paaukaia A00aBKH J0 UCXOJHOTO coeluHEeHUs ¢ oOpazoBanueMm AA. B cuy-
yae mpanc-petuHans (II) nabmronaercs yBenuueHue Bbixoga AA B 3 pasa,
YTO TOBOPUT O €ro crnocoOHocTu OKUciATh a-I'DP. Ilpu pagunonuse nearpu-
POBAHHOT'O 3TaHOJAa M H-TEKCaHAa METOJIOM MacC-CIIEKTPOMETPHUM JIJISl PETH-
HouoB (I, IT) ObuIM OOHAPYKEHBI aAAYKThI C OOJBIIUMHU, HEIKEITU UCXOIHBIC
COCIMHEHHUS, MOJEKYJSIPHBIMH MacCaMM, YTO YKa3bIBa€T Ha BO3MOXXHOCTh
npucoequHeHuss o-I'9P M TeKCUIBHBIX PAaJMKANIOB IO KPAaTHBIM CBS3SIM
mpanc-petunans (II) u mpanc-perunona (I).

[Ipu paanonn3e OKCUT€HUPOBAHHOTO 3TAHOJA U H-T€KCaHa B MPUCYTCTBUU
coenunenuii (I, IT) usmenenus BoixonoB AA, H,O, U cyMMapHBIX BBIXOJIOB
MPOJIYKTOB OKUCJIEHUSI H-T€KCaHa MPAaKTUYECKU He HaOII0JaeTcsl MO CpaBHe-
HUIO C cucTeMaMu 0e3 00aBOK, 4TO TOBOPUT O CIa0OBBIPAKEHHOM aHTHUOK-
CUJAHTHOM aKTHMBHOCTH TECTUPYEMBIX COCJIMHEHHH B JIaHHBIX MOJEIbHBIX
CUCTEMaX.

Takum oOpazoM, TpHU OIEHKE PaJAUKAIPETYISATOPHBIX CBOWCTB mpaHc-
petunans (II) u mpanc-perunona (I) ycranoBneHo, 4To, B3aUMOJEHCTBYS C
o-I'OP 1 rekCIIbHBIMH paiuKalaMH MO Pa3IMYHBIM MEXaHU3MaM, UCCIEeaye-
MbI€ COEJIMHEHHSI CIOCOOHBI 3((PEKTUBHO HHTHOMPOBATH paTUAIMOHHO-
MHIYUHUPOBAHHBIE NPEBPAIECHUS JI€a3PUPOBAHHOIO 3TaHONA M H-TEKCaHa.
Tectupyembie coeauHeHus: 00aaal0T HU3KOM PEAaKIIMOHHON CHOCOOHOCTHIO
M0 OTHOILIEHUIO K KHUCIOPOIUEHTPUPOBAHHBIM pajuKajiaM, 00pa3yronumcs
MIPU paJuoJii3e OKCUT€HUPOBAHHOTO 3TAHOJIA U H-TE€KCaHa.
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HOJYYEHUE XU TO3AHOBBIX YACTUL C MUPAMUCTHUHOM
METOJOM PACHBUINTEJBHOMN CYIIKH

. B. I'pubd, I'. K. ZKaBnepko

BBEJIEHUE

OIIHI/IM n3 MCPCICKTUBHBIX HaHpaBHeHI/Iﬁ B MMOJTYUYCHUHU MUK-
pO(HaHO)paSMCpHBIX qacTul ABJISICTCA MCTO paCHBIHHTCHBHOﬁ CylIKH, IIpHU-
MCHHIOH.IHﬁCH IJIA TIOJTYYCHHA CYXUX ITOPOIIKOB M3 PAaCTBOPOB CyCHeHSHﬁ. IIo
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CPaBHEHMIO C IPYTMMU METOJaMU U3MEIbUEeHHs, TAKUMHU KakK JpobJieHne, Me-
XaHMYECKOE M3MeNIbUeHUE, OCAKIECHUE U3 PACTBOPOB, PACIIbUIMTENbHAS CYIII-
Ka UMeeT psaa npeumyiiecTs [ 1-5]:

1. BO3MOXHOCTb MOJYUYEHHUS OJHOPOJHBIX YACTUI[ CYOMUKPOHHBIX U Ha-
HOPa3MEPOB.

2. Manoe Bpemsa npornecca cymku (15-30 c¢). Yactunbl dakTuyecku He
MOJIBEpraloTcs TEIIOBOMY BO3JIEUCTBHIO, T.K. OOJbIlIasg 4acTh YHEPTUU YXO-
IUT HAa UCTIAPEHUE OCTATOYHOM BIIaXKHOCTH.

