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AnHoTanusa KinroueBbie cmoBa

IIpoananusuposan npouecc cunmesa domonnvix kpu- Kanopumempus, omontvie Kpu-
CMAnnoe ¢ NOMOWLI0 KAZTOPUMEMPUHEKUX USMEPeHUL. CMANTbL, CuHmes, MOHOOUcnepc-
Ionyuenvt epaduxu mennosvideneHuss 8 npoyecce CUH- HOCHMb, CHEKMPOCKONUS, CHION-
me3sa 30715 6ydyujeeo omonnozo Kpucmanna. Xapak- 30Ha

mepHovle y4acmKku epaduKos coomeemcmsyom IH0o- u

ak303ppexmam (npu 3HO0IPPexme opeanHuueckas u

HeopeaHuueckas Pasvl CMEUUBAOMCT U NPOUCXOOUM

npouecc eudponu3a MoHomepa, a npu 6o1LULOM IK303¢H-

pexme npomexaem peaxuus NOAUKOHOEHCAUUU U AK-

mususupyemcs pocm 3apodviuieii meepooti pasvi).

Buvinonnena ouenxa cmenenu 3asepuieHus peaxyuu, ee

3HAueHUe COCMasusnio okono 6 % obujezo uucna cuna-

HOZbHBIX C8A3eli, 4MO céUdemenvcmeyerm 00 oueHb

poixnoti cmpykmype nony4entozo 3o07s. Ilocne yoanenus

pacmeopumenst NoyueHbl MOHOOUCHEPCHbIE UPUSUDY-

ouiue o6pa3ubt. C nomouwpto 0aHHbBIX cnexmpockonuy  Ilocrymmna B pegakimio 08.06.2018
onpeodesneHvi pasmepol 4aCHUL, © MI'TY um. H.9. baymana, 2018

B mocnenHue pecATHaeTNA BO BCEM MMpPe Pe3KO BO3POC MHTepec K paspaboTKaM B
obnmacty nomydennss poroHHbIXx Kpucrawios (PK), Tak kak OHM ABIAIOTCA OTHUM U3
HaIpaBJIeHUIl pasBUTUA HAaHOTeXHooruil. IlepcrexTuBbl MCIOMb30BaHMA 3TUX Ma-
TepMaloB O4YeHb HIMPOKMU. IIpexxe Bcero, aTo MpeKpacHble XMMUYeCKe COpOeHTHI,
CTPYKTYPOJ HOPp KOTOPBIX MOXKHO YIpPaBIATb, M03TOMy PK MOXHO NpMMEHATH B
Ka4€eCTBE€ OCHOBBI /11 HAHECEHN A CEIEKTVBHBIX KaTa/In3aTOPOB. ®oTOHHBIE Kpucrai-
JIbl, DONMPOBAHHbIE OPraHMYECKMMU M HEOPraHNYECKUMU 1106aBKaMI/I, MOTYT CIIy-
KUTb CEHCOPAMU [l OIIpeJie/IeHNs COCTaBOB HEM3BECTHBIX VMJIM BPEIHBIX BEILECTB,
T. €. ObITh aAKTMBHBIMM 371EMEHTAMM AHaIN3aTOPOB.

