTcTByeT Ha pacCTOSHHUU
2.01 +£0.01 A. J{ns1 u3BIIeUEHUA pa3Mepa YacTHUIl HA OCHOBE CPEIHUX KOOPAMHAIIMOHHBIX
yucen Pd—Pd, Obuta mpumenena ciemyromas monaens. KoopamHamumonnoe uucio Pd—X
(Pd—0O) 610 3adukcupoBaHo Ha 4, Kak B mpeKkypcope namnaausi, a Bkiaa Pd—O Obin
YMHOXeH Ha S& -4 - a, rae a — ocTaBmiascs 10js npekypcopa Pd, a S5 — xosdduuuenT
YMEHBIICHUSI aMIUMTY/bl, 3adukcupoBaHHbli Ha (.8, Kak ompeneneHo A ATaJIOHHOM
nannanauesoii Gponbru. Brnax Pd—Pd 61 ymHOMkeH Ha SE * Npg_pg - (1 — @), tie Npg_pg
— cpenHee KoopauHanroHHoe yucio. [lonyyenHoe Npy_pg = 3.6 COOTBETCTBYET pazMepy
yactuil 0.5 HM B NpeanonoKeHuu uaeanbHbix chepuueckux yactull ¢ I'LIK-ctpykTypoii (¢

NEPBBIM KOOPANHAIIMOHHBIM YUCIOM 000J0UKH 12):

Npg-pq = 12|1 — 222424 4~ (R”‘;"’d)g] (10)
rine Npy_pg — paccrosiHue repBoii o6omouku Pd—Pd, a D — cpenHuii pasmep 4acTwuil.
Opnako, ecid yacTUUbl MUMEOT AedeKTbl Miau OoTkiIoHsATCS oT ['TIK-pemerku, Takoe
onpenesieHne OyJeT 3aHKaTh PealbHbIN pa3Mep YacTHII.

[IpennoxeHHass METOIOIOTHS TTO3BOJIUIIA MTOIYYUTH in Situ TaHHbIE XAS BBICOKOTO
KauyecTBa JJIsl HU3KOKOHIIEHTPUPOBAHHON CHUCTEMBI BO BpeMsi (POpMHUPOBaHUSI HAHOYACTHIL
najuiaaus B pactBope. B wactHOoCTH, OBLI MTONTyYeH cKkadok Kpast moutu 0.5, 4TO BCero B JiBa
pasza HIKE ONTUMAJILHOTO, OOBIYHO MOJy4aeMOTro ISl ex Situ (TBEepAbIX) 00pasioB. DTO
TI03BOJIMJIO HAM MCIIONIb30BaTh AaHHble EXAFS no k ~ 12 A™! s cexTpos, coOpaHHBIX in
Situ, ¢ BpEMEHEM IoJy4deHHus: Bcero 10 MHH Ha CHUHXPOTPOHHOM HCTOYHUKE BTOPOIO
nokojieHus. KagecTBo curHana B K-poCTpaHCTBE MOXKHO JIETKO OIICHUTh U3 PUCYHKa
4.10 (a), yto mmeet pemarorniee 3HaueHue 111 anam3a EXAFS. Jlns cpaBHeHus, B IpyTrux
in situ sYeWKax aHAJIOTMYHOE KA4eCTBO JIAHHBIX OBLJIO JOCTUTHYTO JUIsl TOpasmo Oolee
BBICOKOKOHIIEHTPUPOBAHHBIX ~ CHUCTEM C  HUCIIOJIb30BaHUEM  3HAYUTEIBHO  Oojee
MIPOJIBUHYTOTO CHHXPOTPOHHOTO UCTOYHHKA (M IPUMEPHO HA 5 MOPSIAKOB 00Jiee BHICOKOTO

NOTOKa (POTOHOB).
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Crnenyert Takke OTMETUTb, YTO MeKaToMHoe pacctosHue Pd-Pd, momydyenHoe nis
c(OpPMHPOBAHHBIX MAJUIAIUEBBIX KJIACTEPOB, AHAJIOTMYHO TAKOBOMY Jii OOBEMHOMN
najutagueBoi Gobru. XOTs COKpAIEHNEe PACCTOSHUN METAII-METAIT MOKHO OXKHUIATh IS
naJiaAuEeBbIX HAHOYACTULIL, 3TOT PE3YJIbTAT COTJIACYETCS C MPEIBIAYIIUMH UCCIICTOBAHUSIMU
HaHeceHHbIX 4YacTull Pd ¢ pasmepamu ot 1 mo 10 HM Ha pa3nuUUHBIX HOcUTENIX [84].
Y nnunenue paccrosinuii Pd-Pd moxer ObiTh BbI3BaHO mpucytctBueM atomMoB H wmm C,
JIETKO 00pa3yronuX ruapuasl namiaaus [85] u kapOuasl [86] U pacHIUPSIOMINX PEIICTKY.
AHanornyHoe oOBsICHEHHE ObUIO TpejcTaBieHO YanumHOW M ee KoJuleramu, KOTOphIE
MPULUIA K BBIBOAY, 4TO aToMbl H nnu C MOTyT BO3HUKATh B PE3yJIbTaTE KaTaJTUTUYECKOTO
Pa3JIOKEHUS] OPraHUYECKUX COCIUHEHUN, IPUCYTCTBYIOIMX BO BpeMsl cUHTe3a [87].

B 10 ke BpeMst 001mmii 00beM 00pasia, HCHOJIb30BAHHOTO BO BPEMS IKCIIEPUMEHTA,
COCTaBJISUI OKOJIO HECKOJIbKMX MMJUIMIMTPOB, a o0Illee KOJU4ecTBO Ipekypcopa Pd,
M3pPACXO0JIOBAHHOTO 32 BECh 3KCIEPUMEHT, COCTaBUIO MeHee 20 Mr (Ij1si CpaBHEHHS, 3TO
JlaXKe MEHbIIIE, YeM TpeOyeTcs A TPaHyJIbl pa3MepoM 13 MM J1J1sl CTaHIapTHOTO U3MEPEHHUS
ex situ XAS amnerara Pd(Il)). Cnenyer Takke OTMETUTb, YTO OJjlarojiapsi HU3KOW IIEHE U
pa3BUTOM TexHOJoruu 3D mnedyaTh Takue MUKPOUYMIBI MOXKHO JIETKO HACTPOUTh U
ONTUMH3UPOBATh IJISl JIFOOOW KOHKPETHOM >KHUJIKOW CHUCTEMBI B 3aBUCHMOCTU OT OOIIIETO
MOTJIOIIEHUS CAMOTO PAaCTBOPUTENIS, KOHUEHTpAaMK MeTauia u T. 1. Kpome Toro, ciemyer
OTMETHUTb, YTO TaKasi N€OMETPHsl BBITOJIHA MO CPABHEHUIO C MEPHEHAMKYJSIPHON MNpHU
u3MepeHnn XAS B pexume (QIyopecUeHIMH, UYTO TaKXe OOYCJIOBJIEHO TEM, YTO B
MOCJIETHEM CJIy4ae PEHTTEHOBCKHM JTyd MOKET BBI3BIBaTh JIOMOJIHUTEIBHBIE MPOIECCHI
(manpumep,  (OTOBOCCTAHOBIIGHHE,  3apOJbINICOOpa3OBaHHE W PaJAHAIMIOHHOE
MOBPEXIeHNE) Ha MHTEep(deiice YU/ KUAKOCTh, KOTOPhIe BHECYT 3HAUMTEIHHBIN BKJIAJa B
cobupaemsiii curnanl PAC, Torna kak B MpeJICTaBICHHON T€OMETPUH, JTaXKe €CIIU ITO TaK,
€ro BKJIAJl B OOIMIA CTIEKTP, YCPEIHEHHBIN TI0 BCEMY KaHaly, He3HauuTeaeH. Hakoner, ToT
dakt, yTo pocT kiactepoB Pd HaOmromaercs mo BceM ceMHM KaHajlaMm, a CHIDKCHHE

KOHIIeHTpaluu Pd He3HauuTeNnbHO, HAaUMHAs yKE€ CO BTOpOro kaHaia (pucynka 4.8 (0)),
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MO3BOJISIET MPEANOI0KUTh, YTO HAOJI0JaeMas SBOJIIOLMS HE 3aTpoHyTa (M0 KpaitHel mepe,
3HAYMTENBHO) d(PdeKTaMu MOBPEKICHUS ITyUKa.

DNEeMEHTHI C KpassMH NOTJIOIIEHHUS B dKECTKOM PEHTI€HOBCKOM JUANa30HE, TAKHE KaK
Pd, sBnsroTcsi, 04€BUIHO, BHITOAHBIMU CUCTEMAMU JIJISl TAKUX HKCIIEPUMEHTOB, MOCKOJIBKY
MOTJIOIIEHUE OPraHUYECKUM PACTBOPUTENIEM IPU 3TUX SHEPrusix ouyeHb Huszkoe. [ K-
KpaeB 3d-MeTanoB M BHICTYNOB Sd-METaIOB ONTUMU3AIMS JUIMHBI MUKpOKaHasa Oyner
CUJIBHO OTpaHUYEHa IMOIJIOLICHHEM pacTBopuTela. J(axke Uil BBICOKMX SHEPrUil CIIETyeT
TaK)Ke YUUTHIBATh U TIIATEIBHO BEIOMpATh pacTBoputenb. Hanmpumep, IMCO na K-kpae Pd
IIOTJIOIIAET MPUMEPHO B 6 pa3 CWIbHEE, 4YeM BOJa, U npuMepHO B 20 pa3 cuiibHEe, 4eM
TOJyoJd. JlomonHuTenbHAas CHUHXpOHU3aLMsA cOOpa pPEHTICHOBCKHX JaHHBIX B PEXKUME
MPOITYCKAHMS, B OTIMYKE OT (PIIyOPECLEHIINH, T/I€ ’TO MEHEE BaKHO, CO CKOPOCTHIO MOTOKA
JIOJKHA OBITH CZIeNIaHa B ClTydae UCIOJIb30BaHUSI CETMEHTUPOBAHHOTO MOTOKA.

Haxkonen, cnenyer otmeTuts, 4to Xopoiiee kadecTBo criektpa EXAFS nocturaercs
3a CUET BPEMEHHOT0 pa3pelieHms], KOTOPOe CHIYKAETCA U3-3a YCPEHEHUS CUTHAJA 10 JUTMHE
kaHazna. C OgHON CTOPOHBI, 3Ta MpodIeMa MOKET ObITh pEelIeHa TyTEM YBEIMYEHUS IOTOKA
pEareHToB WM YMEHBIIEHUS TONIUHBI MUKpOKaHanoB. Hanpumep, yMeHbllIeHHE AUaMeTpa
KaHaja Huxke | MM, Kak B OOJIBIIMHCTBE COBPEMEHHBIX MUKPOQIIIOMIHBIX YCTPOUCTB, BCE
emie OyAeT AJO0CTaTOUYHBIM Uil u3MepeHus: XAS Ha COBPEMEHHBIX CHHXPOTPOHHBIX ITyUYKax,
OINTHKA KOTOPBIX MOKET 00ecrieunBaTh (DOKYCHPOBKY My4Ka BIUIOTH A0 auarna3ona 100 MxM.
OpHako ciemyeT y4uThIBaTh, UTO KAK CKOPOCTh MOTOKA, TAK W F€OMETPHs KaHaja MOTYT
BJIUSITh HA PEAKLINIO, U3MEHsS cXxeMy cMmerunBanusa. C Ipyroil CTOpoHbl, TOTOK (POTOHOB Ha
OonpIMHCTBE coBpeMeHHBIX KaHaioB EXAFS Ha 3-5 nopsiikoB BhIIIe, 4eM UCTIOJIb3YEMbIT
B TeKylled paboTe, YTO MO3BOJMT IOJYy4aTh BHICOKOKAUYECTBEHHBIE NAHHBIE W3 TOpasJio
0oJyiee KOPOTKUX KaHAJIOB, YyJydlllas BPEMEHHOE pa3pelieHue (Hampumep, YMEHbLICHUE

JUIMHBI KaHasa 10 10 MM Bce paBHO AacT pa3yMHBIN ckadok Kpast okojo 0.05).
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I'nasa S. Mukpo@rouaHbIii CHHTE3 B KaleJbHOM peKuMe MUKPO- M HAHOYACTHI

Kap0oHaTa KAJbUHUSA H KOHTPOJIb MPOAYKTOB PeaKkuu

MukpodaouiHble TEXHOJOTHH OTKPBHIBAIOT HOBBIE BO3MOXKHOCTH [IJISl CHHTE3a
MUKpO- W HaHouyacTull kapoOoHata kaiabius (CaCOs) ¢ KOHTPOJUPYEMBIMU pa3MEpaMH,
MIOPUCTOCTHIO ¥ PYHKITMOHAIBEHBIMU CBOMcTBamU [88, 89]. B manHO# paboTe npecTaBIeHbI
pe3yabTaThl KaneabHOro MukpodtongHoro cunre3a yactul CaCOs u ux ruOpuansx Gopm
c cepeopom (CaCOs@Ag), mpenHa3HAYCHHBIX JJII IPUMEHEHHUS B JIOCTABKE JIEKAPCTB U
aHTuOaKTepuanbHoi Tepanuu. Mcnonas3oBanue 3D-nedaTHbIX MUKPOQIIIOUIHBIX YCTPOHUCTB
MO3BOJINJIO JOOUTHCS BBICOKOM OJJHOPOJITHOCTH YAaCTHII, YMEHBILIEHUS UX CPEIHETO pa3Mepa
10 100 am (g CaCOs) u 650 uMm (g CaCOs(@Ag), a TakKe YBETUYEHUSI IOPUCTOCTH, UTO
nonreepxkaeHo metogamu SAXS u POM. Iloka3aHo, 4TO 4acTUllbl, CHHTE3UPOBAaHHbBIC B
MUKPOQIIIOUTHOM YuIle, 00J1aJat0T MOBBIIICHHOW 3arpy304HOi criocoOHocThIO (16 Mac.%
st CaCOs u 11 mac.% mis CaCOs(@Ag) mo CpaBHEHHIO C TPAAUIIMOHHBIMU METOJIAMH.
['ubpuansie yactuipl CaCOs3@Ag NEMOHCTPUPYIOT BBIPAKEHHYIO aHTHOAKTEPUATBLHYIO
aKTUBHOCTb IPOTUB Escherichia coli, narnbupys poct 6akrepuil npu KoHeHTpauuu 12—15
yacTUI] Ha KIeTKy. [lomydeHHble pe3yJabTaThl MOAYEPKUBAIOT MEPCHEKTUBHOCTD
MUKPOQIIIOUTHOTO TOAX0a ISl CO3AaHMUS BBICOKOA((EKTUBHBIX HOCHUTEJICH JICKApCTB H
TEPAHOCTUYECKHUX CHUCTEM C 3aJJaHHBIMU CBOMCTBAMH.

CoBpemeHHass ¢apmakojorusi U OMOMENULMHA CTOST Tepel] CIOXKHOW 3amaueit
pa3paboTku 3G(PEKTUBHBIX CHUCTEM JOCTaBKH JIEKAPCTBEHHBIX CPEJACTB, CIIOCOOHBIX
o0ecreynTh KOHTPOJIMPYEMOE BBICBOOOXKICHNE AaKTUBHBIX BEIIECTB, MHHHMAaJIbHbIC
nobouyHsie A¢p(HEeKTh W HampaBlIeHHOE JeHCTBHE Ha marojorumdyeckue ouaru [90, 91].
OcoOpIif UHTEpEC B 3TOM KOHTEKCTE MPEACTABISIOT MUKpPO- U HAHOYACTHIIBI KapOoHaTa
kanpiust (CaCOs), koTopble Onarogapsi CBOEH YHUKAJIbHOM CTPYKType U CBOMCTBaM
OTKPBIBAIOT HOBBIE BO3MOXHOCTH IS CO3JJaHUSI MHHOBAIIMOHHBIX JIEKAPCTBEHHBIX (HOpM.

