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E.JI. Huxkonenxo?!, H.P. Cuzonenko’, M.B. ®enopumesna’, H.A. Ilonosa'

L Tomcxuii 20cydapcmeennviii apXumeKmypHo-CmpoumenbHblil yHugepcumen
(2. Tomck, Poccus)
2 Hncmumym gusuxu npounocmu u mamepuanosedenus. Cubupckozo omoenenus
Poccuiickou akademuu nayx (2. Tomck, Poccus)

CTpyKTYypHO-()a30BO€C COCTOSIHHE NNOPOILIKOBBIX CIIABOB
Ha ocHOBe Ni 1 Al npu pa3HbIX TemMnepaTypax OT:KUra

Cosoanue mamepuanos HO8020 NOKONEHUS 6bI3AHO HEOOXOOUMOCHbIO Yeenute-
HUsA 8peMeny dKCnayamayuy oemaneil U KOHCMPYKYUOHHBIX S]IEMEHMO8 NpU MAaKCU-
MANbHO BbICOKUX MEMNEPAMYPAX, 4 MAKHCE CHUMCEHUS YOETbHO20 8eCa MAMEPUANOs.
Hnmepmemannuonvie coedunenuss na ocrhoge NiAl, brazooaps kombunayuu @usuxo-
MEXAHUYECKUX CBOUCME, ABNAIOMCA NePCHEKMUSHBIMU O OTUMENbHOU IKCHIYAmAayuy
npu 8blCOKUX pabouux memnepamypax. Xopouto uzeecmuo, umo cniaé NiAl oonaoaem
NPe8OCXOOHOU CMOUKOCIBIO K 8030€liCIEUI0 OKpydcaiowell cpedbl npu 6cex memnepa-
MYpPax u Ype3ebIuaiiHO BbICOKUM CONPOMUBTEHUEM OKUCTEHUI) NO CPABHEHUIO ¢ OPYUMU
BbICOKOMEMNEPAMYPHBIMU CRIABAMU U Mamepuanamu. B uccredyemom cnaase oco-
boe sHuMaHUe YOeleHo GIUAHUI0 NpUMeceli, MaK Kak UCHOIb3068aHue daxdce Hebob-
wiux 006a6oOK mpembe2o0 KOMHOHEHMA YACMO AENAEMCs Peuauwum GaKxmopom npu
paspabomxe cniasos ¢ pasIuyHbIMU Mexanuveckumu ceoticmeamu. Kpome moeo, 0o-
bagku mpemve20 KOMNOHEHMA MO2YM UCKAICAMb KPUCTNATIUYECKYIO DeUemKy, MoH-
KYI0 CIpYKMYpY, d makKdice 8bl3bl6amsv 00pa3oeanue MemacmaduibHblX coeOUHeHu.
Baoicnas ponb npunadnexcum u memnepamype 20MOo2eHUUPYIoOueco Omaicuea.

Memodamu npocgeuugaroweli OUGPaAKYUOHHOU INEKMPOHHOU MUKPOCKONUL U PEHIM-
2EHOCIPYKMYPHO20 AHANU3A NPOBEDEHbL UCCTeN08a U (PA308020 COCMABA U MOPPOTOUU
CNEYEeHHO20 U 3ameM OMONCHCEHHO20 NOPOUIKOBOZO CHIABA HA OCHOBE UHMePMemal-
auoa NiAl. Temnepamypa omoicuea sapvuposara om 1100 do 1 400°C. Xumuueckuii
COCmag cniasa 6 CNeYeHHOM HEOMONCHCEHHOM COCMOAHUU 8 OCHOBHOM COOepHCall
HUKeNb U anioMUHULl. Xumudeckuii CoCmas ucciedyemvix Cniaeos 0o u Nocie Omicu-
2a, Kpome OCHOBHBIX DNEMEHMO8 (HUKea U ANIOMUHUSA), 6KII0UAL KUCI0poO — 00 7,3%,
ummpuii — 0o 1,3% u scenezo — 0o 0,65%.