Ynopsapouennas crpykrypa @K ¢ BpICOKOIT MOHOAVICIIEPCHOCTBIO ITIO0YIT ITO3BO-
14€T IPUMEHATD UX B Z-)HeKTpOHHOﬂ TEXHUKE B BUAC OIITUYCCKUX HepeKmoaneneﬁ n
yCUINTENEN CUCTeM BOJIOKOHHON CBA3K. HaHeceHMeM CIOMCTBIX CTPYKTYp Ha Mare-
pHan KaTofla MOXKHO CHU3UTD IIOPOT 3MUCCUM 3/IEKTPOHOB, UTO IpUBeEMeT K IOHIMXe-
HMIO TeMIIEPATYPhI ¥ YBETMYEHNIO CPOKA CITY>KOBI POTONpPUEeMHNKOB. [lompoBaHHbIe
MarHUTHBIMU KoMmnoHeHTaMu DK CTAaHYT 3/IEMEHTAMU «MarHUTHO HaMsTU», aTTe-
HIOQTOpPOB N T. [. Onn MOTyT OBITH OCHOBOI1 A1 3alI0JTHEHVS ITOTYIIPOBOHMKOBbIMU
COCTaBaMU IIPY CO3/JaHMY HOBBIX CBEPXIIPOBOJALINX MaTepUa/IOB.
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BcnencrBue orpomHoit copbumonHoi cnoco6Hoct @K MOXXHO NpUMEHATDH B
MeIMIVHE U KaK HOCUTEM OMOIOIMYIECKMX MOJIEKYII, OMIOCEHCOPDI, aiCOPOEHbI TOK-
CUYHBIX BelllecTB. B Buge cucreM «siapo — obonouka» BHyTpyu OK MoxHO pacmorno-
KUTb KBAaHTOBBIE TOYKM — HAHOYACTUIIBI ITOJIYIIPOBOJHUKOB, KOTOpBIe Omarogaps
¢dryopecneHIny, OYAYT «BBICBEYMBATH» IPOO/IEMHbIE KJIETKM KMBOTO OPTaHU3Ma.

Cunresy OK mocpslieHo 3HaUNTeIbHOE KONMNYECTBO IUTepaTyphl. PasHoobpasnue
METOJIOB BBIPAIIMBAHNs CBA3aHO C BIMAHMEM OO/BIIOro 4nciaa GakTopoB Ha Xapak-
TePUCTUKY OYAyIIero KpUCTajUIa: KOHLEHTPpaLus, TeMIIepaTypa, TOMOTeHHOCTDb peak-
I[VIOHHOJI CMeCH, IOPS/IOK TOflauM TeTPAdTOKCUCUIAHA, CKOPOCTh IIepeMellVBaHy,
YMCTOTA XMMUYECKMX PeareHTOB.

VI B caMbIX HepBBIX paboTax, 1 B 60/Iee MO3JHNX aBTOPBI OTMEYAIOT IIPUOIVDKEeH-
HOe COOTHOLIEHME MeX/y pasMepaMu IT0OYT M MeTOAMKaMy CuHTe3a 06pasuos [1].
[l Bocripou3BesieHNsI pe3y/IbTaTOB U IPOTHO3MPOBAHMS Pa3MepoOB, IPOYHOCTH, I10-
pucTocTyt T106y1 TpebyeTcss CTPOro BBIEPKMBATbh TEXHONIOTMYECKNUII MIPOIlecC B Te-
JeHJe [UINTEeNbHOTO IIepMoJja BpeMeHM, Beflb Ha CaMOOPTaHM3ALUI0 IIOTHOYIIAKO-
BaHHOJ CTPYKTYpBbI, COfiepKalljeil MUHMMAaIbHOE KOMNYeCTBO fieeKTOoB, Tpedyercs
3HAYNTEIbHOE BPEeMS — MeCHIIbL.

DoTOHHBIE KPUCTA/UIBI — 3TO MAaKPOCTPYKTYpa, OCHOBaHHas Ha 0Opa3oBaHUU
['TIK-pemwerkn HanopasMmepHbiMu cdepamu (100...1000 Hm). HaHOYacTHI[bl MOXXHO
paccMaTpuBaTh KaK IIPOMEXYTOYHbIe 00pa3soBaHMsA MEXHY OTHE/NIbHBIMU aTOMaMU U
TBEPAbIM MaKpoTenoM. CTaOMIbHOCTh OTHEIbHBIX HAHOPA3MEPHBIX YACTHUI[ MOXKET
3aBUCETh OT KMHETHYECKMX U TePMOAMHAMUYECKUX (aKTOpoB [2], KOHTPOIb KOTO-
PBIX He BCerfia JIeTKO OCYIeCTBUTDh Ha BceX cTapmaAx cuHTesa PK. Bonpuryo ponb B
Ipolecce pocTa HAHOYACTHUIIBI UTPAIOT (IYKTyaly KOHIEHTPALMV Pearnpyoumx
Bell[eCTB. ITO IMPMBOAUT K HECOBIIA/ICHNIO BO BpeMeHM M3MEHEHUI KOHIeHTpalun
peareHToB Ha IOBEPXHOCTY Pa3/IMYHBIX IO pa3Mepy YacTUIl, M KaK CIefICTBME, K MX
Pa3HON PeaKIVIOHHON CIOCOOHOCTM ¥ IOMMUANCIEPCHOCT MaKpPOCTPYKTYphL Pery-
JIMpOBKaA [iIaMeTpa YacTUI] C KOHTPOJIeM IIapaMeTpOB CMHTe3a — Hambosiee BaKHasA
3ajlaya HAHOTEXHOJIOTUIL.