KapOonar kanbllusi IpHUBJIEKAa€T BHUMAHUE HcCCleAoBaTeleld Onarogaps psay KIHOYEBBIX
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MPEUMYILECTB: UCKIIIOUUTENbHON OMOCOBMECTUMOCTH, BBICOKOM MOPUCTOCTH, CHOCOOHOCTH
K OMojIerpaaliuy U NpocToTe (PyHKIIMOHAIU3AIMY TOBEPXHOCTH [92]. DTH XapaKTepUCTUKH
JIENAl0T €ro NaealbHbIM KaHIUJATOM JUIsl pa3pa0O0TKU CUCTEM JOCTABKHU IIUPOKOTO CIIEKTpa
TEpaneBTUYECKUX areHTOB — OT HU3KOMOJIEKYJISIPHBIX JICKAPCTBEHHBIX BEIIECTB 0 OEIKOB
Y HYKJICMHOBBIX KHCJIOT.

Onnako TpaguuuoOHHBIE MeTOJ bl cuHTe3a yacTul] CaCOs, Takhe Kak OCaXJICHUE B
o0BbeMHOHN (a3e WM MEXaHMYECKOE M3MENIbUYEHUE, UMEIOT CYLIECTBEHHbIE OIPaHUYCHUS.
OcHOBHBIE IPOOJIEMBI BKIIIOYAIOT MIKPOKOE PACHpPEEICHUE YaCTHI] IO pa3MepaM, HUZKYIO
BOCIPOU3BOJAUMOCTh IPOLIECCa, TPYAHOCTH KOHTPOJS MOP(OJIOrMM U OrpaHUYEHHBIE
BO3MOXKHOCTH MaciitabupoBanus. Kpome Toro, mpu KiIacCHUECKHX IMOJXOJaX CIIO0KHO
JNOOUTBCSI TOYHOTO YMPABICHUSI MOPUCTON CTPYKTYpPOW YACTHUIL, YTO HEMOCPEICTBEHHO
BIIUSICT HA MX 3arpy304YHYI0 CIIOCOOHOCTh M KHHETUKY BBICBOOOXKIICHUS JIEKAPCTB. DTH
OTpaHUYEHMS] CTHUMYJIUPYIOT IOMCK HOBBIX, 0OJie€ COBEpPILIECHHBIX METOJOB CHHTE3a,
MO3BOJISIOLIMX MOTYYaTh YACTHUIIBI C 3a/IaHHBIMU XapaKTEPUCTUKAMU.

B nocnennee necsatunetTue MUKpOQIIIOUIHBIE TEXHOJIOTUU COBEPLIMIIA HACTOSIILYIO
PEBOJIIOLMIO B 00JIACTU CHUHTE3a (PYHKIMOHAJIBHBIX MHKPO- W HaHoMmaTepuayioB [93].
[IpuHIMNIUATBPHOE OTJIMYKME MHUKPOQIIOMIHOTO TMOAXOJa 3aKII0YaeTCs B TMPOBEICHUU
XUMHUYECKUX PEAKIIMIA B CTPOTO KOHTPOJIMPYEMBIX YCIOBUSAX MUKPOKAHAIIOB, TJI€ KIIFOUEBBIC
napameTpbl mpouecca (CKOpOCTh MOTOKA, BpPEMsi CMEUIMBaHUA, TEMIIepaTypa) MOTYT
PETryJIMpOBaThCSl C BBICOKOW TOYHOCTHIO. KamenbHbld MHUKPO(IIOMIHBIA CHUHTE3, B
YaCTHOCTH, TO3BOJISIET CO3/aBaTh MJAEATBHO OJHOPOAHBIE MUKPOKAIUIA, KOTOpBIE
BBITIOJIHAIOT POJIb MUHUATIOPHBIX peakTopoB. Takasi opranu3saius mnpoiecca o0ecrneuynBaeT
PSJl YHUKAJIBHBIX TPEUMYIIECTB:

1. Ilpeyusuonnwiii konmpoav pazmepos yacmuy. OrpaHUYEHHBIN 00BEM MUKPOKAIIEIb
MO3BOJIIET TOYHO PEryJUpOBaTh KOJUYECTBO PEAreHTOB, YYAaCTBYIOIIMX B
0o0pa30BaHUM KaXJIOH YacTHIIbl, YTO OOECIEUMBAET Y3KOE pacClpeiesIieHUe 10

pasmepam;
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2. Vnpasnenue mopgonocueii u cmpykmypot. Bapuamus napameTpoB MUKPODIIOUIHOMU
CUCTEMBI (F€OMETPHs KaHAJIOB, CKOPOCTh MTOTOKOB, COCTaB (ha3) AaeT BO3ZMOXKHOCTh
KOHTPOJUPOBaTh (HOpMY YACTHI] U HMX BHYTPEHHIOIO apXUTEKTypy, BKIIOUYas
HOPUCTOCTh U paclpeieleHue op 1o pa3Mepam;

3. Bwicokas socnpouzgooumocms. CTaHIApTU3UPOBAHHBIE YCIOBUS B MUKPODIIOUIHBIX
yunax  oOECNeYyMBalOT  MHHMMAJIbHBIE  OTKJIOHEHHMS ~ MEXIy  HapTUAMHU
CUHTE3UPOBAaHHBIX YaCTUIL;

4. Bosmooicnocmu macuimadbuposanus. lapannenuzanusi MUKpOQIIOUAHBIX CHUCTEM
MIO3BOJISIET YBEJIMYMBATH POU3BOAUTEIBHOCTD O€3 MOTEPHU KOHTPOJIS HaJl KAYECTBOM
YACTHLL;

5. Uumeepayusa ¢ memooamu ananrusza. Mukpodmonnnbie miatGopmMbl MOTYT OBITh
OCHAILIEHbI CUCTEMAaMM i1 Sify MOHUTOPHMHIA, YTO 3HAYUTEJIBHO YCKOPSET MPOLECC
ONTUMM3ALUN CUHTE3A.

OcoOyr0 LEHHOCTh MHUKPO(IIIOMJHBIE TEXHOJOTUU MPEICTABISAIOT ISl CHUHTE3a
CIIO)KHBIX THOPUAHBIX cHcTeM, Takux Kak uyacTuubl CaCOs ¢ MeTaIM4ecKUMU
HaHOYacTULIAMH. B yacTHOCTH, KOMOMHAIIMS KapOOHaTa KaJblKs C HAHOYACTULIAMU cepedpa
(CaCOs@Ag) oObeauHsIeT MpeuMyIecTBa 000MX KOMIIOHCHTOB: BBICOKYIO 3arpy30UYHYIO
cnocooHocth CaCOs U BbIpaXEHHBIE aHTHOAKTEpHalbHBIE CBOWCTBA cepebpa. Takue
rUOpUIHBIE CHUCTEMBI TEPCIEKTUBHBI NJIsi CO3JaHUsl NpPErnapaToB JABOMHOIO JEHCTBUA,
COYETAIOIIMUX JOCTaBKY JIEKAPCTB U AHTUMUKPOOHYIO TEpaIuIo.

BaxxneliuM acnekToM pa3paboTKu MUKPO]IIIOUIHBIX METOJOB CHUHTE3a SIBISETCS
KOMIUIEKCHasl XapaKTepUCTUKA IIOJy4YyaeMbIX YacTull. B 3TOM OTHOLIEHHMH METO/IbI
paccesHus wu3nydeHus, Takue Kak SAXS wu JIPC, npeaocTaBiIOT YHHUKAJIbHYIO
uHpoOpMaIMI0O O CTPYKType M cBoiicTBax uactull. SAXS TMO03BOJSET HUCCIEAOBATH
HAaHOPA3MEPHYIO OPraHM3aLMI0 MaTepuasa, BKIOYas pacipeleieHue nop no pasMepam U
UX MPOCTPAHCTBEHHOE PACIOJIOKEHHUE, B TO BpeMs KaK JMHAMHUYECKOE paccesHUe CBETa

(APC) naer TouHble JaHHBIE O TUAPOAMHAMUYECKUX PA3MEPAX YACTHUIL U UX arperaiioHHON
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crabunbHocTu. Coueranwe 3Tux MeTooB ¢ POM oOecrieunBaer BCECTOPOHHIOIO
XapaKTEPUCTUKY CUHTE3UPOBAHHBIX MaTEPUAIIOB.

B mnpencraBieHHoil paboTe AETaNIbHO HCCIEIYIOTCS BO3MOXKHOCTU KareabHOTO
MUKPO(DITIOUTHOTO CUHTE3a JAJIs MOTy4eHUs: MUKpO- U HaHouacTull CaCOs v X THOPUIHBIX
dbopm ¢ cepedpom. Ocoboe BHUMaHWE YICISACTCS B3aWMMOCBSI3W MEXIYy MapaMeTpaMu
MUKPO(DITIOUTHON CUCTEMBI (T€OMETPHSI YHITa, CKOPOCTH TOTOKOB, COCTaB PEarceHTOB) U
CBOMCTBAMHU MOJIy4aeMbIX 4YacTull (pa3Mep, MOPUCTOCTb, KPUCTATUIMYECKAsT CTPYKTYpa).
OKCIIEpUMEHTAIbHBIE  PE3YJbTAaThl JIEMOHCTPUPYIOT 3HAYUTEIbHBIE MPEUMYIIECTBA
MUKPO(DIIOUIHOTO TOAXO0/Ja IO CPaBHEHUIO C TPATUIIMOHHBIMU METOJaMU CHHTE3a,
BKJIFOYasi BOBMOKHOCTh TOUHOTO KOHTPOJIS pa3MepoB vacTull B auarnazone ot 100 go 1000
HM, CO3/IaHH€ 33JJTaHHOU MOPUCTOMN CTPYKTYPHI U BBICOKYIO BOCITPOM3BOIMMOCTh Mpoliecca.

OtnenbHbIA  pa3fen paboThl TOCBAMIEH HUCCIENOBAHUIO  (PYHKIHMOHATBHBIX
XapaKTePUCTUK CUHTE3UPOBAHHBIX YaCTHUIl, B YACTHOCTU MX 3arpy304HOM CIIOCOOHOCTH IO
OTHOILICHUIO K MOJICJIbHBIM JIEKAPCTBEHHBIM BEILIECTBAM M aHTHOAKTEPUATbHON aKTUBHOCTH
rubpuaHbix cucteM CaCOs@Ag. [lonydeHHble pe3yabTaThl UMEIOT BaXXHOE 3HAUCHUE JJIS
pa3paOOTKN HOBBIX TOKOJEHUW CHUCTEM JIOCTaBKHU JIEKapCTB, COUETAIOUIUX BBICOKYIO
3¢ (HEKTUBHOCTH, KOHTPOJIUPYEMOE BBICBOOOXKICHUE U JIOTIOTHUTEIIbHBIE TeParieBTUYECKUE
GyHKLIHH.

[lepcriekTuBBl pa3BUTHS MHUKPOQIIOUIHBIX TEXHOJOTHM B 00JacTH CHHTE3a
(GyHKIIMOHATBHBIX ~ MaTepUajoB CBA3aHBl C JajbHEWINEH MUHMATIOpH3AlMed U
aBTOMaTHU3alMEN MPOILIECCOB, Pa3padOTKON «yMHBIX» YUIIOB C OOPAaTHOM CBSI3bIO, a TAKKE
WHTErpaluei ¢ METOJaMH MAITUHHOTO O0YYEHUS JIJIsi ONTUMHU3AIMH TTapaMeTPOB CUHTE3A.
[IpencraBnenHple B JaHHOW pabOTe pe3yibTaThl BHOCST CYIIECTBEHHBIM BKIJIAJ B ITO
HaIpaBJICHUE HCCIACAOBAHUM, IEMOHCTPUPYS OTPOMHBIM TMOTEHIHAT MHUKPOQIIOUIHBIX
MOAXOJ0B JUIsl CO3JJaHMsI HHHOBAIIMOHHBIX MAaTEPUATIOB MEIUIIMHCKOTO Ha3HAYEHUS.

Xmopua kanbitusg (CaCly), kapoonar Hatpus (NaCOs;), kacTopoBoe Macio,

ATUJICHTJIMKOJb, ObUMM ChIBOpOTOUYHBIM ansOymun (BCA, 66 x/la), Hurpatr cepebpa
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(AgNO3), Tterpamerwipoaamun (TPUTL), WIIC, rekcan, 3TaHOJ, MHUHUMAaJIbHas
nutatenbHas cpena ynsoekko (DMEM), Obrubsi ceiBopotka (FBS), anamap cunumii u
kanplienH-AM Obutn mpuoOpetensl B Sigma Aldrich (Cent-Jlyuc, Muccypu, CIHIA).
MunumaneHas nutatenbHas cpeaa (MEM), neHUIWIUIMH, CTPENTOMHIIMH, TPUIICUH U
TPUNAHOBBIM cuHUU, a Takxke 5% pactBop TMOK03bl (C¢H20¢) ObLTM mMpHOOpETEHBI B
Thermo Fisher Scientific (Yontem, Maccauycerc, CIIIA). B »skcnepumenTax
UCIIOJIb30Balach JEHMOHMU3UPOBAHHAS BOJA C YIEIbHBIM COINPOTHUBJICHHEM BbIlie 18.2
MOM-cM ™!, nonrydeHHas ¢ MOMOILBIO TPEXCTYIIEHYaTo cucTeMbl 0uncTKU Milli-Q Plus 185.