3. JlerkocTh peryaupoBKM pa3IMYHBIX MOKa3aTeled KauecTBa BBICYIICH-
HOTO MPOJIyKTa MYyTEM U3MEHEHHUS MapamMeTpoB pexxumMa cymku. K HuM oTHO-
csaTcs OOBEMHBIN BEC CyXOro MOpOINKa, pa3Mep YacTHI], OCTaTOYHAas BIIaX-
HOCTb, TEMIIEpPATYpA.

4. Bonblioil nuamna3oH BO3MOXKHBIX TeMIIEpaTyp B 30HE Cymku: oT 60 g0
1200 °C.

5. Tony4yeHne MHOTOKOMITOHEHTHBIX TOPOIIKOB.

6. Ilpaktnuecku 100% creneHp KancyaupoBaHMs JIEKAPCTBEHHBIX Ipema-
paToB.

OaHuM U3 MEepPCNEeKTHUBHBIX AaHTHUOAKTEPUAIBHBIX CPEACTB IS JIeUEHUs
pa3nuYHbIX UHGEKIUN SABIIETCS MUPAMUCTHH, BRIOpAHHBIM B KauecTBE Karl-
cynmupyemoir ¢opmbl [6]. U3 Oomdbiioro uyucia OUOMOIUMEPOB, KOTOpPbHIE
MO>KHO HCIIOJIb30BaTh B Kau€CTBE MATPHIlbl, ObUI BHIOPAH XUTO3aH, YTO 00Y-
CJIOBJIEHO €ro OMOCOBMECTUMOCTBIO, OUOErpagadebHOCThI0, XUMHUECKOW U
paauaMOHHON YCTOMYUBOCTHIO [7].

enpto paboThl SABIASIOCH (POPMUPOBAHUE METOJIOM PACHBUIUTEIBHON
CYLIKH XMTO3aHOBBIX YACTHI] C PA3JIMYHBIM COJACPKAHUEM MUPAMUCTUHA, JIJIS
M3Y4YEeHHS MEePCIEKTUB JAJIbHEHUILIEro UCIOJIb30BaHUS B MEAUIIMHE B KaUECTBE
aHTUOAKTEPUAIBHOTO CPEICTBA POJIOHTUPOBAHHOIO JIEUCTBHUS.

IKCIHHEPUMEHTAJIBHASA YACTb

Martepuanbl:

MupaMuCTHH, XUTO3aH (MOJ. Macca 1,3-10°, Aldrich (CIIIA)), BonmHBIN
pactBop rayrapanpaeruaa 50% (sec.) (Aldrich, CIIA). [T9U (monusTuneHu-
MuH) (Aldrich, CHIA), TICC (maTpueBas COJb MOJUCTHPOJICYJIbPOHATA)
(Aldrich, CIIIA). Bce peareHThl 1 pacTBOPUTENN ObUIM aHAIUTHYECKOU CTe-
MIEHU YUCTOTHI.

Ob6opynoBanue:

JUis oTy4eHuss MUKPO- W HaHOYACTHUI[ UCIIOJIb30Ba HAHOPACTIBLIUTENb
BeicymmBaromuit LU 222 Advanced (puc. 1).