IIponecc cunTesa OK BKII0OYaET CrlefyoIIye CTafyN:

— IIPUTOTOBJICHNE VICXOJHBIX PaCTBOPOB;

— TepMOCTaTHPOBaHNe MCXONHBIX PAacTBOPOB U oObecIedeHye PaBHOMEPHOCTU
pacmpefeneHNsA KOHI[EHTPAI[UY BCeX KOMIIOHEHTOB;

— obecrieyeHre M30TEPMUYECKUX YCIOBUIT pOCTa INOOYI NpU CHATUM BHELIHe-
11 dy3MOHHOT COCTABIAIONIEN 10 IIOTTHOTO IIPEKPAIeHNs PeaKIVy NOMMKOHIeHC ALV,

— OCaXJIeHMe 11 YCTpaHeHUe PacTBOPUTEIS U IPOAYKTOB IOIVKOHAEHCAIVIN CH-
CTeMbl;

- ofecrieyeHre yCIOBUII YHOPSAJOYEHMS M CaMOOPTaHM3ALUM IIPU OCAKJEHUN
rno6yn u popmuposannu OK ¢ MeHbIINM YnCIOM HeeKTOB.

ITens paGoTbl — IpMMeHeHUe KaTOPUMETPUYECKOrO METOfla aHa/Iu3a Jyid KOH-
Tposs npouecca cunresa OK.

Meropuka sKcrepuMeHTa. B kadecTBe MaTepyaaoB UCIIOIb30BA/IN: YVCTHIN TET-
pastunoprocunukar (T90C), 25 % (mac.) Bogusiit ammuak (NH4OH), 0co60 uncrsrit
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atmnosbit cmpt CHsOH, pextndukat, JycTWmMpoBaHHasA BOJA C YAEIbHON 3/eK-
TPOIPOBOAHOCTBIO 2 - 107 CMm/M.

I nydmero pacnpenenenust Monekyn TOOC B pacTBopuTtene-ataHone o6beM
HOCTIeHETO OBUI pasfie/ieH IIOIO/IaM M pas/inyHble (paspl MPUTOTOBIEHBI OTHEIbHO:
HeopraHu4yecKas — 9TaHOJ, aMMMaK U BOfa; opranmyeckas — staHon u TOOC [3].
O6a pacTBopa 6bUIN BbIEp>KaHbI TPV KOMHATHOII TeMIIepaType B TedeHne 30 MUH 1
HOZIOTPeTHl IO Hayaja IPOBeJieHNUA dKCIIepUMeHTa. TakuMm 06pasoM TeIIoBoil ad-
(deKT peakuyy pacTBOPEHNA CIMPTA B BOJE, IPOTEKAIOIIEll TPV IIPUTOTOB/ICHNN He-
opraHndeckoit ¢asbl, 6bU1 UCKII0YeH. Ter1oBeIM a¢dekToM IIpyu 06pa3oBaHMM Opra-
HIYeCKOl (a3bl MOXKHO IpeHeOpeub, IpUMHNMas BO BHUMaHNUE CTPOEHUE MOJIEKYII
TOOC n stanona.