Tononorus M®VY 6b11a pa3paboTaHa ¢ MOMOLIBIO CUCTEMbI aBTOMAaTU3UPOBAHHOTO
npoektupoBanust Fusion 360 (Autodesk, Can-®pannucko, Kamudopuus, CIIA).
KoncTpykius ¢ Tpemst BxojgaMmu (pucyHoK 5.1) Oblia BeIOpaHa Jisi popMHUpOBaHUS Karelb
B KacTOpoBOM Maciie (BxoJ 1) u3 cmecu nByX peareHToB (Bxoabl 2—3). [lonepeuHoe ceuenue
kaHasa coctaBiasuio 200 Mkm x 200 MKM mepesl OTBEPCTHEM il (POKYCHUPOBKH MOTOKA U
400 mxm x 200 MkM B 30He peakuuu. g KoHTposnst (GopMbl KM pa3Mepa Karelb

HCII0JIB30BaJ1aCh KaMCpa AJIA XPpaHCHUA KallCJIb.
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Pucynok 5.1 — Tonosoruss M@V Ha 0CHOBE Karenb:
1 — BXxox Jutst TpaHCTIOPTHOM (ha3wl, 2 — peareHt 1, 3 — peareHT 2, 4 — 30Ha peakiuu,

5 — kamepa XpaHEeHHs Kareib, 6 — BBIXOJI, 7 — OOIIUil BUT
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M®VY Ob10 HameyataHo ¢ TOMOIIbI0 TexHosoruu DLP, peanu3oBaHHOW B
COOTBETCTBUHM C OINHUCaHWEM B TyaBe 2. [ m3yueHus cUHTe3a KapOoHAaTa KaJbIUs B

OTJICIbHBIX KaIIAX ObLIN MPOBEJCHBI IKCIEpUMEHTHI ¢ MDY (pucyHok 5.2).

v vwvovtuovuevuoe
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Pucynok 5.2 — Muxpodotorpadus maockoctu MOV Bo Bpemst 00pa3oBaHus Karelb
pactBopa CaCl,/Na,CO; B kacTopoBoM Macie (cieBa) ¢ nobasieHuem 0.1 M AgNOs u
n30nITouHOTO KoommuectBa NH4OH, ¢ mocneayroniei mpomMbIBKOM B 5% pacTBOpPE TITFOKO3bI

(C6H1 206) (cnpaBa)

Jlnig kpucTamuin3auuy kapOoHaTa Kaylblidsg HEOOJIbLINE KOJIUYECTBA HIKBUMOJISIPHBIX
1 M pacTBOpOB XJlopua Kaiblivs U KapOoHaTa HATpUS MOIaBAUCh Yepe3 JBa Bxoga MOY
co ckopocteio motoka 0.3 wmm/u. PacTtBopel cojeidl cMemmMBaNIMCh B ABYX
HKCIEPUMEHTAIBHBIX pexHuMax: (1) MHAMBUAYAJIbHOE HCIOJIb30BAaHUE B BHUJAE YHCTHIX
pacTBOpoOB U (i1) COBMECTHOE HcIonb30Banue ¢ 100aBaeHHBIM 0.1 M AgNO; 1 n30bITOYHBIM
komuectBoM NH,OH. Karnim ¢popMupoBamuch ¢ moMouipto CUCTeMbI (POKYCHPOBKH MOTOKA
BOJIbI KaCTOPOBBIM MaclloM CO CKOpOCThbio moToka 0.5 mi/4. 3arem chopMUpOBaHHbBIE
yactuipl coBMectHO ¢ Ag(NH3),OH o6pabateiBanuce 5% pacTBOpOM TIIIIOKO3bI C
oZIHOBpeMeHHbIM HarpeBoM Bcero MDY no 40 °C. [IpoaykTsl peakinuu coOupaiud Ha
BbIx0j1e MDY, ObICTpO MepEeHOCHIIN B MPOOUPKY DnmneHaopda o0beMoM 2 MII U IOIBEprajiv
HECKOJIbKMM IUKJIaM IMPOMBIBKM B rekcaHe W 3taHojie. Cyxue MOpOILIKHA YacTHUl] ObLIH

IMMOJIYYCHBI ITOCJIC IIPOMBIBKH B 3TAHOJIC U CYIIKH HAa BO3JyXC.
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Kpome Toro, ObuH mpoBeIeHbl KOHTPOIbHBIE SKCIIEPUMEHTBI, B KOTOPBIX KapOOHAT
KaJIbLIUs ocaxkaaics B o0beMHOM (aze. KonTpoabubiil odpazen CaCO; 6611 chopmupoBan
C WCIIOJB30BAHMEM METO/Aa, MOAPOOHO m3ydeHHOro B [94]. Jlns sToro ObLI MpUMEHEH
MOAU(PUIIMPOBAHHBIA TTPOTOKOJ, TOJIPA3yMEBAIOIINI CUHTE3 Cc(hepuyecKruX MUKPOUYACTHUIL
CaCOj; c mopucroit ctpykrypoii. A umenno, 0.5 mi 0.5 M pactBopa CaCl, u 0.5 M1 0.5 M
pactBopa Na,CO; BBOIMIIM B BSI3KYIO cpeAy (MHOTOAQTOMHBIN CIIUPT), COAEpKallyro 4 M
ATUJICHTJIMKOJIS], TOMEIICHHYIO B JIA0OPAaTOPHBINA CTEKISTHHBIN cocy1 00beMoM 25 mil. 3aTeM
CMECh MEpPEMEIIMBAIM C MOMOIIBIO CTAHAAPTHOIO MArHUTHOrO SIKOps JUIMHOW 1 cM Ha
MarHMTHOM Memanke co ckopocTbio BpamieHus 500 o6/mun. Ilocnme 2-yacoBoro
NepeMEIINBaHUs MMOJTYUYEHHYIO CYCIEH3HIO Pa3Jesuid HEeHTPpUPYTUpOBaAaHUEM U JBAXKIIbI
MIPOMBIBAJIM BOJOUW U CITUPTOM.

B kadectBe KoHTposibHOTO oOpasua cuHTesupoBaan CaCOsc MNOMONIBIO
TPAAUIIMOHHBIX METOJIOB, HCIOJB3YEeMBbIX BO MHOTMX HCClenoBaHUsAX. [lnsg »Toro
chepuueckue mMukpodactuibl CaCO; ¢ MOPUCTON CTPYKTYpPOUM ObUIM CHHTE3MPOBAHBI 10
MeToauKe, paszpaboranHoi BomoakuubiM u np. [85]. Bxpatme, pactBop 0.5 M CaCl,
(0.5 M) u pactBop 0.5 M Na,COs (0.5 mut) Obut 100aBIICHBI B BA3KYIO CPElY, COCTOSIITYIO
U3 4 MJI STWICHIJIMKOJIA, B JIA0OPATOPHBIA CTakaH 0O0BEMOM 25 MIJI U TEpeMEIlaHbl C
MOMOIIbIO CTAHJAPTHOW MAarHUTHOM Memanku JiuuHou 1 cMm. [lepememmBanmue 3toil cMecu
OCYUIECTBIISIOCH cOo cKopocThio 500 o0opoToB B MuHYTY. IlepemernniBanue npekpaTtuian
yepe3 2 yaca, 4ToObl JaTh YacTUIIaM OcecTh. [1omyueHHyI0 CyCIIeH3HI0 3aTeM Pa3IeiiIn C
MTOMOIIIBIO LIEHTPU(PYTUPOBAHUS U JBYX MPOMBIBOK BOJOM.

Jlns cuHTE3a MopenpHOro KoHbiorara pactBop TPUTIL[ (1 wmr) ocTtopokHO
pacTBopsuid B 5 mi1 aTanona. [lomydennsiii Takum odpazom pactBop TPUTII nobGaBnsmu
pactBopy BCA (20 mi, 4 mr/mi, kapOoHaTHO-OukapOoHatHblil Oydep, pH 8.5), u cmech
HenpepbIBHO TepeMeruBain B TeueHue 12 1 npu 4°C. 3atem pactBop TPUTII-BCA
MOABEPrajii Uain3y MPOTUB JACHOHU3UPOBAHHON BOJBI B TEUCHHUE YETHIPEX IHEH s

yIAJE€HHUsI OCTATOYHBIX areHToB. 3arpy3ka mukpodactull CaCOs oCyliecTBIsIach MyTEM
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3aMOPQKMBAHUS CYCIIEH3UM B MPHUCYTCTBUU IIEJEBOTO COECAMHEHUS IO METOJIUKE,
onucanHo# B [95]. s atoro k 10 mr gactury CaCO; qobasmsim 2 mi pactBopa TPUTL-
BCA, u cmech momemand B MHKPOUEHTPU(DYXKHYIO MPOOUPKY W HHKYOHMpOBaIu B
MOpPO3WJIBHOM Kamepe mnpu temmeparype —17°C B TedeHwe 2 4, IPU MEUICHHOM
NepeMENIMBAaHUU. 3aTeM o00pa3lbl pPa3MOPAKHUBAIM IPU KOMHATHOM TeMIiepaTrype,
TIIATETPHO  TMPOMBIBAJIM M BBICYIIMBaTM B cymmiabHoM  mkady.  Hukn
3aMOpPaKMBaHUs/pa3MOpaXUBaHUSI TOBTOPSUIM TPHU pasa. 3arpy3ka TakkKe MPOU3BOANIAC
METO/IOM COOCAXICHHSI; B ’TOM CIIy4Yae MHKAICYJMPOBAHHBIA MaTEpHUAl BBOJAMIICA BO BpEMS
CUHTE3a 4yacTHll KapOoHaTa KaJbLus. DTa TEXHHMKa 3arpy3ku Oblla peanu3oBaHa JHOO B
M®VY, mu6o B 00beMHOM (da3e.

AHTUMUKPOOHYIO0 akTuBHOCTh dYacTul CaCO3;@Ag B OTHOUIEHMHM IITaMMa
Escherichia coli orienuBanu ¢ ucnoiab30BaHrEeM MOIU(PUIIMIPOBAHHOTO METO/IA ONIPEICTICHUS
MUHUMAJIBHOM MHTHOUpYyromeil KoHleHTpauud. s oOecriedeHHs CTaTUCTHYECKOU
3HAUMMOCTH  3KcHepuMeHThl  moBTopsii  Tpwkabl.  Ilramm  Escherichia coli,
UCIIOJIb30BAaHHBI B HAIllEM MCCIEA0BaHUM, ObLT BbIpalleH u npenocrasieH HUUN
TpaBMarosioruv, oproneaun u Hedpoxupyprum (CapatoB, Poccus). B kaxaom
skcepumente 300 M1 CyCrieH3uid, COAEPKAIMNX MUKPOOPTaHU3MbI B KOHIIeHTpauu 3% 105
KJIETOK/MJI, CMEIIUBAJIA C CyCHEH3USIMU, UMEIOIIMMH Pa3Iu4HyI0 KOHLEHTpanuio: ot 1 a0
15 uccnenyembix yacTUll Ha OaKTEpHAIbHYIO KIIEeTKy. CMech HHKyOUpOBaiu B TeueHue 60
muH. [locrme mHKyOaIMm Kaxayro CBeTooOpaboTaHHyl cycneH3uio (oobemom 100 wur)
BBICEBAJIM HA MMOBEPXHOCTh MUTATEIBHON Cpeibl (arap), noayyeHHoi u3 20 Mi1 cTepuIbHOM
1,5% arapuzoBanHOi cpeabl, 3acteiBlield B 4vamkax llerpu. 3atem uamku Iletpu
nHKyOupoBayu ipu temrepatype 37°C B Teuenue 24 4 niist obecrieueHus: pocTa OTAeIbHBIX
OaKTepHaIbHBIX KOJOHMM Ha MOBEPXHOCTH TBEPJOUM cpenbl. MCXOHYI0 KOHIIEHTPAILIUIO
KJIIETOK B CYCHEH3UAX KOPPEKTHPOBAIM Il HMCKIIOUEHHUs HENpepbIBHOrO pocta. Jlis
OTPULIATEIBLHOTO KOHTPOJISL UCIOIb30BaIu 00pasiibl OaKTepuid, KyJbTUBUPOBAHHBIE B TE€X

K€ YCIIOBHUAX, oe3 )106aBJ'I€HI/ISI CYCIICH3MHU NCCIICAYCEMbBIX YaCTHII. B xauectBe AJIbTCPHATHBbI
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JUTS IPOBEPKU PE3yJIbTaTOB AHTUOAKTEPUATIbHYIO aKTUBHOCTh THOPUAHBIX YACTHUI] BaTepUTa
C CcepeOpsSHBIMH O0O0JIOUKAMU HW3MEPSUIM  CTAHJAPTHBIM METOJOM  MUHHUMAJIbHON
WHTUOUPYIOLEH KOHUEHTPALIUH.

Ocanku, coOpaHHbIE M TPOMBITBIE B XOAE€ HAOOPOB SKCIEPUMEHTOB, ObLIM
UCCIJIEIOBAHbI C MOMOIIBIO psija MeTonoB. Pasmep, popmy u MopdoIOTHI0O TOBEPXHOCTH
YaCTHUI] aHAJIM3UPOBAIM HA PACTPOBOM HJIEKTpoHHOM Mukpockore Jeol 7401F (JEOL,
Akishima, fAlnonus). s 3TOro BOIHYIO CYCIIEH3UIO YacTHI] KapOoHAaTa KaJIbIUsl HAHOCHUIIN
Ha KPEMHHEBYIO IUIACTUHY W BbICymMBamu. POM-n3o0paxkeHusi ObUIM MOJYYEHBI C
UCIIOJIb30BAaHUEM HIDKHEIO JIETEKTOpa BTOPUYHBIX 3JEKTPOHOB IPU  YCKOPSIOIIEM
HarnpsbkeHuH 1 kB B pexkrMe MSTKOTO Jiyda npu padoyeM paccTosSHUUA 8—9 MM.

Hcnonb3oBancs KOHPOKaNbHBIA paMaHOBCKUM MuKpockon (Renishaw inVia, Hero-
Munc, BenukoOpuTtanus) ¢ nazepoM 532 HM U MOILIHOCTBIO, PETYJIUPYEMOI € MOMOIIBIO
GUIbTPOB HEUTpPAIBLHOM ONTHYECKOM IUIOTHOCTU. J[si ompeneneHus KOHIIEHTpaluu
MOJIEJIBHOTO COETMHEHHSI B 00pa31ax ObUIA MPOBEACHBI CHEKTPOCKOITMYECKUE U3MEPEHUS C
UCIOJIb30BaHUEM MuKporutanmetHoro punepa Infinite 200 PRO (Tecan, IBeitapus).
NHTEeHCHBHOCTD (DITyOpECUEHIMN ONpeIesiiach KOJIMUYECTBEHHO U CPABHUBAJIACh C paHee
MOCTPOEHHOW KaTMOPOBOYHOW JMHHUEH I OINpPEACNICHUS KOHIICHTPAIUU MOJEIHHOTO
kpacutens. ComepkaHue yacTull (B MaCCOBBIX MPOLIEHTAX) PACCUYUTHIBATIOCH KaK MacCOBOE
OTHOUIEHUE BKIIFOUEHHOI'0 MaTepuaia K yactuuaM. ['uapoarHaMmuieckuii pa3mMep 4acTHll B
BOJHOW CYCHEH3UU U MX PACIPENEIICHHUE 10 pa3MePaM B CYCIIEH3UU OINPEAEISUIOCh IMYyTEM
ycpeaHeHus naHHbix 1o 10 oOpasiiam ¢ momoinbio npubdopa ZetasizerNano-ZS (Malvern,
BenukoOputanus).

Pentrenorpammbl Obun mosdyuyeHsl ¢ nomormibio Rigaku Miniflex 600 (Bruker,
OrrunreH, 'epManus) ¢ UCHONb30BaHMEM UcTodHMKA u3nydenus CuKo (1 = 1.5406 A,
40 kB, 15 MA). [lannsie Obuti coOpaHbl B auarna3one ckanupoBaHusi 260 ot 11 mo 70° c
marom 0,02° 26. ®a3oBblii cocTaB ObUT OMpEACNEH IO PEHTTeHOrpaMMaM IOcCye

uneHTudukanuu a3 ¢ TOMOIIbIO aHamu3a Pureensaa.
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N3mepennss MmeronoM SAXS mpoBOAMIMCH HA aBTOMATUYECKOM IH(PPAKTOMETpE
AMYP-K (HULl «KypuaroBckuii mHCTUTYT», MockBa, Poccus). DtoT nudpakromerp
OCHAaIllCH KOJUIMMAlMOHHOW cucteMod Kparkm ©W  OZHOOCHBIM  MHO3WUIIMOHHO-
YyBCTBUTEJIbHBIM Ta30BbIM  gerektropoMm OJI-3M. H3mepeHus mnpoBOAMINCH Ha
¢ukcupoBanHoit anmuHe BoJHBI A = 0.1542 HM, yTO ObecmeunBanoO AMAMa30H Mepenadu
umnyisca ot 0.11 mo 10.0 am!. Mcenemyembie obpasusl CaCOs B BHe MOPOLIKA ObLIA
U3MEPEHBI B CHEIUAIbHO pa3pabOTaHHON KIOBETE TOJIMIMHONW | MM ¢ OKHaMM U3 Mailiapa
(TomuuuoM 15 MKM), KOTOpasi moMenianach B BakyyMHYyI0 Kamepy. Paccrosinue oOpasel-
nerekTop coctaisio 700 MM, a BpeMst skcno3uninu coctapiisuio 10 mun. KosmmuMannonssie
MCKaXEHUS KOPPEKTUPOBAIHUCH MO CTAHAAPTHBIM METOJMKAM, a CUTHAJ PAaCCEHBAHUS OT
MyCTOM KIOBEThl BBIYMTAJICS W3 HWHTEHCUBHOCTU paccesiHus olpaslla ¢ TOMOIIbIO
nporpamMmbl PRIMUS u3 makera ATSAS.