[TomyueHHBIC YaCTHUIIBI XapaKTEPU30BAIH METOJIOM MHKPOCKOTIMH B KaMe-
pe l'opsieBa ¢ momonursto onTudeckoro Mukpockomna Planar Mukpo Mb (ITna-
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Hap, benapyce). @ypoe-MK cnexrpsl 3anucansl Ha Pypbe-MK ciekTpomerpe
Tensor 27 (Bruker, I'epmanus). Pasmeps 1 Mop(osoruio nmoBepxHOCTH yac-
THUI[ TaK>K€ OMPEENsUIA C TOMOIIBI0 aTOMHO-CHMJIOBOro Mukpockona (ACM)
Nanoscope IIID (Veeco, CIIA). Ilpu ckaHMpOBaHUU HUCIIOIL30BAIM 30H/IbI
NPS-1 u3 HuTpuaa KkpeMHusi ¢ KoHcTaHTaMu xecTkoctu oT 0.06 1o 0.58 H/m.
O6pasupl 1151 ACM rotoBuiid aicopOIye yacTul] U3 pactBopa (rekcaH), Ha
NOBEpXHOCTh (Kpucrtayuiorpapuueckas opueHtanus (1 0 0)) kpeMHHEBBIX
TLUTACTHH MPSIMOYTOIBHON (OPMBI IIOMAIBIO ~ 2 CM”.

Puc. 1. PacnbuiurensHas cymka LAB SPRAY DRIER LU — 222 Advanced

XUT03aHOBbIE MUKpPOCGHEpPhl ¢ MUPAMUCTUHOM OBUIM MOJYYEHBI C IOMO-
1IbI0 a3p030JIbHOM cymiku. PacTBop xurozana 0,1 % (Bec.) roTOBWIN pacTBO-
pPEHUEM XUTO3aHA B JUCTUIUIMPOBAHHON Boje, conepxatueit 0,7 % (Bec.) yk-
CYCHOM KHCIIOTBI. 3aTeM J00aBJIsIM pacTBOP PAa3IMYHON KOHILIEHTPAIUU MU-
pamuctusa (F1 — 0,0005 %; F2 — 0,005 %; F3 — 0,05 %; F4 — 0,1 %) npu no-
CTOSIHHOM TiepeMelnrBaHuu B TeueHue 15 muH. [locne sToro BBOAMIM pac-
TBOp TJIyTapoBOro anpjeruaa (koHeunass konueHtpamus 0,02 % (Bec.)) u
MOJIBEprajiv pacibUIUTEILHOMY BRICYIIMBaHUIO (AuameTp comia 0,7 MMm) oz
JaBJIEHUEM CO CKOPOCTbIO MO/auu pacTBopa 2,5—2,8 MJI/MUH B PacHbLIUTEIIb-
Hoit cymmnke LU-222 Advanced. TemnepaTypy Ha BXojie MOJACPKUBATN Ha
ypoBHe 250 °C, a Temneparypy Ha BbIXOJE, KOTOpas 3aBUCHUT OT TEMIIEpATy-
pbl Ha BXOJ€ U JPYrux (HakTOpoB, TAKMX KaK BO3AYX U CKOPOCThH MOAAYU
KUIKOCTH, BapbupoBanu ot 85 no 100 °C.
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PE3YJIBTATBI U UX OBCYXJIEHUE

CornacHO JaHHBIM ONTUYECKOW MHKPOCKOIINH, YaCTUIBI HIMEIOT chepruue-
ckyto popmy (puc. 2). Ux pasmepsl (quameTp) jexaT B Ipejaenax oT 2 10
5 MM (puc. 3).

Puc. 2. I306paxenne XUTO3aHOBBIX YaCTHUI] C MUPAMHCTHHOM,
MOJIyYCHHBIX C TOMOIIBIO ONTHYECKOW MUKPOCKOTINHU B Kamepe [ opsieBa.
Pasmep kBaapara cocraBiser 50x50 MM

JlaHHBIE TIO pacTpeieNieHHI0 YacTHIl 10 pa3MepaM MpeACTaBICHBl Ha
puc. 3. VI3 mpuBeACHHBIX THCTOTPAMM CIIEJIyeT, YTO B Pe3yJbTaTe JAUCIIEPTH-
poBaHus 00pa3loB 00pa3yroTcs YacTulibl pazmepoM 1-2 MM (18 10 68 %).