B pabome uccrnedosano enusHue memnepamypvl 20MO2EHUSUPYIOUE20 OMM*CUSA
HA CMPYKMypHO-haz080e cOCMOsHUE NOPOWKOBO20 CNAABA. YCMAHOBNIEHO, YUMo OC-
HOBHOU 00vem cniasa 0bpasosawn ceepxcmpykmypoi B2, cocmosweti uz Ni u Al. @a-
3a NiAl — amo 3epna, epanuysl Komopeix codeparcam pasiuuHbvie OKCUObl, d UMEHHO
FeYOs u (Fe, Al)sY3O12. Buympu 3epen ¢hazer NiAl kak 0o, max u nocie omdpcuea Ha
OUCTIOKAYUAX HAXOOSIMCS HaHOpazmepHble yacmuysl paszor Y2Al.

Taxoice npogedennoe ucciedosanue noKa3al0, Ymo cocmag cniasd npaKmuiecku
npu ecex memnepamypax omoicuea coomeemcmsyem ghase NiAl co ceepxcmpyxkmypoii B2.
Cocmosinue 0anbhe2o amomnozo nopsoka 6 gasze NiAl npu nosvliuienuu memnepany-
pot omarcuza 0o 1 400°C yeenuuusaemcs oo 1. Buympennue nanpsidicenus HegenuKu.

KnioueBble ciI0Ba: ummepmemaniuo, memMnepamypa 20MOEHUUPYIOUe2o
omokcued, NOPOWKOBYIIL CNIAS, XUMUHECKULl COCMAs, CMmeneHb OdlbHe20 AMOMHO20
nOpAOKA, 6HYMPEHHUE HANPANCEHUS.



Cmpykmypno-paszosoe cocmoanue nopouiKossix cniagog

BBenenue

PazpaboTka HOBOTO NOKOJICHNS (PYHKIIMOHANBEHBIX MaTEPUAIIOB C MOBBIIICH-
HBIMH XapaKTePHCTHKAaMH — BaKHEHIITasl 3a/1a9a COBPEMEHHOTO MaTepHaIOBEe-
uust. OJTHO M3 MEPCIEKTUBHBIX HAPABJICHUI — MOPOIIKOBast MeTautyprust [1-2].
Hapsiny ¢ TpagumunoHHBIME MaTepHanaMi OHa pa3pabaThIBaeT CIIABEI H KOMIIO-
3WTHI, COCTaB, CTPYKTYPY W CBOWCTBA KOTOPHIX HEBO3MOXKHO MOIYIUTH IPYTUMH
MeToAaMu. B cBsi3u ¢ 3TUM 0co0oe 3HaueHue NpUoOpeTaroT MPOLECChl, IPOUC-
Xozasmme pu criekannu. Cpean coeqMHeHNH, IOTyYeHHBIX CIIeKaHueM, ocoboe
BHHUMAaHHUE YIEIAETCS WHTePMETAUInIeckoMy coenumaeHnio NiAl m3-3a couera-
HUS TaKUX CBOMCTB, KaK BBICOKAs TeMIlepaTypa IJIaBJeHUs, HU3Kas IJIOTHOCTH,
BBICOKAs KOPPO3HOHHASI CTOUKOCTb, IPOYHOCTD U KapOCTOUKOCTH [3].

Kak u3BecTHO, (U3UKO-MEXaHUUECKHE CBONCTBA MHTEPMETAILIHIOB 3aBUCAT
OT UX MUKPOCTPYKTYpHIL. B ncciemyemoii cTpykType ocoboe BHUMaHHE CIIe1yeT
yIeNSITh BIUSHUIO TpuMeced. Mcrnonp3oBaHne HEOONBIIUX T00aBOK TPETHETO
KOMITOHEHTa YacTO SIBIICTCS PEIIaroniuM (akTopoM HpH pa3paboTKe CIUIAaBOB
C pa3NMYHBIMH MEXaHHMYECKUMHU CBoWcTBaMHU. Jl00aBKH TpPEeThEro KOMIIOHEHTA
MOTYT HCKaXaTh KPUCTAJUIMYECKYIO PEIIETKY M TOHKYH CTPYKTYpY, a TaKxke
BBI3BIBATh 00pa30BaHUE METACTAOMIIBHBIX coemuHeHuid [4, 5]. Bonpiryro poib
UTpacT TeMIIepaTypa TOMOTCHH3HPYIOIIETO OTXHIa, KOTOPHIH HEoOXOoAnMO
MPOBOAUTH IMOCJIC CIICKaHUs CIlIaBa IJIs1 YMCHBIICHUSA HCOJAHOPOJHOCTHU U BbI-
PaBHHUBaHHS €T0 XHMHUIECKOTO COCTABA.