Jlist pacu€ra pacnpeneneHus op o pa3MepaM B IPEANONI0KEHNN UX chepruyeckoin
(dbopMbI OBLIT UCTIOJIL30BAH PSJl TOIX0/I0B:

(a) Ilpsamo¥ mouck pacrpefesneHuss Mop IO pa3MepaM METOJOM HaUMEHBIIHNX
KBaJIpaTOB C HCHOJb30BAHMEM HempsiMoro mnpeoOpazoBanus Dypwe ¢ peryispusanuen
pemenus no TuxonoBy (mporpamma GNOM [96] u3 naketa ATSAS);

(b) Ilpsimoii mOHMCK pachpelnesieHusl YacTUI] MO pa3MepaM B BUJIE€ TUCTOTPAMMBI
npousBosibHOM (hopmbl (mporpamma VOLDIS);

(c) Ilapamerpuueckoe MOJECIMPOBAHUE paCIpEACNiCHUs TOop, COCTOsIIee U3
CYyNepHo3ulUM TIaJAKUX aHanuTudeckux Qpynkumit pacnpenenenus lllynema (mporpamma
MIXTURE wu3 nmakera ATSAS). [1s moncka mojgoKeHui 1 MOMyIIUPUH TaKuX PYHKIUN U
UX OTHOCHUTEJIbHBIX BKJIaJ0B UCIOJIb3YETCSA HEIMHENHAsE MUHUMHU3ALIUSL.

VY KaXx0ro U3 aropuTMOB €CTh CBOM MPEUMYILECTBA U HEAOCTATKH, U TOJBKO MX
COBMECTHOE HCIIOJIb30BAHUE MO3BOJISIET IMOJYYUTh HAJEKHBIE pelleHus. B yacTHOCTH,
pacrpeeneHus, nojaydeHHbie ¢ nmomoipio nporpaMmbel GNOM, MOTYT J€MOHCTPUPOBATH

3HAUWTEIbHBIC KOoJeOanus u3-3a d(PpQPexToB 3aBepieHus: npu npeodpazoBanuu dypne. B
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nporpamme VOLDIS koneGaHust MOTYT BO3HMKATh M3-3a TOTO, YTO YBEJIMUYEHHUE BKJIaza
paccesiHUs OT YaCTHIl OJIHOTO pajuyca KOMIIEHCUPYETCS] YMEHBIIIEHUEM BKJIaJa OT YaCTHII
c OmM3KMMH paguycaMH TIpYd HE3HAYUTEIhHBIX W3MEHEHUSX CHTHAJla pacCesHUS.
[Iporpamma MIXTURE numiena 3Toro Heoctarka, HO JUIsl YCIEIIHOTO MOUCKA TPeOyIoTCs
HayaJgbHbIE 3HAYCHUS MApaMETPOB YACTUUHBIX PACIPENICNICHUM, JOCTATOUYHO OJIM3KHE K
robanpHOMY pemieHuto. [loaTomy pacmpeneneHusi, MOTyYeHHBIE ¢ MOMOIIBIO TPOTPaMM
GNOM u VOLDIS, ucnonap30Bainch B Ka4eCTBE 3HAUUMBIX HaYaIbHbIX MPUOIMKESHHUH NS
nporpammbl MIXTURE.

Knerku HopMmanbHBIX jaepManbHbIX (uOpodnacTtoB uenoBeka (NHDF) Obutn
TIIATEJILHO MOCESIHbI B 96-TyHOUHYIO KyJbTypaibHyt0 4amky [letpu ¢ miotHocTeio 104
KJIIETOK Ha JyHKy. Kaxmas nyHka B KyJiabTypasibHOM darmike Ilerpu Obuia TmiaTenbHO
3anmonHeHa 100 Mk MuHMMallbHOM muTatenbHOU cpeabl (MEM) ¢ moGaBnenuem 10%
dberanbHOl Oblubeld cbiBopoTkH (FBS) u 1% nenunumimHa-cTpenToMuiiiHa. 3aTeM
IJIAHIIETHl THIATEILHO WHKYyOMpoBanu mipu Temneparype 37 °C B armocdepe c
conepxkanueM 5% yraekucinoro raza (CO,). Uepes 24 yaca nociie nepBoHayaIbHOTO MOCEBA
B MTUTATEIBbHYIO CpeAy J00aBIISUIA pa3IudHbIE JO3bI YACTUIl KapOOHATa KaIbIKs, TIOCJIE YETO
IUTAHIIETHl MHKYOUPOBAJIM B TeueHHWE HOYM. UTOOBI CHU3WUTH ONTHUYECKYIO IJIOTHOCTH,
MUTATEJIbHYIO Cpeay ISl KyJIbTUBUPOBAHMS KJIIETOK BIOCJIEACTBUU 3aMeHsu (QocdaTHO-
coyieBbiM OydepoM. Ha 3akimroyuTenbHOM »HTane B KaXKIyI JYHKY CHCTEMaTUYeCKU
nobapmsimn mo 10 Mk duyopectieHTHOoro kpacutenss Alamar blue (10%V/V) nns
oOJierdyeHust 0OHapy>>KEHUS )KU3HECTIOCOOHBIX KJIETOK C TTOCJIEIYIONICH JOTIOTHUTEIbHON 24 -
yacoBoi MHKyOarueil. UTHTeHCMBHOCTh (hIyopecieHIun 00pa3ioB MpU JJIMHE BOJIHBI
BO30y>kaeHust 560 HM W AnuHE BOJHBI McmyckaHusd 590 HM ObLla TOYHO H3MeEpeHa C
MOMOIIIBIO CIEKTPOCKONUHU. JlaHHBIC, MOJyYEHHBIE MPU KYJILTUBHUPOBAHUU KJIETOK 0€3
KaKUX-IMOO YaCTHI], HO C COOTBETCTBYIOIIMM OOBEMOM BOJIbI, JOOABICHHBIM B KaXIbIN

oOpaserl, ObLTH IPUHATHI 32 0a30BbIN ypoBeHB cO 100%-HOM KU3HECTTOCOOHOCTHIO.
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OnTumu3anus mapaMeTpoB CHHTE3a MHUKPOGMIIOWIHBIX YaCTHIl MPOBOIMIACH C
MOMOIIBI0 TEOPETUYCCKUX pPACUETOB M IKCINEPUMEHTAIbHOW HacTpoiiku. ['pyObie
TEOPETUYECKHE PACUETHI UCIIOIB30BAIKCH JISl OLIEHKU pa3Mepa Kamesb, HEOOX0AUMOTO JIJIs
CHHTE3a YacTUI[ CYOMHUKpPOHHOTO pa3Mepa B YCIOBHSIX OTPAHUYCHHOTO KOJIMYECTBA
pecypcoB. Kpome Toro, skcrepruMeHTaabHasi HACTpOIKa MmapaMeTpoB MPOBOIMIACH M3-32
HECKOJBKMX HEU3BECTHBIX (DaKTOPOB, TAKMX KaK KOJIMYECTBO IMOPUOHOB B OJHOM Karuie.
Takum 006pa3oM, OCHOBHOE BHUMaHHUE B MPOIIECCE ONTUMHU3AINHN YACISIOCH OMPEICICHHIO
COOTHOINICHHSI MEXIy OOIMM pacxoAoM XJOpHAa Kajbllusi, KapOoHaTa HATpUi U
KacTOpPOBOT'0 MacJja, TaK Kak OHO OIpeIeIsieT pa3Mep Kareib. B To jxe Bpems 0011uii pacxo/
pPEaKIMOHHOM CMeCH M Macjia HEe HMMEeT OOJBIIOro 3HAYeHUS B paMKax JJaHHOTO
MCCJIETOBAHMSI, TIOCKOJIbKY OH BJIMSAET TOJBFKO HAa CKOPOCTh CHHTE3a YacTuil. TemM He MeHee,
IPU OTCYTCTBHM CTAOMJIM3aTOPOB MOBEPXHOCTHO-aKTHUBHBIX BEIIECTB BAXKHO OTPAHHYUTH
3TOT Pacxoj HM3-3a HU3KOW CTaOMIBHOCTH Kamenb. ClenoBaTeNbHO, IKCIEPUMEHTATBHBIM
nyTéM  OMNpEAENeHO ONTUMAaIbHOE COOTHOIIEHHE CKOPOCTEH  BOJAOPACTBOPUMBIX
KOMIIOHEHTOB M Macia B Juamnasone 1.3—1.5. Beicokass CKOpOCTh pacTBOpEHUS
BOJIOPACTBOPHMBIX KOMITOHCHTOB (@ Tak)Ke BBICOKAs KOHIICHTpAIUS COJIM) MPHBOIWTIA K
oOpa3oBaHuI0 00Jie€ KPYMHBIX YAaCTHII, JOCTUTAIONIUX /AK€ MUKPOHHOTO pa3Mepa, B TO
BpeMs Kak OoJjiee HH3Kas CKOPOCTh PACTBOPCHHSI BOJOPACTBOPHUMBIX KOMIIOHCHTOB
NpUBOMIIa K OOpa30BaHMIO arJIOMEPUPOBAHHOM MaccChl, KOTOpas HE paclajanach Ha
OTJICJIbHBIE YaCTUIIBI IIPU MTPOMBIBKE MAcliOM. B KOHEYHOM HTOTE, BHIOpAHHBIE TApaMETPhI
CHMHTE3a OKa3aJMCh JOCTATOYHBIMHU TSI TIOJYYCHHS HAHO- W CyOMHKPOHHBIX YaCTHIL
KapOoHaTa KaJbllMsd, YTO IO3BOJUJIO YCIICUIHO JOCTUYb II€JIM, MOCTaBJIEHHOW B 3TOM
uccienoBannn. OHAKO BAXKHO OTMETUTD, YTO 3THU IMApaMETPhl MOTYT OBITh HE €IMHCTBEHHO
BEPHBIMHU.

B kadecTBe KOHTpOJIE B 3TOM HCCJIEIOBAaHMHM OBUTM BBIOpAHBI CyOMHKPOHHBIC
JacTHIIBI KapOOHaTa KalbIUs B COOTBETCTBHUHU C MOJIU(DUIIMPOBAHHON BEPCUEH OHOTO U3

HanOoJIee YacTO MCIOIb3YEeMbIX ITPOTOKOJIOB CUHTE3a YacTHUIl KapOoHaTa Kaubius [96]. B
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KauecTBE CpeAbl JJIs 3aMEUICHUS PEaKLMM MEXAY XJOPUAOM KajblUs U KapOOHATOM
HaTpUs UCIOJIb30BAJICSI MHOIOATOMHBIN ciupT. KapOoHAaT Kanbus, MOIYYEHHBIN 10 STOMY
IPOTOKOIY, MCIOJB30BAJICSI B KauyecTBE KOHTPOJIA (M3-3a CIOKHOCTH TIOJyYEHHS
CTaH/AapTU3UPOBAHHBIX JIAHHBIX O MOPHUCTOCTH U MOJUMOP(HOM cocTaBe KapOoHara
KaJibLiKs). BriocieacTBum XapakTEpUCTHKY YacTUL, OJTydeHHbIX B MDY, cpaBHUBAIUCH €
XapaKTePUCTHUKAMHU KOHTPOJIBHBIX 00PA3I0B /ISl OLEHKU UX CBOMCTB.

[TosyyeHHple  yacTunbl  ObUIM  CcOOpaHbl,  THIATENIBHO  NPOMBITHI U
poaHanu3upoBaHbl. Ha n300pakeHusX, MpeaCcTaBIeHHBIX Ha pUCYHKE 5.3, moka3aHa POM
KapOOHATHBIX YAaCTHUI], IMOJYy4YeHHbIX ¢ Tmomoupto MOV, a Takke XapaKkTepHblE

I/I306pa)I(eHH5[ POM HaCTU BATCpUTA, CHHTC3UPOBAHHLIX B 3TUJICHIJIMKOIJIC.

Pucynok 5.3 — POM-m306paxenus gactur CaCOs3, CHHTE3UPOBAHHBIX B 00BEMHBIX
YCJIOBHSIX C UCIOJIb30BAaHUEM ATHIICHIIIMKOIS (a), 1 yactull CaCOs3, CHHTE3UPOBAHHBIX C

TTOMOIIIBIO KaIleJIbHOTO MeTo1a B MDY (0)

YacTtunbl kapOoOHaTa KaJblUsl, CHHTE3UPOBAHHbIE B OOBEMHBIX YCJIOBUSAX MYTEM
n00aBJICHUST JTWICHTJIUKOJNIE B PAaCTBOPHI COJIEH, MMEIOT TUMHWYHYI (OpMy, MOYTH
chepuueckyto, ¢ pa3BUTON MOBEPXHOCTHIO, YTO XOPOIIIO BUIHO HA BCTaBKE Ha PUCYHKE 5.3.

N3BecTHO, YTO TaKW€ YaCTHUIbI ABJISIOTCS MOJUKPUCTAIUIMYECKUMHU M COCTOSIT U3
OTHIENBHBIX HaHOpa3MepHBIX 3EpeH. CHHTE3 ¢ HUCMOIB30BAHUEM MHKPOQIIIONIHON

TEXHOJIOTUM TIO3BOJIMJI TOJYYUTh HAHOpa3MepHble C(HEepUUYECKUe M CJerka BbITSHYThIC
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JacTHUIIbI KapOoHaTa Kajblus (pucyHok 5.3 (0)). HesnauntensHas arnomepanus HY moxer
ObITh CBSI3aHA C TEM, YTO TMPU CHUHTE3€ HE HCIOJIb3YIOTCS CHUHTETHYECKUE
HU3KOMOJICKYJISIPHBIE  TTOBEPXHOCTHO-aKTHBHBIE BEIIECTBAa, YTOOBI HE BIUATh Ha
OMOCOBMECTUMOCTD YaCTHII K 00ECIIEYUTh UX HU3KYIO TOKCUYHOCTh. Pe3yibTaThl kKak POM,
tak U JIPC (pucyHok 5.4) moka3bIBarOT, YTO CPEAHUI pa3Mep YacTHIL], CAHTE3UPOBAHHBIX B

M®V, cocraBnser npumepHo 100 HM, OAHAKO OHU JEMOHCTPUPYIOT 3aAMETHYIO CTEIEHb

aneI‘aHI/II/I.
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PucyHnok 5.4 — Pesynerate JIPC-ananusa pacnpenenenus no pasmepam yactui CaCOs,
CUHTE3UPOBAHHBIX B 00bEMHBIX YCIOBUSAX C UCMOJIB30BAHUEM STUJICHTJIMKOIS (KpacHas
nuHus), 1 yactull CaCOs3, CHHTE3UPOBAHHBIX € MOMOUIBIO KalleJIbHOro noaxoaa B MOY

(cuHsISt TUHMS)

C nmpyroit CTOpOHBI, MUHUMAJIBHBIN pa3Mep, JOCTUKUMBIN pu 00HEMHOM CHUHTE3E,
coctasisieT He MmeHee 350 HM, a nuk npuxoautcs Ha 600 uM. [IpumeuarensHo, uto /IPC He
BBISIBIISIET HAJIMYME KPYHHBIX arperatoB (6osee 800 HM) B CyClIE€H3UHU, CHHTE3UPOBAHHOM C
nomoibio MOV, BepositTHo, yinbTpa3zBykoBas 00paboTka nepea uamMmepenueM 3P heKTuBHO
paspyliaer 53TH arperarbl, M arperauus B OTHOCHUTEIbHO CTAaOWJIBHOW CYCHEH3HUH
IIPOUCXOJIUT CHOBA TOJBKO B TEUEHHE Yaca, KOrJa CyCIIEH3Us BBIIIAJaeT B 0caJoK. OqHaKo

MIPU BBICYLIMBAHUU U1l IpoBeaeHus POM-u3mepeHuil yBelinueHne KOHIEHTPAIIMY YacTHUIl
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MPUBOJUT K UX MTOBTOPHOM arperanuu. TeM He MEHee, CaMble MEIKHUE YaCTULBI pa3MepOM
20 HM Takke He OOHapY>KHUBAIOTCA TMpPU HU3MEPEHUAX METOJAOM JTUHAMUYECKOTO
CBETOPACCESIHUS U, I0-BUUMOMY, IPUCYTCTBYIOT B BUJIE arperaTos.