c | 80
°1 70 - EFl
A
el 60
o[ o -
al a0 -
H
m| 30 mF3
€1 2 4
%! 10
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AWamMeTp, MKM

Puc. 3. 3aBUCHMOCTb pa3MepOB YaCTHI] OT KOHIIEHTPAIlM MUPAMUCTHHA
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HauGonbmmuit Bexoq takux yacTtuil (~ 70 %) ObUT MOJTyYeH MPHU pachblie-
Huu cmecu F2 (comepxanue mupamuctuna 0,005 %). B o6pasue F1 pacnpe-
JIeJICHUEe YacTHIl JISKUT B mpenenax ot 2 10 5 Mk, a B oopasuax F2, F3, F4
peo0Iaar0T YacTUIBI Pa3MEepPOM OKOJIO 2 MKM, MPUYEM 4YeM OOJIbIIe KOH-
[EHTPAIMS MUPAMUCTHHA, TEM MCHBIIIC YUCIIO YaCTHI] pa3MEPOM 2 MKM.

Mopdomnoruto u pacrnpeAcieHHe 4YacTUIl [0 pa3MepaM OmIpeesIu
KOHTaKTHBIM METOJIOM aTOMHO-CHJIOBOH MUKpockomuu. [loMuMo wyacTuil
MHUKpPOHHBIX pazMepoB, ACM mokasaiia Haaudue 00j1ee MEJIKUX YacTHI]
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Puc. 4. ACM u3obpaxeHre U ceueHue XUTO3aHOBbIX MUKPOYACTULl C MUPAMUCTUHOM, TO-
Jy4EHHBIX METOJIOM PACHbUIMNTEIbHOM CYIIKH U HAHECEHHBIX Ha MOBEPXHOCTh
erMHHfI nu3 paCTBOpa T€KCaHa: a — YaCTHIIbI HaHOMETPOBBIX Pa3MEpOB, 0— Cy6MI/IKpOHHa$I qacTtuna

(100-700 am) (puc. 4), KOTOpble HE BUIAHBI B ONTHYECKUA MHUKPOCKOII, YTO
OOyCIJIOBJIEHHO BBICOKMM pPa3pelIeHHEeM aTOMHO-CHUJIOBOIO MHUKpPOCKOINA —
€IUHUIII HAHOMETPOB B HAMNpaBJICHUAX X U Y, J0JM HAHOMETPOB IIO
BEPTUKAIIH.

Hanuuue MupamuictuHa B yacTuiiax owuio gokazaHo metoaoMm MK-Dypre
CIIEKTpOCKOMHH (pHuc. 5).

334



L';a@n C=0 1 N-H xone- . F1 -0,0005 %
e Oanus 1485.09 cm™, F2 — 0,005 %

-1
1457.69 cm F3 0,05 %
8 ~ m/

(konebanus
OCHOIBHOI0 KOJIbIIA )

120
I

100
1

Trans mittance [%]

40

20
I

1380 .05
1318 68
1153 .20
1071.11
1035 80
852,80
&i5.02
574 80

1651.07
1562 38
1485 ©

1457 G

—| 1408 50 —

= T T T T T

2000 1800 1600 1400 1200 1000 800 600 400
Wavenumber cm-1

Puc. 5. UK-®ypbe ciexTpsl:
(2000-400 cm™) F1 (0,0005% mupamuctus), F2 (0,005% MupaMucTHH),
F3 (0,05% mupamuctun),F4(0,1 % Mupamuctus)

CrpykrypHas ¢opmysia MUpaMUCTHHA TIpUBEIeHa Ha puc. 6. BumHo, 4To

OH COJIEPKUT B CBOEM COCTAaBE OJIHY KapOOHWIIbHYIO IpyIITy, O€H30JIbHOE S1-
po u cBs3b N-H.
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Puc. 6. CtpykrypHas ¢hopmylia MUpaMUCTHHA