[l OLIEHKM CKOPOCTY POCTa IIOOYI MICIOIb30BaIN MUHUKATOPUMETP, IIpef-
CTaBJIAILNI COO0J TepMOCTaT — MeTa/UIMYecKNit cocyn Jpioapa, peaKIMOHHBIN
COCYJ, TepMOM30/MNPYIOLIasl MPOKIa/iKa, MaTHUTHAs MeIlaJKa BO (TOPOIIACTOBOI
KaIrcyse, KpbIIKa ¢ OTBEPCTUAMU ISl CMeIlleHNs PeareHTOB M YCTaHOBKM TepMo-
MeTpa. B kadecTBe TepMoMeTpa NPUMEHSIN TEPMOIIAPY C TOYHOCTBIO M3MepeHNsA
temmneparypsl 0,01 °C. Temmeparypa ¢uxcupoBamach aBTOMaTUYECKM CO CKOPO-
crpio 100 uam/c. TepmocTaT O6bIT OTKaIMOPOBAH MO M3BECTHBIM 3HAYEHMAM TEIUIO-
bl pacTBopenns KCl u H,SO4.

MonbHOe COOTHOIIEHME YVCTa KOMIIOHEHTOB CUCTEMBI BBIOMPAIN B COOTBET-
CTBUM C peKOMEHJJ0BaHHBIMY KOHI[eHTpauyAMu Meropia Illtobepa [4]:

H,O / C,HsOH / T9OC / NH;

2,6/0,75/0,02/0,2 (a)

2,3/0,84/0,02/0,2(6)

KomngecrBo TOOC n NH; ¢uxcuposano [5]. Vi3aMeHeHue TeMIeparypbl CUCTe-
MBI BO BpeMeHM IIpefiCTaB/IeHo Ha puc. 1.

28 -

27 -
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Puc. 1. KpuBble TermoBbIe/IeHNsA, HOTy4eHHbIe Ha HAYa/IbHOM 3Talle Iponecca cuHTeda PK
IIpY PAaBHOM MOJIBHOM CooTHomeHnn komnonenros H,O/C,H;OH
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Ha puc. 1 Xxopolo 3aMeTHbI Hada/IbHbIE YIACTKY I'Pa(UKOB, CBA3aHHbIE C TEIJIO-
BbIMIU 3¢ deKTaMy CMelleHNsl HeOpraHudeckoll u opranmdeckoit ¢as. Ecmu Havano
3aBUCUMOCTH (@) COOTBETCTBYeT 9K309¢deKTy, To A/ (6) HabmogaeTcss HeOObILION
aHp03¢p¢ext. Oba rpadyuka COOTBETCTBYIOT pacyeTaM IO AudQepeHIpyeMOol Tel-
JIOTe CMeIIeHVS XUKOCTeil [6]. Bplmn oljeHeHBI BK/IA/Ibl 9TUX BE/INYMH B CYMMapHBIil
TernoBoit agdekxT mponecca. CpegHsASA TeMIIepaTypa OIBITOB OblUIa paBHa 24,7 u 24,1
°C. PaccumTaHHBII 110 KPUBBIM TEIUIOBBIIE/ICHNsI CyMMAapHBIN TeIIOBOW 3QdeKT
MPOLIECCOB COCTABUI COOTBETCTBeHHO —406,5 1 —394,3 k.

O6a mporjecca 3K30TepMUIecKe ¥ MPOTEKAIT aHATIOTMYHO, YTO COOTBETCTBYET
Hen3MeHHOCTH KonmndecTBa TOOC B ombiTe.

Crapuu peakuym. Peakipys nporekaeT B HeCKO/IbKo crapuit. HavampHas cragus —
TUIPO/IN3 ATKWIIPOU3BOIHBIX KPEMHMEBBIX KUCIOT C OOpasoBaHMEM CHMIAHObHBIX
rpynm (=Si-OH):

Si(OR), + H,O <2 (OR);SiOH + ROH (1)

U Janee MpoLecC NOMMKOHJEHCAlMy ¢ OOpa3oBaHMEM CUIOKCAHOBBIX CBs3eil
(=Si-0-Si=):

(RO);=Si—-OH + OH-Si=(RO); «2"— (RO):=Si—-O-Si=(RO); + H,O (2)

ITepBas cragus mporecca COIPOBOX/AETCS IOIIOLIEHNEeM TeIUIOTHI (TUApPOIn3
CBsA3aH C pa3pbIBOM MOJIEKYN Boabl): A.H > 0, HO Ipoljecc MOMMKOHJEH AN — 9K-
3orepmmueckuit: Ay H < 0.