KonuyectBenHnoe ompeaenenne mnoauMophoB KapOOHATA KalbLMS C TMOMOIIBIO
PEHTIE€HOCTPYKTYPHOI'O aHalM3a SIBJISETCA CJOKHOM 3aJadeil u3-3a OTCYTCTBUSL JOCTO-
BEPHOU CTPYKTYpPHOW MOJENH i pacumppoBKH AUPPAKIIMOHHON KApTHUHBI BaTepHUTA.
Kpucramnueckas cTpyKTypa BaTepuTa He JaBajia MOKOsl YYEHBIM MOYTH CTO JIET, U ObLIO
MPEVIOKEHO HECKOJIBKO CTPYKTYpHBIX Mojenei [97]. Psan nukoB, HaOm0IaeMbIX Ha
MOJIyYeHHBIX AU paKkTorpaMMax, HauboJee TOUHO OOBIACHSIETCS TeKCaroHaJIbHON KpUCTAaI-
ndeckoil cTpykTypoit P63/mmc ¢ mapamerpaMu 31eMeHTapHoi sueiiku a = b = 4.13 A
uc = 8.49 A, kak ykazano Kamxu [98]. B 5Toii kpucTammmgeckoii cTpykType KapOOHATHBIE
IPYIIBI CIy4ailHbIM 00pa3oM pacipeiesieHbl o TpéM HanpaiieHusM. [lomumopd kanpiura
OTHOCHTCSL K TPMIOHaAIBbHOM R mpocrpancTBennoi rpynmne 3¢, rae Ca®t ¢BA3aH ¢ MECThIO
SKBUBAJICHTHBIME atoMamu O, o6pasys okradapel CaQOg, COEIMHEHHBIE IO YIJIaM.
KonnuectBeHnHbli (pa3oBblii aHanu3 ObUI MPOBEAEH C IMOMOILIBIO MOJIHONPO(UIBLHOTO
aHanu3a MeToJoM PuTBenbla ¢ HCHONB30BAHUMEM MPEACTABICHHBIX KPUCTAIMYECKHUX
CTpyKTyp. Pe3ynbrarbl MOpPOIIKOBOM PEHTTEHOBCKOW MUMPAKIMKM IMOKA3bIBAIOT, YTO
MUKpPO(DIIOUIHBI CUHTE3 IMO3BOJSET NOJY4YUTh MOYTH ojaHOo¢a3Hblii coctaB HUY,
cojepKalii B OCHOBHOM BaTepuT (96.5%) u HebOombiryro nomro kaimbuuta (3.5%).
CyOMMKpOHHBIE YaCTHUIbl, MOJIYYCHHBbIE B pe3yJibTaTe OOBEMHOTO CHUHTE3a, COAEpPKAT
CpaBHUTENBHO MeHblIe Batepura: 87.3% Bareputa u 12.7% xanpuura.

Kpome Toro, momuMopdHBIii COCTaB MOJYYEHHBIX OOpa3loB ObUT OIEHEH C
MOMOILBIO PaMaHOBCKOM CIHEKTPOCKONUU. BriociencTBuu [isi MOATBEPXKICHUS STHX
NOJIMMOP(HBIX COCTaBOB OblJIa HMCHOJb30BaHa PAMAHOBCKAs MHUKPOCKOIHUS OTIEIbHBIX
YyacTHI[ ¥ KapTupoBanue Ha momanau 100 mxm?. Kameuur Obl1 MACHTU(GUIMPOBAH IO

1

HAJIMYUIO XapaKTepHLIX MuKkoB rpu 711 cm ' m 1085 cM !, a BaTeput — 10 XapaKkTepHOMY

ny6neTHomy muky npu 1088 cm™!'. MIHTEpeCHO, UTO, COTIACHO PE3yJILTaTaAM PAMAHOBCKOM
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CHEKTPOCKOIMNH, B 00pa3lax, CHHTE3UPOBAHHBIX C NoMolpi0o MDY, nonst kaneuuTa Oblia
3HAYUTENIBHO HMKE, a npeobnagana ¢pakuus Bateputra. OQHAKO PEHTIEHOCTPYKTYPHBIH
aHaJu3 BBISIBIII MpuMepHO 12% kanpluTta B 00pasiax, MoIy4eHHbIX ¢ moMmoIlsio MDY, B
TO BpeMsI KaK B KOHTPOJIbHOM oOpa3lie ero nois cocraBuia Beero 3%. C 0HON CTOPOHBI,
3Ta pa3HUIA ONM3Ka K IOTPEIIHOCTH W BAapUATUBHOCTU O00pa3sLoOB, HO IIOCKOJIBKY
paMaHOBCKAasi MHUKpPOCKONUS B OCHOBHOM H3Yy4YaeT IIOBEPXHOCTh, & PEHTICHOBCKAas
TUPPAKTOMETPUsT KMMeeT OOJNbIIYI0 TIIyOMHY NIPOHUKHOBEHHS, 3TO MOXET OTpaXkaTb
pasnuyus B CTPYKTYPE MOJYyUYEHHBIX YACTHULL.

[TosrydeHHble 00pasubl ObUIM NpPOAHAIM3HPOBAHBl € HOMOIIbIO MeTtoga SAXS

(pucyHoK 5.5).

a . lgl, oTH. ex. u3Mm. 6
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PucyHnok 5.5 — DxcnepumenTanbabie KpuBble SAXS (a) u hyHKIIMH pactpeesieHus mop
o pazmepam Dv(r) npu ycnoBun chepudeckoid popmsr myctot (6) mst CaCOs B

00BEMHOM (haze u CUHTE3UPOBaHHOTO B MDY
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B o0bémHOIM (a3ze CcyOMHKpPOHHbIE YACTHIIBI BaTepuTa JAEMOHCTPUPOBAIIU
pacrpejiesieHde paauycoB nop B auamnazoHe oT 3 no 33 uMm. MHTepecHO, 4TO YacTHIIbI
BaTEepUTa, CHHTE3UPOBaHHBIC B MDY, mMmenn 3HAYUTEITHHO MEHBIIYIO OTHOCHTEIBHYIO
JI0JTIO TIOp ¢ paauycamu oT 12 1o 30 HM 1o cpaBHEHHIO ¢ 00BEMHOM (azoii (PucyHnok (0)).
DTO0 COOTBETCTBYET HabIt01aeMOMy O0Jiee pe3KOMY CHIIKEHUIO MHTCHCUBHOCTH PACCEesTHUS
B 00BEMHOI (hase mpu OYeHb MaJbIX yriiax (s < 0.5 HM ) 0 CPaBHEHUIO ¢ CHHTE3UPOBaH-
HeIMH B MDYV (pucynok 5.5 (a), BctaBka). CpaBHeHHE ABYX (PYHKIUHN pacnpeneneHus mnop
0 pazMepaM Ha pHCYHKe 5.5 (0) MO3BOJSET cleaaTh BBIBO, YTO, HECMOTPS HAa PA3HUILY B
pa3Mmepax 4actuil, oOpasyromuxcsi B 00bEMHON daze u B MDY, oHn 06a UMEIOT MOPHI
HaHOpa3Mepa, 0 YEM CBUJIETEIBCTBYET MOJOKEHHUE MHKa B auarna3one 5 — 10 um. OaHako
MOPUCTOCTh YACTHUI[ BAaTEPUTA, OCAXKAEHHBIX B MAcCe€ W CHHTE3UPOBAHHBIX C TIOMOIIIBIO
MUKpOGDIIOUIMKHN, pa3iuyaeTcss B JuanazoHe 12-23  HM: dacTullbl BaTepuTa,
CUHTE3UPOBAHHBIC C TIOMOIIBI0 MUKPODIIOWINKH, MPAKTHYECKH HE WMEIOT TOp B 3TOM
JManasoHe, B OTJIMYUE OT JIPYroro odpasia. DTH pe3yIbTaThl CBUIECTEIBCTBYIOT O TOM, YTO
CUHTE3 C TOMOIIBIO MHUKPOQIIOUINKMA BIUSET HA CTPYKTYpPHBIE XapaKTEPUCTHUKUA U
MTOPHUCTOCTH TIOJTy9aeMbIX YaCTHIl BATEPHUTA.

[IpunuMas BO BHUMaHuE HaOIIOIaeMOe HM3MEHEHHE pa3Mepa Mop KapOoHaTa
KaJIbIUS, MOJYYEHHOTO C momoibio MDY, MOXHO cienaTh BBIBOJA, YTO OOBEAMHEHUE
HECKOJIBKHX SIJIEp B 3HAYMTEIILHON CTETICHH CITIOCOOCTBYET ATOMY siBJIeHH 0. Korma acTuis
BCTYNAlOT B KOHTAKT JAPYT C JPYroM, UX TOBEPXHOCTHU, BEPOATHO, CIMBAIOTCS H3-3a
MeX(}a3HBIX CHJI, TEM CaMbIM 00pa3ys B3aMMOCBSI3aHHYIO CETh ITyCTOT BHYTPH CTPYKTYPHI.
DTOT MEXaHU3M POCTa, OCHOBAHHBIN Ha arperaiuu, BIOCIEICTBUU CMEIIAET pacipeiesicHue
pa3MepoB TMOp IO CPaBHEHUIO C TEMH, KOTOPBIE MOJIYYAIOTCS B PE3yJbTaTe IMPOIECCOB
oOpa3oBaHUs 4YaCTUIl M3 OTACJIBHBIX sjep. BaxHo oTMerutrb, uTo curHai SAXS
HaOJIIOMAeTCsl TIPH JIFOOBIX KOJEOAHUSIX JIEKTPOHHOM TUIOTHOCTH B 00pasIle, M, COTJIacHO
npuHiuny babuna [99], uHTEeHCHBHOCTH U (hOpMa KPUBOM MHTEHCUBHOCTH HE 3aBUCST OT

3HaKa KoHTpacTa. Takum oOpa3oM, HEBO3MOXKHO OTJIIMYHMTH PACCESIHHE OT IOpP (KOTOpHIE
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UMEIOT OTPULIATENIbHBIM KOHTPACT 110 OTHOIIEHUIO K CPEHEN MIIOTHOCTH) OT pacCesHus OT
MaTpUYHOU (YaCTUYHOW) CTPYKTYphI (C MOJIOKUTEIBbHBIM KOHTpAacToM). B HameMm ciayuae
IpEeJIoiaraeTcs, YTo MOphl UMEIOT 00Jiee KOMIAKTHYIO (hopMy U O0siee BEICOKHUI KOHTPACT,
[O3TOMY MOHO TIPEIIOJOKUTh, YTO (opMa KPUBOW HHTEHCHUBHOCTH B OCHOBHOM
00yCIIOBJIEHA PACCEIHUEM OT CUCTEMBI TIOP.

CkJierBaHrEe HECKOJBKUX siZiep BO BpeMs (JOPMUPOBAHUS YACTHUI] YBEIUUYUBACT KaK
pa3Mep, TaK U CIOXKHOCTb KapOOHATHBIX CTPYKTYP KajlbLMsl, YTO IPUBOAUT K YBEIUYEHUIO
pa3mepa nop. O0beAMHEHNE HECKOJIBKUX YaCTHUI TPUBOIUT K 00pa30BaHUIO 00sIee KPYITHBIX
U B3aMMOCBSI3aHHBIX BHYTPEHHUX IYCTOT B KOHEYHOM mpoaykre. CienoBaTellbHO, 3Ta
CIIO)KHAsl CETh B3aMMOCBSA3aHHBIX IOp OOECIEYMBAET 3aMETHbIE NPEUMYIIECTBA JUIS
pa3IMYHBIX 00JIaCTEl MPUMEHEHNs, TAKHE KaK YIYUYIICHHbII MacCONepeHoc, yBeInueHHas
IUIONIA/(b TOBEPXHOCTH M YIyYIlIEHHAs JOCTaBKa JIEKAPCTB.

MexaHu3Mm aare3uu UrpaeT BaXKHEHIITYIO poiib B (POPMUPOBAHUM YaCTHIl KapOOHAaTa
KaJbIUsl, MMOCKOJIBKY OH CIOCOOCTBYET CTOJKHOBEHHIO M TOCIEAYIOIMIEMY CBS3BIBAHHIO
MHOrouuciaeHHbIX siaep. [upoko wu3BecTHO, 4TO OOpa3oBaHHME KapOoHaTa KalbLMs
MPOUCXOANT IyTEM arperainy HOHOB B KJIaCTEPOB, UTO MPUBOANT K MOSIBIICHUIO TIEPBUYHBIX
yacTull. CKJIOHHOCTb 3THUX YaCTHUII K CLEIJICHUIO APYT C APYTrOM Ha CTaJAMUSIX POCTa B IEPBYIO
ouepeb OMPENCNIeTCSs MEXKMOJICKYSIPHBIMA CHJIAaMA W JIOKQJIBHBIMH MUHUMYMaMH
DHEPTrHH.

POM-u300paxenuss Ha PHUCYHKE 5.6 BU3yaIM3UPYIOT KapOOHATHBIE YaCTHIIBI,
MOJIyYEHHbIE B XOJ€ MUKPOQIIOMIHOTO CUHTE3a U CHHTE3a B KOJIOE OOJBIIOro o0bema ¢

HCIIOJIb30BAaHHUECM OTUJICHIJIMKOJIA.
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PucyHnok 5.6 — POM-uzo0paxenus (a) yactury CaCOs3, CHHTE3UPOBAHHBIX B 00BEMHOM
daze ¢ UCOIB30BAHUEM STUIICHIIIHKOISA, U (0, B) rrOpuanbix yactul CaCO3@Ag,
CUHTE3UPOBAaHHBIX KalleJIbHBIM METOJOM C UCTOIb30BaHuEM M®PVY B cTaH1apTHOM

pexume (b) 1 B coueTaHnr ¢ PSKUMOM OOPAaTHO PACCESTHHBIX DJIEKTPOHOB (C)

Hauubie POM u JIPC (pucyHok 5.7) moka3blBalOT, 4TO CPEIHHUM pa3Mep 4acTHIl,
CHHTE3UPOBAHHBIX B YHIIE, COCTaBIIsIET ~650 HM, TOr/Ja Kak MeToj OObEeMHOr0 CHHTE3a

MTO3BOJIMJI TTOJTYYHTh YAaCTULIBI C MUHUMAJIbHBIM pazMepom ~900 HMm.