Takum o6pa3om, HaauyMe MHUPAMUCTHHA B YacTULAX MOATBEPXKIaeTcs
MPUCYTCTBUEM Konebanuii ¢ yactoToit 1485 u 1457 cM™'. OHH CBs3aHbI C KO-
nebaHussMu O€H30JIbHOTO Koublla. MMetoTcst Takxke kosebanus rpynn C=0 u
N-H rpynn (1651 u 1562 CM'I). O KOJMYECTBEHHOM COAEPKAaHUM MUPaAMHU-
CTMHA MO>HO CYAUTh MO MHTCHCUBHOCTHU IMKOB: C YBEJIIMYEHHUEM COIEpKa-
HUSI MUPAMHUCTHHA MOBBINIAETCS] MHTEHCUBHOCTh KoJiebaHui (puc. 6).

[lony4yeHHble YacTHUIIBI MOTYT OBITh MCIOJB30BaHbl B KaUeCTBE AHTHCE-
TUYECKOTO CPEJCTBA, 00JaJaroNIero MpOJIOHTHPOBAaHHBIM 3ddexrom. [lpu
PacTBOPEHUH TaKMX YaCTUIl BOBMOXXHO OJHOBPEMEHHOE JCHCTBUE IBYX (ak-
TOPOB: YBEJIIMUEHHE CKOPOCTU BBIXOJa MUPAMUCTHHA C YMEHBIIEHUEM pa3Me-
POB YaCTHII, U 3aMEJIJIECHUEM CKOPOCTH BBICBOOOXKICHHSI MUPAMUCTHUH 32 CUET
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CIIMBKU C XMTO3aHOM. TakuM o0Opa3om, BapbUpys pazmep MHUKpochep U co-
NepKaHUE MUPAMUCTHUHA B HUX, MOKHO U3MEHSTh KHUHETUKY BBIXOJA LIEJIE€BO-
ro MPOAYKTA.

BbIBO/IbI

B xone BeImosHEeHUST pabOTHl METOJIOM PACTIBUIMTEIBLHON CYIIKH OBLIH TO-
Jy4eHBl XUTO3aHOBBIE YACTHUIIbI, CIIUTHIC TIYTAPOBHIM aJbJICTHAOM, C pas-
JMYHBIM CO/ICpKAaHUEM MUPaMHUCTHHA.

C moMOomIpI0 ONMTHYECKON MUKPOCKOIWU OBLIM MPOBEACH aHAIN3 pacrpe-
JCJIEHUS] YACTHI] TIO pa3MepaM. Y CTAaHOBJICHO, YTO JTUAMETP MHUKPOHHBIX Yac-
TUI, OTIMYAIONIMXCS pa3IMYHbIM coaepkanneM wMupamuctuHa (F1 —
0,0005 % (Bec.), F2 — 0,005 % (Bec.), F3 — 0,05 % (Bec.) u F4 — 0,0005 %
(Bec.)) cocrasnget 3.1, 2.3, 2.4 u 2.4 MUKPOMETPOB COOTBETCTBEHHO. Takum
o0pa3zom, pa3mep 4acTul] B OOJbIIel Mepe ONpenessieTcss YCIOBHIMH a3po-
30JIBHOTO BBICYIIMBAHWSI, 2 HE COOTHOIIICHHEM KOMITOHEHTOB.

[ToMMMO MHKpPOHHBIX YacTWIl, OBUIO JOKa3aHO C IOMOIIBI0 aTOMHO-
CHJIOBOM MHKPOCKOTUHM ()OPMUPOBAHHE CYOMHUKPOHHBIX YAacTHII, pa3Mep KO-
TOpPBIX BapbupyeTcs B npeneiax ot 20 o 700 Hm.

Hannapie UK-®ypbe cCieKTpOCKONUYU MOATBEPAIN HATHINE MAPAMHUCTHAHA
B C()OPMHUPOBAHHBIX YACTHIIAX, KOTOPBIA OBLT MACHTH(PHUIIMPOBAH MO Koyeba-
HUsIM Gen3ombHOro siapa (1485, 1457 em™), C=0 (1651 cm™) u N-H rpymm
(1562 cm™).
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