OneHnka saBepmieHHOCTH Nponecca. OlleHNM CTeleHb 3aBepllieHus Ipoliecca,
IpYHUMAs BO BHUMAaHNeE, YTO KOHEYHBIM IIPOJYKTOM IONMKOH[IEHCAINU SB/IAETCA
IIO/IMMep, He MMEIOINI B COCTaBe aTKOKCUAHBIX pafinKanoB. Kakablil aToM KpeMHuUA
COeNIMHAETCA CMITOKCAHOBBIM MOCTVMKOM C YeThIPbMS COCEIHMMM aTOMaMM KPEeMHMA.
Takum 06pasoM, MOTy4aeTcs, YTO Ha OAVH aTOM KPEeMHMs B KOHEUYHOM IPOAYKTe
IIPUXOJUTCSA OfIHA CUIOKCAHOBAsA CBA3b. YNCTIO CBA3ell paBHO YNCITy aTOMOB KpPEeMHUA
B cucreMe. C y4eTOM CIIPaBOYHBIX IAHHBIX [7] KOMMYECTBO TEIUIOTHI, BBIfIE/IAIOIIeeCs
npu 06pazoBaHMM OHOTO Monsa moHoB SiO;  paBHO —1353 k]Ix/Momb. C yueTom
PaBHO3HAYHOCTM CBA3ell Ha opHy npuxogutcsa -338 xlbx/monb. Ina 0,02 momb
TOOC MakcuManbHBbI TermnoBoit addekT cocrtaBut 6,76 xJx. Takum obpasom, cre-
IIEHb 3aBEPILIEHHOCTH IIPOLiecca BCEro OKomo 6 %.

B panHOM cimydae rmo6ynsr @K npencTaBiAoT co60il 0O4eHb PhIX/Ible 06pa3oBa-
HVS TBepAIoil (asbl, cofepiKalye MHOXKeCTBO IO/IOCTel, 3aII0/THEHHBIX pPacTBOpUTe-
JIeM ¥ HeTHJPO/IM30BaHHBIMIY YITIEBOJOPOAHBIMU paaykanamu. O6pa3oBaHNs MOTYT
VIMeTb Buj memy v mapa [8]. OfmHaKo BepoATHOCTb 0Opa3oBaHys Lapa Oojblie,
IIOCKOJIbKY pasMep YyHeNbHOIl IOBEPXHOCTU CTpeMuTca K MuHuMymy. lllapsr mpen-
CTaB/IAT coboit Munemnry [9] (puc. 2), AApo KOTOPOi B CUIBHOLIETOYHOI cpefe
(pH =11) 3apsxeHO OTpUIIATENBbHO, Onarofapsl 4eMy He IPOVCXOAUT KOAry/IAIVs
CUCTeMBI 11 He 00pasyeTcs reib.
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Munenna
Yacruna
SAnpo
: - + +
{{8i0,],,- n-OH  -(n—x)-NH}- x-NH;j
%f_/
H—/ C . %/_/
Arperar IOV OTEHLMAL A pcop6umonnbiit  [TndydysnoHHbiit

OTPEAEIAOIMX cnoit lITepra cnoit ['yn

MOHOB

Puc. 2. CtpykTypa Mutienbt

Ilony4yennbie pesymbrarbl. [locne momydyeHusa MOHOAMCIIEPCHONM CYCIIEH3UM B
TeueHMe ABYX MecsAleB B TepMocTaTe Ipu TemmepaType 25 °C oCylecTB/IsIN yIapu-
BaHJe PaCTBOPUTEJIA, B pe3y/IbTaTe 4ero IOIyYVIN TBEP/bI NPU3UPYIOLINil 0Opaselr
(puc. 3).