WNuTencusHoCTh, %
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Pucynok 5.7 — Jaunsie JIPC no pacnpenenenuto yactun CaCOs3, CHHTE3UPOBAHHBIX
B 00beMHOM (ha3ze ¢ uCIoIb30BaHMuEM ATUIICHTIUKOS U THOpuaHbIX yacTull CaCO3@Ag,

CUHTE3UPOBAHHBIX KaIl€JIbHBIM METOJIOM C UCIOJb30BaHuEM MDY
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Kpome Toro, POM-u3o0paxkeHuss HarjisgHO JAEMOHCTPUPYIOT HW3MEHEHUE
MOP(OJIOTUM YACTHI] TTOCJIE BOCCTAHOBJICHUs cepedpa. bbuio mpoBeieHo TOMOIHUTEIBHOE
POM-uccrnenoBanue oOpasima B pexuMe O0OpaTHOPACCESHHBIX JJICKTPOHOB, YTOOBI
OOHApYKUTh HATUYHUE TSXKEJIBIX AJIEMEHTOB (B YACTHOCTH, cepedpa) Ha MOBEPXHOCTH YACTHUI]
kapOoHata kanbins. Ha pucyske 5.6 (B) mpeacraBineHo o0beauHeHHOe POM-1300pakenue,
rae  spkue oO0JacTH COOTBETCTBYIOT 0O0JacTsM, JIEMOHCTPUPYIOIIMM KOHTPACTHBIE
XapaKTEPUCTUKHU B PEKUME 0OpATHOPACCESTHHBIX AJIEKTPOHOB.

Cormaco [100], BkiroueHwe cepeOpsHbIXx H  30J0Tbix HY mnpuBoaut K
3p(EeKTUBHOMY YCWIEHHIO CHUTHajla pPaMaHOBCKOTO paccesHus. Takum o0pazoMm, c
NOMOIIbI0  PaMaHOBCKOM  CHEKTPOCKOIIMM  MOXHO  JETEKTHpPOBaTb  BEIIECTBA,
INPUCYTCTBYIOIIME B CPEJI€ B CBEPXMAJIBIX KOHUEHTpalusax. CoyeTaHue TepaneBTUYECKOro
(anTubakTepuanpHoro) cmoiictBa Ag HY ¢ BO3MOXHOCTBIO HMX TPUMEHEHUS B
JTUATHOCTHYECKUX MEeNAX (JCTeKTHPOBAaHME OYEHb MAaJbIX KOJHYECTB Pa3TMYHBIX
XUMHYECKUX areHTOB) OTKPBIBAET MEPCHEKTUBBI ISl CO3JMaHUs MHOTO(YHKIIMOHAIBEHOTO
HOCUTENS AJi1 TepaHOoCTHKU. Mcmonp3oBaHue cuctemsl siapo—obosiouka ¢ Ag HY B
000JI0YKE MO3BOJIUT KaK YCUJIMTh MHTHOUpYIOUIee ACHCTBUE HA MUKPOOPTaHU3MBI, TaK U
NOBBICUTH 3(PPEKTUBHOCTH AMATHOCTUKM 33 CUET OOJbIIEH MIIOIIAAN B3aUMOJCHCTBUS C
MUKpOOpraHu3MamMu W  aHanuzupyeMoil cpemoi. IlomydeHHble 00pa3ibsl  ObuIH

npoaHaau3upoBaHbl MeTo0M SAXS (pucyHok 5.8).
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lgl, OTH. 1. W3M. a varg, OTH. €]I. U3M. 6
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Pucynok 5.8 — (a) OxcniepumenTansable Kpuble SAXS u (0) GyHKIMM pacnpeneneHus
Dv(r) nns yactun CaCOs, CHHTE3UpOBaHHBIX B 00beMHOM (haze u B MDY ¢

oOpazoBannem Ag HY

Hcxonsg u3 npennonoxenus o chepudyeckoil popme nop, CyOMUKPOHHBIE YaCTULIBI
BAaT€pUTa, CHUHTE3UPOBAHHBIE B  OOBEMHBIX  YCIOBHSX, MPOAEMOHCTPUPOBAIU
pacnpenesneHrue paaguycoB nop B auarnasone ot 3 10 40 um. [{i1g 3TUX 4acTHI] XapaKTEPHO
HaJu4yue Mop pa3sMEpPOM KaK B HECKOJbKO HAHOMETPOB, TaK U B HECKOJIBKO JECATKOB
HAaHOMETPOB, C MaKCUMaJIbHBIM paJinycoM B auana3zone 15-25 um. MHTepnperanus 1aHHbIX
SAXS na o6pasue CaCO;@Ag HeogHO3HAYHA U3-3a HAJIMYUS HEOJAHOPOIAHOCTEH
pacceuBaHus JIBYX THIIOB: MIOP ¥ caMuX HaHOYACTUI] Ag. UHTEHCUBHOCTH U (popMa KPUBOI
paccesiHus He 3aBUCST OT 3HAaKa KOHTPACTa, B COOTBETCTBUM C pUHIMIOM babune. Takum
o0pa3oM, TPyAHO Pa3IMYHUTh paccesHUe OT MOp (MMEIOIMIMX OTPULIATEIBHBIM KOHTPACT
OTHOCHUTEJIBHO TJIOTHOCTH Matpulibl) U oT HYU (MMeromux MOJI0KUTENbHBIM KOHTPACT).
Oo6pazoBanue u poct HY B manoMm oObemMe B MPUCYTCTBUM KapOOHATa KaJIbLIUSI MOKET
MPUBOJUTH K pa3HbIM pe3ysibTaTaM. CaCO3 MOKET Urpath poJib MaTpullsl st pocta HY Ag,
TEM CaMblM yBEJIMYMBas HMHTEHCUBHOCTh paccesHHs B JUANa30HE pPa3MEpOB,

COOTBETCTBYIOIMX 1mopaM. OIHAKO, CyIs 10 KpUBOU pacupeneiacHus Dv (1) Ha pUCYHKe 5.8
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(0) MOXHO chenaTh BBIBOJ, YTO MMEN MECTO IpYyrol MexaHusM. BeposiTHO, yBelnuueHue
XBOCTa (DYHKIIMM pacrmpeiesieHus Mo pa3MepaM B Auana3zoHe paauycoB oT 25 no 40 HM
oOycnoBieHo obpazoBaHueM arperatoB cepedpa Ha moBepxHocT dactuil CaCOs. Brman
HY Ag B 3TOi YacTH KpUBOH YBEJIMYMBAETCS, MOCKOJIbKY OHM UMEIOT TEHJECHIUIO K
OCaXXJICHUIO0 Ha HEPOBHOCTSIX noepxHocTy yactuil CaCOs. B quanazone pa3Mepos OT 5 10
25 HM pacnpeeneHre CTaHOBUTCS 00JIee paBHOMEPHBIM, MTOCKOJIBKY U30JIMPOBAHHBIC TTHKU
npu 7.5 1 16 HM CriaXXuBarOTCsA. DTO MOXKET ObITh CBsi3aHO ¢ BKItoueHuem Ag HY B
HOBOOOpazoBanHbsie nopsl CaCOs. Hamportus, kpuas pacnpeneneHus s CaCOs3;@Ag
Oonee maBHasi, 6€3 KaKux-JIM00 BHIPAXKEHHBIX IMUKOB, KaK B ciyyae, korga Ag HY pactyt B
MPUCYTCTBUH HAHOCTPYKTYPHUPOBAHHOUM MOBEpXHOCTH. Peakius cepeOpsiHoro 3epkaina (2)
OpUBOAUT K oOpa3zoBaHuio noiuaucnepcHbix Ag HY ¢ OTHOCHTENHbHO paBHOMEPHBIM
pacrpeeseHieM 1o pa3Mepam, 4To corjiacyercs ¢ JaHHsiMu POM (pucynok 5.6). B [101]
nokazaHo, 4to (opmupoBanue o6ojoukn n3 HY Ha MoOBEpXHOCTHM yacTull KapOoHaTa
KaJIBITUSI METOJIOM 3aMOPa’KUBaHUS PACTBOPUTEIISI HE BIUSET HA UX MOJUMOP(GHBINA COCTaB
U HE BBI3bIBACT MEPEKPUCTALTU3AIMK YACTHUI BaTePUTA U YBEIMYEHUSI couepxaHus (hasbl
KaJblluTa. braronaps JaHHOMY OOCTOSITENLCTBY COXPaHSETCS MOPUCTOCTh YACTHII, YTO
OJIaronmpuATCTBYET WX HArpy304YHON CIIOCOOHOCTH.

JIns OLIEHKHM CHOCOOHOCTH 3arpy3KH JIEKapCTB MCIOJIB30BAJICSA JABYXATAITHBIN
nporecc. CHavayla 4acTHIlbl BaTE€pUTa MOABEPrajilCh MPOIEAYpPE HArpyKeHUs, B XOIE
KOTOpOM OHHM MOJBEpPrajiuch BO3AeHCTBUIO pacTBopa KoHbiorata BCA-TPUTLI. 3artem
YaCTUIIbl OTIESJIUCh OT PacTBOpa C MOMOIIBIO HEHTPUGYTUPOBAHUSA, U TOJTYUYECHHbBIN
HAJI0CAJIOYHBIA pacTBOp coOupayics I oleHKH. [lanee oleHMBaioCh BBICBOOOXKICHHE
KpacuTessi U3 PacTBOPEHHBIX dYacTUIl. YacTHUIBI PaCTBOPSIIUCH, M BBICBOOOIUBIIUHCS
KpPacHUTENbh aHATM3UPOBAJICS CIEKTPODITyOPUMETPUUECKUM METOJIOM.

AHanmu3 OSKCHEPUMEHTANBHBIX JAaHHBIX BBIIBWI 3HAYHUTEIbHBIC DPAa3Iuuus B
3arpy304HON CIMOCOOHOCTH YAaCTHI] BaTepuUTa, CUHTE3UPOBAHHBIX B MDY, u wyacruil,

OCaXJIEHHBIX B Macce. bbuio YCTAHOBJICHO, 4YTO 3arpys3o4dHas CIIOCOOHOCTH qacCTull,
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CUHTE3UpOBaHHBIX B MDY wu B konbe, coctaBiuser npumepHo 16 u 9 wmacc.%
COOTBETCTBEHHO. Pa3nuuus B 3arpy304HOi CIOCOOHOCTH, BEPOSITHO, O0YCIIOBIEHBI OoJiee
pPa3BUTOM TOBEPXHOCTBHIO U IIOBBIIMIEHHOW MOPUCTOCTBIO B pE3yJbTaTe CHUHTE3a C
ucrnonb3zoBanueM  Mukpodmonauku. BCA  ecrecTBeHHbIM 00pa3oM  CKIOHEH K
JUMEPHU3aLIAY, YTO YBEJIMYMBAET €r0 TUAPOJAMHAMUYECKHN pa3Mep, a ummooumsanus bCA
HAa BaTepuTe, TMOJIYYCHHOM C TOMOIIBIO MHUKPOQIIOUAUKH, OOECIIEYuBaET €ro
CYILIECTBOBAHKME B OCHOBHOM B HEMTOBPEXICHHOM (popMe Onarogaps MoaAXoAsIIeMy pa3mMepy
nop. BCA, 3arpyeHHbII B 4acTULbl BAT€PUTA, MOJYUYEHHBIE B pe3yJbTaTe OOBEMHOIO
CUHTE3a, BEPOSITHO, YaCTMYHO HAXOAMUTCS B HATUBHOM (popme, a 4YaCTUYHO — B BHJIEC
JUMEpPOB, WU OSTO HEBO3MOXHO KOHTPOJHMPOBATh. IJTHU PE3YJbTAaThl MOTYEPKUBAIOT
PEUMYILECTBA UCTIONb30BaHusA MDY s cuHTe3a yacTull, 0COOEHHO MPU CTPEMIIEHUU K
0oJiee BBICOKOW IPOU3BOAUTEIBLHOCTH.

JUIss  KOMIIO3UTHBIX  MaTepUajoB C  HaHOYacTHUIAMU  cepebdpa  aHamu3
HKCIEPUMEHTANIbHBIX JIaHHBIX BBISIBIJI  CYIIECTBEHHBIC pa3iMuusi B 3arpy304HOU
cnocobHocTr THOpuaHBIX yactull Bateputa (CaCOs@Ag), CHUHTE3UPOBAHHBIX B
MUKPOQIIIOUTHOM YHUIe, M YaCTHUI] KOHTPOJBHOW TPYIIIbI, MOJYYEHHBIX METOJIOM
00BEMHOI0 CHHTE3a. B 4acTHOCTH, YacTHLbl BaTe€pUTa, CUHTE3UPOBAHHBIE C TOMOIIBIO
MUKPOQIIIOUTHOTO YCTPOUCTBA, MPOAEMOHCTPUPOBAIM 3arpy304HYIO0 CIOCOOHOCTH ~11
Mac. %, Toraa Kak 00beMHbIEC YACTHUIbl BaTEPUTA UMEIHU 3arpy30UHYIO0 CIIOCOOHOCTh BCETO
9 mac. %. DTa pa3HuIla B ClIOCOOHOCTH 3arpy3KH, BEpOsITHO, CBSI3aHA C TEM, UYTO YACTHIIHI,
MOJIyYEHHbIE C TOMOIIBI0 MHUKPOQIIOUIHOTO YCTPOMCTBA, MMEIOT OOJIBIIYIO IUIOIIA]Ib
MOBEPXHOCTH, TMOBBIIICEHHYIO MMOPUCTOCTh M MEHBIIHMI pa3Mep. OTH XapaKTEPUCTUKHU
CIIOCOOCTBYIOT YCUJICHUIO B3auMOJEHCTBUSA U abcopOmmu a1 konwstorata TPUTI-BCA.
OTH pe3yJbTaThl YKa3bIBAIOT HA TPEUMYILECTBA MUKPOQIIIOUAHOTO YCTPOMCTBA ISl CHHTE3a
YacTHII C BBICOKOH 3arpy304HOM CITIOCOOHOCTHIO.

Emé omHuM BaXHBIM aCIEKTOM, KOTOPBIM ClIeIyeT YYUThIBaTh IMPU H3YYCHUU

CUHTC3UPOBAHHBIX CY6MI/IKpOHHBIX JacTull BaTepuTa, ABJACTCA HX MMOTCHHUAJIbHASA
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UTOTOKCUYHOCTh, OCOOCHHO MPU MCIOJIb30BAHUU B OMOMEAUIIMHCKUX 1enax. [Tockomabky
YacTUIlbl ObUIM CHUHTE3UPOBAHBI B KAaIUISIX KACTOPOBOI'O Macia, BO3HUKIM OMACEHHs, YTO
OCTaTKA Macjia Ha TMOBEPXHOCTH YaCTUI[ MOTYT CHOCOOCTBOBAaTh TOBBIIICHUIO
HUTOTOKCUYHOCTU. [lodTOMy HEO0OXOAMMO TPOBECTH OIEHKY HMX IUTOTOKCUYECKOIO
Bo3nercTBus in vitro. UToObl pemmTh 3Ty mpobiieMy, OblIa TpOBEAEHA OIEHKA
IIUTOTOKCUYHOCTH HAa MOHOCHOSAX (hrOpOOIACTOB MBI, UCTIOIB3YSI B KaUeCTBE OOBEKTa
aHaiM3a 4acTHIlbl BaTepuTa, cuHTe3upoBaHHbie B MDY, u BaTeput, CHHTE3UPOBAHHBIN B
OOJBIINX KOJMYECTBAX, B KaueCTBE KOHTPOJS A cpaBHeHHs. KieTku moaBepraiuch
BO3/JCICTBUIO PpA3IUYHBIX KOHUEHTPAUUN OSTUX YacTHUlLl, M HUX LUTOTOKCUYECKOE
BO3/ICIICTBHE M3y4yaloCh C MOMOUIbIO CTaHJAPTHOIO TECTa Ha >KU3HECIIOCOOHOCTH IS
OLICHKH >KM3HECITOCOOHOCTH KJIETOK.

Pe3ynbpTaThl MOKa3bIBAIOT, YTO IUTOTOKCUYHOCTh CHUHTE3MPOBAHHBIX C MOMOUIBIO
MUKPO(IIIOUIMKA ~ YacTUI[  BaTepuTa HEMHOTO TMpPEBBIIATA  ITUTOTOKCUYHOCTH,
HaOJII01aeMyI0 B KOHTPOJIBHOM rpyrie (PUCYHOK 5.9).