Henbro qanHON paObOTHI OBLIO UCCIEIOBAHUE BIUSHUS TEMIIEPATYPhl OTKUTA
Ha CTPYKTYpPHO-()a30BOE COCTOSHHE MOPOIIKA CIUIaBa HA OCHOBE MHTEPMETAal-
maa NiAl.

MaTepI/IaJ'll)I U METOJAbI HCCJICIOBAHUA

HccnenoBanuss MPOBOMUIUCE METOAAMH PEHTTEHOCTPYKTYPHOTO aHan3a
(PCA) m mnpocBeunBaromeil 3IeKTPOHHONW AUGPAKIIMOHHON MHKPOCKOIHMU
(IT9M) Ha ToHKHX (onprax. MarepuamoM HCCIECIOBAHUS SBILSUINCH MOPOIIKH
HUKEJS U alltoMUuHUS ¢ pazmepoM yactull ~ 50—-100 mxm. CocTaB MOpPOIIKOBBIX
cMeceid ObUT TIOATOTOBJICH TAKMM 00Pa3oM, YTOOBI MMOyYSHHBIN CIIIaB, COTJac-
HO [6], cooTBeTcTBOBaN ciutaBy NiAl co cBepxcTpykrypoit B2. Cniekanue mpo-
n3Boawm MerogoM CBC ropsauM npeccoBaHUEeM Ha BO3AYXE MPH TEMIIEpaType
1 000°C (ucxomHOE COCTOSIHME CIUIaBa). 3aTeM 00pasIlbl MOJIBEPTIIMNCH TOMOTeE-
HUBHUPYIOUIUM OTXKHUraMm B uHTepBasie temieparyp oT 1 100 mo 1 400°C. Xumu-
YEeCKHI COCTaB CIUIABOB MpHBeAeH B Ta0. 1.

Taonuua 1
Xumnyeckuii cOCTaB MccJIeIyeMbIX CIUIaBOB (aT.%)
Temmneparypa romorelznsn— Ni Al o v Fe
pytorero omxura, °C
HCXOHBIH 55,6 44,3 0,1 Cclie bl ClIe/TbI
1100 53,15 39,48 6,06 0,87 0,44
1200 51,12 42,68 5,83 — 0,37
1300 52,28 39,09 7,08 1,12 0,44
1400 51,46 39,34 1,27 1,29 0,64




E.JI. Hukonenko, H.P. Cuzonenxo, M.B. ®edopuwesa, H.A. Ilonosa

Kak BugHo u3 Tabmn. 1, B HICXOZHOM COCTOSHHMH, MOMMMO Ni u Al, B MabIx
konmuuectBax npucyrctBoBain O, Y u Fe, KoTOphle SIBISIOTCS OCTaTOYHBIMH
3JIEMEHTaMH TIPH IPOU3BOACTBE HUKEJIS M AJTFOMUHHS.