Puc. 3. O6pasier OK

Ha stux o6pasuax ObUIM CHATHI CIEKTPBI OTPaXKEHUsI MPU HOPMATbHOM Iajie-
HuM. B Hux HabmogaeTcss OfHA IOI0CA TOI/IOLIEHNMs, KOTOpasi Ha3bIBAeTCs 3aIpe-
IEHHOI (CTOII-) 30HOIA, IO MECTY IIOJIOXKEHNS KOTOPOJ MOXKHO OLIEHUTb pa3Mep I10-
rnowamomyx yactut [10] (puc. 4).

3 520,520,522,523 —
R(K) 558 R(%) L 520,522 523 524 —0
538 1 s61 ! —
1,0 I 101 —)
s Pys —)
0,8
0,34
0,64 0.61 424,30,28,24,29
[y 0,44
0,21 ; 0.2
S

0 A ——t 0 d r v
500 520 540 560 580 600 620 A, HM 450 500 S50 600 650 A M

Puc. 4. Cron-3oHa BepxHeit vactu obpasia OK, sbipamentoro 8 MI'TY 20.04.18
(KpUBBIM COOTBETCTBYET BBIOOPKA 10 pa3HBIM TOYKaM Ha IIOBEPXHOCTY KPUCTAIIIA)
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Omnpenenum pasmep yactu,. ITo popmyne Bynbda — Bpera momyunm
2dsin® =nA,
OTKYy/ia
_ nh
2sin@’

C y4erom Ttoro, uto R(A)= Top = 0,5d (cm. puc 4), toe A — pauHa BOMHBL, O —
YTOJI CKOJIBKEHVS TAfIAlollero 1y4a; d — KpaTdaiilllee pacCTOsSHUE MEeX/Y YacTULAMU
B 9/IeMEHTAPHOII siueliKe KPUCTA/UINIECKON PeIleTKI; 1 — YUC/IO0 YaCTULl, HeoOXOm-
Moe 15 TIOCTPOEHMsI 97IEMEHTAPHO S4YeVKY (IOPSTOK OTPaXKeHs).

PasMep IOITIOIAIONINX YacTUL] IIEPBOTO U BTOPOTro 06paslia OIpenenM CIefy-
IOLIM 06pasoM.

Ins obpasua a:

n=4, L=520-10";

na

=— =  =1,04-10"%
2sin(m/2)
RV =£d =368-10° m
ad 4 .

I obpasia 6:
n=4, A=560-10";

o on
2sin(mt/2)
J2

R(A),4 sz =396-10" m.

=1,12-10"%;

BoiBogpl. B pesynbpTaTe mpoBefeHHOI pabOThI KaTOPUMETPUYECK) IPOaHATN3N-
poBaH Ipolecc cuHTesa 1100y oyayuero OK, orneHeHa o1 CMIAKCAHOBBIX CBs3ell
Ha Havya/JIbHOI CTafuM CUHTe3a. 3adUKCUPOBAHO, YTO P YBEIMYEHNN TOIU BOJBI B
clucTeMe pa3Mep 4acTull yMeHblaeTcs. OmpefesieH pasMep YacTUIl Ha IIOBEPXHOCTU
OK c noMo11[bI0 CIIEKTPOB OTPAKEHMUA.
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Abstract Keywords

The article analyzes the process of photonic crystals Calorimetry, photonic crystals, syn-
synthesis with the help of calorimetric measurements. thesis, monodispersity, spectroscopic

We have obtained the heat generation graphs in the measurements, stop zone
process of future photonic crystal’s sol synthesis. Char-

acteristic parts of the graphs conform with endo- and

exo-effects: in case of the endoeffect the organic and

nonorganic phases mix and the monomer hydrolysis

process occurs, while in case of the great exo-effect the

polyfunctional condensation reaction takes place and

the solid phase nuclei growth is activated. According to

the estimate of the reaction completion degree its value

is about 6% of the total number of the silanol bonds,

which is indicative of the loose structure of the sol ob-

tained. After removing the solvent the monodisperse

iridescent specimens were derived. By applying the Received 08.06.2018
spectroscopic measurements we have determined the © Bauman Moscow State Technical
particle sizes. University, 2018
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