OpaHako Ba)KHO OTMETUTD, YTO YCUJICHHE TOKCUYECKOTO BO3JICHCTBUS HAOII01aI0Ch
TOJBKO TIPU BBICOKOM n03upoBKe Oosiee (0.8 Mr Ha miactuHy. [Ipu MeHbIed 103UpOBKE
UTOTOKCUYECKOE BO3JCUCTBUE OCTAETCSl HE3HAYUTENbHBIM. JTOT pe3yJbTaT OKa3ajcs
IEHHBIM I ONTHMHU3AIMKA TIPOIEcCa CHUHTE3a W MHUHMMM3AIUH MOTCHIIHAIbHBIX
IIUTOTOKCUYECKNX I(P(PEKTOB, CBI3aHHBIX C OCTATOYHBIM COojiepkaHueM Macia. [lonumanue
npoduiIs HUTOTOKCUYHOCTH ATHX YaCTUI UIMEET pellarolee 3HaueHue J1s1 UX 0€301acHOTOo
NPUMEHEHUs B OMOMETUIIMHE, T/I¢ KJICTOUHbIE B3aMMOACHCTBHS MMEIOT MEPBOCTETICHHOE

3Ha4YCHHUC.
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Pucynoxk 5.9 — [Ipoduib xxu3HecriocoOHOCTH PUOPOOIACTOB MBIIIIH MTOCIIE
no6aBaeHuss KOHTPOJabHOM 103kl yacTul] CaCOs, ocakAEHHBIX PU MAaCCOBOM CHUHTE3€
(cepbie cTonO1IB1), ¥ Tocie nobaBiaeHus 10361 CaCOs3, CHHTE3UPOBAHHOTO C TIOMOIIIBIO

KaneiabHoro noaxoja B MOV (cunue cTosiolb)

NHTepecHO, 4YTO  pe3yJbTaThl  yKa3blBAlOT HA  3aMETHOE  IOBBILIECHUE
KU3HECIIOCOOHOCTH KJIETOK IPU BBEICHUHU CPEIHUX 103 KapOoHaTa KalblMs B KIETOYHYIO
cpeny. CooTBercTByronMid 3¢ (PexT paHee ObUT MPOAEMOHCTPUPOBaAH aBTopamu [102]. IT0
HaO0JII01aeMO¢€ SIBJICHHE TTOTEHIIMAIIBHO MOKET OBITh CBSI3aHO C KITFOUEBOW POJIBIO KAJIBIIUS B
MeTa0O0JIMYECKUX Mpolieccax B kieTkax. Hampotus, npu 0osiee BRICOKMX KOHIIEHTPALUAX
BO3HHMKAET IUTOTOKCUYECKUI 3PPEKT, KOTOPBIA, CKOpPEE BCEro, 00yCIOBICH MEXaHUYECKUM
MOBPEXKJICHUEM KJIETOYHBIX MeMOpaH. Hamumume QyHKIMOHANBHBIX TPYNI Macjia Ha
MOBEPXHOCTU CHUHTE3MPOBAHHBIX YACTHI] CIIOCOOCTBYET YyCHJIEHHOMY B3aHUMOJIEUCTBHIO C
KJIETOYHBIMA MEMOpaHaMH U TOBBIIICHHONW WHTEPHAIM3AINN B KJIETKH, YTO MPU BBICOKUX
KOHIICHTPAIUSAX MPUBOIUT K YCUIICHUIO IIMTOTOKCHYECKOTO d(deKTa.

I'ubpuanbie yactunpl CaCO3@Ag B cBOIO ouepeab 00J1ajany aHTHOAKTEpUaIbHON
aKTUBHOCTHIO, HECMOTPSI Ha BeposiTHOe MeHee 3 dekTuBHOE B3aumojeiicteue Ag HY mo
CPABHEHUIO C BBICOKOJMCIIEPCHBIMU CycnieH3ussMU. oHbI cepedpa MOTYT POHUKATH Yepe3

KJIETOYHbIE MEMOpAHbI, YTO MPUBOAUT K HAPYIIEHUIO OCHOBHBIX (DYHKIUN KIETOYHBIX
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KOMITOHEHTOB, BKJItOUasi OCJKHM M HYKJIEMHOBBIE KHUCIOTHL. JTO HapylIeHUE MOJABISET
Ba)KHEUIITNE KJIETOYHBIE MIPOIECCHI U MPEMATCTBYET POCTY OAKTEPHiA, YTO B KOHEYHOM UTOTE
NPUBOJANT K WX YHHUYTOXKEeHHIO. Kpome Toro, cmerudpuyeckne QGU3NKO-XUMHUCCKHUE
coiictBa Ag HY B 3HauMTENnbHON CTEMEHHU CHOCOOCTBYIOT HMX aHTHOAKTEpUAIbHOU
AKTUBHOCTH.

Pe3ynbrathl, moy4eHHBIC METOJJOM MUHUMAIILHON HHTHOMPYIONIEH KOHIICHTPAIIHH,
MOKa3aJId, YTO CyCIEH3Us THOPUJIHBIX YACTHI] BaTEPUTa C KOHIICHTpAllMEH, TPEeBBIIIAONICH

15 yactui Ha GakTepUATBHYIO KIETKY, NOJHOCTBIO MOJABISET POCT OaKkTepHil (PHUCYHOK

5.10 (a)).
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Pucynok 5.10 — AuTubakTepruanbHas akTHBHOCTb THOPUIHBIX YaCTHIl BATEPHUTA
CaCO;s;@Ag 1o (a) cTaHAapTHOMY METOAY MUHUMAJIbHOW WHTHOUPYIOIIEH KOHIIEHTPAINH
u (6-1) MoauduMpoBaHHOMY METOaY: (0) KOHTPOJIb, (B) YaCTHUIIBI C KOHIIEHTparuei 10
YaCTHI] Ha KJIETKY | (T) )KU3HECTIOCOOHOCTh OaKTepUANbHBIX KJIIETOK B 3aBUCHUMOCTH OT

konuuectBa TuOpuAHBIX yactull CaCO3(@Ag, 100aBIEHHBIX B KYJIbTYyPaIbHYIO CPEIY
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Kpome Toro, Obut npuMeHeH MOAU(GUIUPOBAHHBIN METOJ OLIEHKU, CYyTh KOTOPOTO
3aKJII0YaeTCsl B MHKYOAIlMU CYCIIeH3UM OaKTepUil U YacTHI] C MOCJIEeAYIOIMM HaHEeCEHUEM
WHKYOMpPOBAHHOW CYCIIEH3MM Ha IMOBEPXHOCTh MUTATEIBHOW Cpelbl (arap) U aHaaIu3oM
KojaudecTBa KojoHuid. KoHIeHTpauus OakTepHallbHOW CYCHEH3MHM TOoJ0Mpaiach
TIIATEIBHO, YTOOBI MCKITIOYUTH CILIOMHON pocT (pucyHok 5.10 (6, B)). Takum oGpazom,
cpenHee KoiaumuecTBO KojoHud B orcyrcTtBue uactul CaCOs3@Ag mnpuHUMANOCh 3a
cootBercTByIOmIee 100% BobkuBaemoctu. ['paduk Ha pucynke 5.10 (T) wutocTpupyer
3aBUCUMOCTh BBDKMBAEMOCTH OAKTEPHI OT KOHIEHTparuu dacTull. OmeHKa, mpoBeaeHHAs
Ha OCHOBE 53TOro Tpaduka, MO3BOJWIA OMPEACTUTh MUHUMAIbHYI0 HMHTHOUPYIOIIYIO
KOHIICHTPAIMIO, KOTOpash HaxOAWTCSA B Jauana3zoHe 12—15 wyactui] Ha KIETKy. OTH
pPEe3YyJbTAThl COTJIACYIOTCS C JAHHBIMHU, MMOJTYYEHHBIMHU C TTIOMOIIBIO CTAHAAPTHOTO MOJIX0/1a,
KOTOPBIN OOBIYHO UCIOJIB3YETCS B MOJJOOHBIX HUCCIIEIOBAHUSX.

MukpodrouIHbIA CHHTE3 KapOOoHaTa KaabI[Ms MO3BOJISAET JIyUllle KOHTPOJIUPOBATh
YCJIOBUSI CHUHTE3a, TaK KaK OH MaKCUMM3UPYET COOTHOIICHHE IO MOBEPXHOCTU K
00BEMY 1 00ecredynBaeT TOYHBIM KOHTPOJIb pacxojia peareHToB. Kpome Toro, OH OTKphIBAET
BO3MOXXHOCTH JIJIsl MacIITaOMpOBaHUs Mpoliecca CUHTE3a. ITO UCCIIeIOBAHUE U OOIIUpHAas
Hay4yHasi JUTEpaTypa CBHUAETEIbCTBYIOT O BO3MOXKHOCTH CHUHTE3a MPUMEPHO &8 Mr
CyOMUKpPOHHOTO KapOoOHAaTa KaJblMs 3a pa3, MPU ATOM BPEMsl PEaKIMU COCTaBJISIET OT
MoJyTopa 10 JABYX C MOJOBHHOM YacoB, MOCJE 4YEro CJleAyeT JIUTEIbHas MPOMBIBKA
pactBoputeneM. HampotuB, ucrnonas3oBanne M®Y mo3BosisieT CMHTE3HpOBaTh KapOoOHAT
KaJblUs co CKOpocThio OT 20 10 80 mr B yac. Tem He MeHee, ITOT METOJ] CTAJTKUBAETCS C
OTpeJIeICHHBIMU TIpO0JIeMaMy, TaKMMH KaK TIOBBIIIEHHAs arperamusi YacTull Mpu
YMEHBIIICHUHU UX CPEHET0 pa3Mepa, Kak HabJt01aoch B JAHHOM HCCIIeIOBaHUU. Bricokas
CKJIOHHOCTb K arperaiuu, HaOjrojlaemMasi B 4acTHIaX, CHHTE3UPOBaHHbIX B MDY, Moxer
BO3HHMKATh M3-3a M30BITKA CBOOOJHON SHEPIHHM BHYTPH CHCTEMBbl M CIWSHUS Karellb B
nporiecce cuHTe3a. YToObl pemuTh ATH TpoOJieMbl, B Maclo0 MOXHO J00aBUTH

IMOBCPXHOCTHO-AKTUBHBIC BCIICCTBA, KOTOPLIC ITOMOIYT CTa6I/IJ'II/IBI/IpOBaTB Kaiii, a B
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CYCIIEH3MIO YaCTUL[ MOYKHO J00aBUTh [ONOJHUTEIbHBIM IOJIUMEp, KOTOPBIA 3apsauT
NOBEPXHOCTh YacTULl U MPENOTBPATUT UX ciaunaHue. OJHAKO BaXXHO YYMTHIBATh
NOTEHIUATIbHBIC TOCIEICTBUS, CBSI3aHHBIC C HCIOJIH30BAHUEM IMOBEPXHOCTHO-AKTUBHBIX
BELIECTB U JOINOJHUTEIBHBIX MOJUMEPHBIX CIIOEB. [10BEpXHOCTHO-AKTUBHBIE BEILECTBA,
takue kak span80, 3pHekTUBHO cTaOMIN3UPYIOT KaIUIH, CHUXKAas MEX(pa3HOe HATSHXKEHUE U
npenoTBpamias ciunadue. TeM He MeHee, OHM TakXe MOTYT IMOBBIIATh YPOBEHb
TOKCUYHOCTH IPU HAJIWYUM HA IOBEPXHOCTH YACTUL. OTH IOBEPXHOCTHO-AKTHUBHBIE
BEILECTBA, OOBIYHO aM(pU(UIBHBIE MO CBOEW MNPUPOJE, MOTYT B3aHMMOJIEHCTBOBATH C
OKpYy>Karolleld KJIETOYHOW Cpeloll M MOTEHLUUAIbHO BbI3bIBaTh IMOOOYHBIE A(PPEKTHI.
[TosTomMy mpu BBIOOpE MOBEPXHOCTHO-aKTUBHBIX BEIIECTB HEOOXOIMMO TIIATEIBHO WX
U3y4aTh, YTOOBI YOSAUTHCS B MX MPUTOTHOCTH JJIsi OMOMENIUIIMHCKUX Iieniell. B kauecTBe
aJIbTepHATUBBI HA TOBEPXHOCTh YACTHUI] MO>KHO HAHECTH JIOTIOJIHUTEIBHBIN CJIOH MOoIUMepa,
YTOOBI MOBBICUTH CTAOUIILHOCTh U U30€XKaTh arperauu. ITOT CJI0M MOXKET CITOCOOCTBOBATH
3apsiKe TOBEPXHOCTHM W OTTAJKWMBAHUIO YACTHUI[ ApPYr oT napyra. OpHako noOaBieHuE
JIOTIOJIHUTEIBHOTO TIOJMMEPHOTO CJOS MOKET MPEMsTCTBOBATH MOCIEAYIOUIEH 3arpyske
IEJEeBBIX  BemecTB Ha yacTumbl. (ClemoBaTeNbHO, CTAHOBHUTCS — HEOOXOIUMBIM
ONTUMH3UPOBATh MPOLIECC 3arpy3KH, YTOOBl YCTPaHHUTH JIOOBIE HEXeNlaTelabHble cOOW,
BBI3BAHHBIE OJTHUM JOMOJHHUTEIHHBIM TMOJUMEPHBIM CJIOE€M. XOTS HCIOJIh30BaHHUE
MOBEPXHOCTHO-aKTUBHBIX BEIIECTB M JIOTIOJHUTEIHHBIX MOJMMEPHBIX CIIOEB MpPEIaracT
LIEHHbIE CTPATEruu AJIsl peLIeHUs MPoOJIeM arperaiy U CTaOUIbHOCTHU B IPOLIECCE CUHTE3a
YaCTHII, UX peann3alys TpeOyeT TIATeIbHOT0 U3YYeHHS U onTuMu3anuu. [loTeHmanbuas
TOKCUYHOCTh MOBEPXHOCTHO-aKTUBHBIX BELIECTB TpeOdyeT TIIATEIbHOro Mojadopa
HNOJIXOJAIIMX MOBEPXHOCTHO-aKTHBHBIX  BEIIECTB C MHUHUMAJIbHBIM  HETaTUBHBIM
BO3/ICHCTBHEM. AHAJTOTHYHBIM 00pa3oM CJeIyeT YYUTHIBATh BIUSHUE JOTIOJHUTEIHLHOTO
MOJIUMEPHOTO CJIOSI Ha MPOLIECC 3arpy3Kd BEIIECTBA, YTO MPUBOAUT K HEOOXOAUMOCTH
MPOBOJNUTH TPOIECC 3arpy3kd 0 HAHECEHHs JOTMOJHUTEIBHOTO MOJUMEPHOTO CIOS.

I[&J'IBHCIZHIHG HCCJICAOBAaHHUA JOJIXKHBI OBITH HarpaBJICHbBI Ha COBCPIICHCTBOBAHUC JTHX
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CTpaTerud sl JOCTHXKEHUS HACAIbHOM CTa0MIBHOCTH YacTull Oe3 ymiepda ans HX
OMOCOBMECTUMOCTH WJIM BO3MOXKHOCTEH 3arpy3KHu.

Takum 00pa3oM B HACTOSIIIEM HCCIEIOBAHUU IPEACTABIEH MOIXOJI K CHUHTE3Y
yacTHI] KapOooHaTta Kaiblius B hopme BaTeputa ¢ nomolnbio MOV ¢ T-o0pa3Hoit cuctemoit
nomgaun Macia. A”amu3 ¢ nomompbio POM, JIPC, pamMaHOBCKOH CHEKTPOCKONHH H
PEHTTEHOCTPYKTYPHOI'O aHaIM3a MOKAa3all, YTO YaCTUILlbI, OJIYYECHHBIE C MOMOIIbI0 MDY,
UMEIOT MEHBIINKA pa3Mep (CO CPpeAHUM TUIPOJUHAMUYECKUM TruaMeTpoMm oT 600 HM 110 B
cpeadeM 100 HM) mpu COXpaHEHUM JOJIM KaJbIIUTa Ha HU3KOM YpPOBHE (B Juara3oHe 3—
13%). Kpome Toro, BbICOKasi CKOPOCTh CUHTE3a YacCTHII, JOCTUraeMas ¢ nomoipo MOV,
o0ecrieunBaeT TaKUEe MPEUMYIIECTBA, KaK MacIITaOMpPyeMOCTbh U BOCIPOU3BOAUMOCTb.
Hamm pe3ynbTaTsl MOKa3bIBAIOT, YTO MOJYYEHHBIE YACTULBI JEMOHCTPUPYIOT 3aMETHOE
YBEJIMYEHHE BMECTUMOCTH MPUMEPHO Ha 16 MacCOBBIX IPOLEHTOB. Takyro MOBBILICHHYIO
3 ()EKTUBHOCTH 3arpy3kd MOKHO OOBACHHUTH ABYMs (PaKTOpaMu: BO-IIEPBBIX, MEHBIIHMA
pa3Mep 4acTHUll MO3BOJISIET BMECTUTh B HUX OOJIbILIEE KOJIMYECTBO Marepuaia. Bo-BTOpBIX,
OJTHOBPEMEHHOE pa3BUTHE IOBEPXHOCTH YaCTHUL] II03BOJISIET YBEIWYMTH ILIOIIAb
MOBEPXHOCTH, YTO CHOCOOCTBYET MOBBIIEHUIO 3(dekTuBHOCTH 3arpy3ku. Kpome Toro,
SAXS HaOnrogan OCHOBHYIO JIOJIIO pa3MEPOB MMOp B auamnazoHe 5-10 HM 11 4YacTuil,
OCAQXKJIEHHBIX B OTPAaHUYEHHBIX MUKPOOOBbeMax U B 00beMe. I10CkobKy YacTUIbl BaTepuUTa,
OCQXKJEHHbIE B MUKPOOOBEMAX, HE UMEIOT MOP OOJBUIETO pa3Mepa, B OTIIMUKE OT JIPYroro
oOpasia, MOXHO YTBEp)KIaTh, YTO CPEId HUMMOOMIM30BAHHBIX MOJEKYJ OTCYTCTBYIOT
IUuMepbl Oeka. DTH pe3yJIbTaThl B COBOKYITHOCTH MOAYEPKUBAIOT MOTEHIIMAN MOJTYyYEHHbIX
YACTULl CIIy>)KUTb BBICOKOA((EKTUBHBIMU HOCHUTENSIMU ISl Pa3jIMYHBIX MpPUMEHEHUH,
NOJYEPKHBasi BAXHOCTh pa3Mepa M XapaKTEPUCTHUK MOBEPXHOCTH JUIA IOBBILICHHUS
rpy3onoabeMHocTu. HccnepoBanus in vitro TOKa3ajld HE3HAUYMTENIbHOE MOBBIIICHHE
LHUTOTOKCUYHOCTH 3TUX YacTUL. B Xoae ucciaeaoBaHWil in vifro € HCHOJIb30BAHHEM
MOHOCJIOEB (HUOPOOIACTOB MBIIIK OBUIO OOHAPYXKEHO, YTO IUTOTOKCHMYHOCTh YACTHIIL

BATEPUTA, CUHTE3UPOBAHHBIX B MDY, HEMHOTO NpeBbIlIaga KOHTPOIBHBIA I0KA3aTeNlb U
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CTAaHOBWJIACh TOKCHMYHOM TOJIBKO MpHU J03aX, mpeBbimaromux 0.8 Mr Ha 1acTuHy. OTd
pe3yabTaThl MOAYEPKUBAIOT BAXKHOCTh THIATEIBHOW ONTUMHU3ALMH U MPOBEPKU METOOB
CHUHTE3a YacTUIl JJIsI MHUHUMHU3ALUW TOTEHIHAIBHBIX LHUTOTOKCHYECKUX 3(P(HEKTOB H
oOecrieueHus: 6€30MaCHOr0 MPUMEHEHHS TAKUX YaCTUIl B OMOMEIUIINHE.

[IpeacTaBieH HOBBIM MOJIXOJ K CHHTE3Y T'MOPHIHBIX YAaCTHI] KapOOHATa KaibLu,
MoauduiupoBanaeix  Ag HY ¢ momMompio  MUKPOQIIOMTHOTO  YCTPOWCTBA.
CuHTEe3MpOBaHHbIE YacTUIBl ObUIM oXapakTepu3oBaHbl Metogamu POM u JIPC, koropsle
MoKa3ajy ycrnemHoe (GopMUpOBaHUE STUX YACTHUIL;, UX Pa3TMIUE B MOP(OJIOTHH; U HATUYHUE
Ag HY, pacrpenesieHHbIX IO MTOBEPXHOCTU BaTEpUTAa. DTH PE3YJIBTATHI IEMOHCTPUPYIOT
OPUHLUIUATBHYI0O  BO3MOXXHOCTh  (POPMHUpPOBAaHUS  TUOPUIHBIX  (YHKIIMOHAIbHBIX
cyOMukpoHHbIX yactull CaCO3@Ag npu KpucTauin3aluid B MUKPOOObEMAX U OTKPBIBAIOT
HOBBIE BO3MOKHOCTH JUISl YIIPABICHUS NApaMEeTpPaMH TaKUX CUCTEM. J|OMOIHUTENbHBIMA
NPEUMYIIECTBAMU  pa3padOTAHHOIO  MOAXOAAa  ABISIIOTCA  MaclITabMpyeMoCTb U
BOCIIPOU3BOAMMOCTb CHMHTE3a. Pe3ynbTarsl MoKa3aiu, YTO YaCTULbI, CHHTE3UPOBAHHBIE B
MHUKpPOOOBEMAX, AEMOHCTPUPYIOT 3HAYUTEIBbHOE YBEJIMYEHUE 3arpy304HON CIIOCOOHOCTH:
okosio 11 mac. % mpotuB 9 mac. % s KOHTPOJIBLHOTO oOpasia. AHanu3 AaHHbIX SAXS
BBISIBWJI 3HAYUTEIBHYIO JIOJIIO TOp ¢ pasmepamu oT 3 10 40 HM B IOJIyYEHHBIX YACTHIAX,
YTO yKa3bIBa€T HA MX MOTEHIMA] KAaK BBICOKOI(P(PEKTUBHBIX HOCUTENEH NIl Pa3TMUYHBIX
NPUMEHEHUH, OCOOEHHO B AaHTUOAKTEpUAIbHOW Tepanuu. [UOpUAHBIE YaCTHUIBI
CaCO;3;@Ag, CcUHTE3MpPOBAHHBIE C HCIOJIL30BAHUEM MUKPOQDIIOUTHOTO YCTPOMCTBA,
MPOSIBUIIM BBICOKYIO aKTUBHOCTh MPOTUB I'PaMOTpHIIATENIbHBIX OakTepuil Escherichia coli c
WHTHOUpYIOIEH KOHIeHTpanend 12—15 gacTull Ha KJIETKy. DTH pe3yJbTaThl BaXKHBI JJIS
NPWIOKEHUN JOCTaBKM JIEKAPCTB W OTKPBIBAIOT BO3MOXKHOCTH IS JAJIbHEHIIMX

HWCCIIEeN0BAHUN B 001aCTU OMOMEIUIIMHCKIUX HAHOTEXHOJIOTHH.
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3akioueHue

B nuccepranmonHoil paboTe MpeACTaBiCHbl PE3yJbTaThl KaK KOHCTPYWPOBAHUS
MUKPO(DIIOUIHBIX YCTPOUCTB I CHHTe3a (yHKIUOHAIBHBIX MAaTepUalioB, TaK U
UCCJIEI0OBAHUS UX (PU3UKO-XMMUYECKUX CBOMCTB B PEKUME 7 Situ, a TAK)KE TTOTEHIIMAIbHBIX
npuMeHeHu B OuomenuiHe. [lonyueHHble pe3ybTaThl IEMOHCTPUPYIOT 3HAYUTEIbHbBIN
MOTEHITNAT MUKPO(MITIOUTHBIX CUCTEM KaK MHCTPYMEHTA ISl PEIIU3UOHHOTO YIIPaBICHUS
npolieccaMi CHUHTE3a M aHalM3a IMUPOKUM HAa0OpOM Ja0OpPaTOPHBIX M CHHXPOTPOHHBIX
METOJMK, YTO OTKPHIBAET HOBbIE BO3MOXKHOCTH B pa3pabOTKe MaTEpHAIOB C 3aJaHHBIMU
CBOWCTBaMU.

KonuyecTBeHHOE HCCeI0BaHUE TPEXMEPHOM CTPYKTYPhI MUKPOQIIIOUIHBIX YHUIIOB,
M3rOTOBJIEHHBIX MeTOM0M DLP, mo3BOSMIIO yCTaHOBUTH KIIIOUEBBIE 3aKOHOMEPHOCTH
BIUsIHUA TlapameTpoB 3D-neuatu Ha Mop(doJIOTHI0O U PYHKIIMOHAIBHBIE XapaKTEPUCTUKU
yctpoiictB. KomOunanust MetrogoB Mukpo-KT u  POM  BbIsiIBHWIIa  3aBUCHMOCTD
HIEPOXOBATOCTU MOBEPXHOCTH OT MPOCTPAHCTBEHHOTO Pa3pEIICHUs MeYaTh, YTO OCOOCHHO
BKHO IPU MPOCKTUPOBAHUH CIIOKHBIX MUKPOQIIOUIHBIX CUCTEM C MHTETPUPOBAHHBIMU
aKTUBHBIMU  dJIeMEHTaMu. M3ydeHue MEXaHMYEeCKUX CBOMCTB  (POTOMOJUMEPHBIX
MaTepUaJioB MOKA3aJ0 CYUIECTBEHHOE BIIMSIHUE CTapeHUs Ha BelnuunHy moayis FOHra u
JIpyrue€ MeXaHW4YeCKHe TMapaMeTpbl, YTO HEOOXOAMMO YUMTHIBATh MPHU JOJTOCPOUHOU
SKCIUTyaTaluu yCTPOUCTB. Pa3paboTaHHBIA MOJIXO0M, COUYETAIONIUMN IKCIEPUMEHTAILHbBIC
JAHHBIE C YHCICHHBIM MOJCIUPOBAHUEM, OOECIEUMBACT HANCKHYIO OCHOBY JIIA
MPOTHO3UPOBAHUS PA0OUHX XaPAKTEPUCTUK MUKPOQITIOUTHBIX CUCTEM.

Pa3pabotana MeToanKa KOJMYECTBEHHOTO aHaIHM3a IMpOIlecca BOCCTAHOBJICHUS
MOHOB MAJIJIAIUSI B XOJI€ CHHTE3a HAHOYACTHI] B MUKPO(IIIONIHOM peakTope. OnTuManbHas
KOH(UTYpalusi MUKPOPEAKTOPa MO3BOJIMIIA TOCTUYD 3HAYEHUsI CKauka rnoryiomenus 0.5 Ha
Kpae MaIafds U 3aperucTpupoBaTh ocumusimu 1o k = 12 A™' 3a Bpems mnopsiaka
10 MUHYT Ha CHHXPOTPOHHOM HCTOYHHKE BTOpPOTO moKojeHus. JuddepeHiupoBaHsl

IIPOLIECCHI BOCCTAHOBJIEHUS M OCAXIEHUS METajlla B XO/I€ ABWKECHHS PEaKIIMOHHON CMECU
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no kanamy. OmnpeneneHa na0jds BoccTaHOBIEHHbIX aTtomoB Pd(0) B pactBOpe mocie
3aBepuieHus1 peakuuu paBHas 0.56, W 108 OCaXAEHHOrO MaUIaJdsg Ha CTEHKU
MUKpopeakTopa, paBHas (.32 oT o01iero Ha4yaJIbHOTO KoJM4ecTBa MeTawia. Monudukarys
ONTUYECKON JUIMHBI KaHAJIOB i1 Situ JTAATHOCTUKHU MO3BOJIMJA MPOBOJUTH HCCIIEIOBAHUE
KHHETHKH pEeaKIuil Takke MeTonoM Y®D-BHAMUMON CHEKTPOCKONMHH O3 H3MEHCHUS
TOMOJIOTUM YCTPOUCTBA. DTUM CHOCOOOM ObLIa OCYIIECTBJICHA THUATHOCTUKA KUHETUKU
mpoliecca CUHTE3a HOBBIX IM3aMENIEHHBIX TPOU3BOIHBIX OepOepuHa.

MuxkpodmonIHbeIi CHHTE3 YacTUIl KapOOHAaTa Kalbliug B METAacTaOUIbHOU (aze
BAaTEpUTA MO3BOJIUI MOJIYYUTh MATEPHANbl C YHUKAIbHBIMU XapaKTEPUCTHUKAMH, BKIIFOUAs
KOHTPOJIMPYEMBII pa3Mep 4YacTHL], Pa3BUTYI0 INOBEPXHOCTh M BBICOKYI) HArpy304YHYIO
coco0HOCTh. Hu3kash HUTOTOKCHUYHOCTh ATUX YAaCTHI] MOATBEPKIAAET UX MOTEHIMAN IS
MIPUMEHEHUS B KAYECTBE HOCUTENEH /IJIsi 1OCTaBKM JiekapcTB. Co3anre THOPUIHBIX YaACTHUIL
CaCOs3@Ag c BbIpaXXeHHON aHTHOAKTEpUAIbHOM akTUBHOCTHIO MpOTUB Escherichia coli
JEMOHCTPUPYET BO3MOKHOCTh Pa3pabOTKH HOBBIX (DYHKIIMOHAJIBHBIX MAaTEpUAIOB JUIs
AHTUMUKPOOHOMU Teparnuu.

[TonyuyeHHbIe pe3ynbTaThl UMEIOT BAXKHOE 3HAYEHUE I JAJbHEUIEro pa3BUTHS
MUKPO(DIIOUIHBIX ~ TEXHOJNOTUW.  [lepCeKTUBHBIMU  HANpPABJICHUSIMHU  SIBISIIOTCS
ONTUMM3ALUSA MEXaHUYECKUX CBOMCTB 3D-meuyaTHBIX YCTpOWCTB, pa3padOTKa HOBBIX
TMOPUIHBIX MaTepUaNiOB [Jisi KOMOMHUPOBAHHOW Tepanud W BHEIPEHUE METOOB
MalIMHHOTO OOy4YeHHWsl [JIsi aHajdu3a JaHHBIX in situ. Pe3ynbTaThl pabOTHl BHOCAT
CYIIECTBEHHbI BKJIaJ] B pa3BUTHUE COBPEMEHHBIX METOJOB CHHTE3a U aHalIu3a
(GyHKIMOHATBHBIX MAaTEpUAJIOB, CO3/laBasi OCHOBY JIJISi MUX MPAKTHYECKOTO MPUMEHEHUS B
OuomenMIIMHe, KaTanu3e U MaTepuaioBeneHuu. [IpoBeneHHbIe UCCIeTOBaHUS OTKPBIBAIOT
HOBBIE BO3MOKHOCTH JIJIsi CO3J]aHUsl CJEIYIOLIEro MOKOJICHUSI MUKPOQIIIOUAHBIX CUCTEM C

YIIYUIICHHBIMUA XapaKTEPUCTHKAMU U PACIIUPEHHBIM (PYHKITHOHAIOM.
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