Wzyuenne cTpyKTyphl B TOHKHX (ONBrax OCYIIECTBISUIOCH HA AJIEKTPOHHOM
Mukpockone OM-125 mpu yckopsitomeM HamnpsbkeHuu 125 kB u yBennueHuu
25 000 xpar. PenTreHoBCckne cheMKH poBOaMIHCh Ha qu¢paxromerpe JJPOH-3
IpY KOMHATHOM Temmeparype. HTeHCHBHOCTH TU(PPAKIIMOHHBIX MaKCHMYMOB
HU3MEPSUIACH CIUHTWUISIIHOHHBIM CYETINKOM C aMIUTUTYyIHON IMCKPHIMUHALIN-
eif. [lo mosoxeHWro AUQPPaKINOHHBEIX MaKCHMYyMOB, KOTOpbIE OJHO3HAYyHBIM
00pa3oM CBSI3aHBI C Pa3MEpPOM DIIEMEHTAPHOH SUCHKH, paCCUMTHIBAINCEH Mapa-
METPH! KPUCTAIUTMYECKIX PEMIETOK MPHUCYTCTBYIOMUX (a3. 3HAUCHHS IapaMeT-
pa aJbHEro MOpsJIKa 1| PaCCUUTHIBAINCH M3 OTHOIIEHHS! MHTETPAIbHBIX UHTEH-
cuBHOCTel cBepxcTpykrypHoro (111) m ocHoBHOro (110) oTpaxeHuid s
CBEPXCTPYKTYPHI B2 ¢ ydeToM pa3nudHbIX GakTopoB.

B pesynprare nccienoBaHus OBUTH OINpPEAENIEHB U M3MEPEHBI CIIEIYIOIINe
napaMeTpbl: (a3oBbIi COCTaB CILIaBa, MapaMeTpbl KPUCTAIUIMYECKHX PELIeTOK,
CpemHue pa3Mepsl CTPYKTYPHBIX 2JIEMEHTOB 0OHApYXECHHBIX (pa3, IIIOTHOCTH U
JoKanu3anus 1eexToB (JUCIOKaKi) U aMIUTUTY Il BHYTPEHHHUX HAIPSDKSHUH.
Ilpn ananuse pe3ynbTaTOB HCCleNOBaHMs (PAa30BOrO COCTaBa HCIOIB30BAIHCH
H30TEPMUYECKUE CEYEHUS TPOMHBIX (ha30BBIX paBHOBeCHBIX auarpamm Ni—Al-
Me [6]. [Ipu 37eKTPOHHO-MHUKPOCKOITUIECKOM M3y4deHUH (HOJIBI CIIJIaBa ITUPOKO
HCTIONIB30BATIICH HAOMIOJICHUS B CBETIIBIX U TEMHBIX NOix. CpenHue pa3Mepsl
CTPYKTYPHBIX DJIEMEHTOB H3MEPSUIACH TI0 COOTBETCTBYIOUIMM MHUKpPOQOTOrpa-
¢usaM MeToIoM cekyiner [7].

Pe3yabTathl u 00Cy:KIeHHE

Hccnenopanue mokas3ano, 4TO pacCMaTpPUBAEMBIM CIIAB MMEET CIIOMKHBIN
(a30BBIil cOCTaB MPU BCEX TeMIepaTypax rOMOTeHM3upytomero omxura. Cru-
COK TNPUCYTCTBYIOIMX (Da3 MpeCTaBICH B TaOJ. 2, IJIe TAKXKE MOKA3aHbl THIT
KPUCTAIUTMICCKON PEIIeTKH, TPOCTPAHCTBCHHAS TPYIIIIA U MapaMeTphl KPUCTAI-
JIMYECKOHN PEIIeTKH TS KaXI0U (hassl.

TaOonuua 2
ITapameTpsbl Ha0/a01aeMbIX (a3
Ne Daza Tun xpuctammuue- | Ilpoctpancreennas | Ilapamerpsl kpucrai-

/I CKOH pelIeTKH rpymmna JIMYECKON PEeNIeTKH, HM
a=0,6642
1 YAl OpTopom6. Pnma b =0,5084
¢ =0,9469
a=0,5592
2 FeYOz3 OpTopoM0. Pnma b =0,7605
¢ =0,5382
3 | (Fe, Al)sY3012 Ky6uu. la3d a=1,2377
4 NiAl Ky6mu. B2 Im3m a=0,2869

M3 XMMHUYECKOro cocTaBa CIIaBOB OYCBHUIHO, YTO OCHOBa Ka)XXJOI'0 CILIaBa
COCTOMUT M3 HHTCpMCTAJIMAA NlAl, H B HEM JOJDKHa peain30BaTbCA CBEPX-
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ctpykrypa B2 [6]. CriaBel IMEIOT B CBOEM COCTaBE KHCIOPOJ, TO3TOMY MOTYT
MPUCYTCTBOBATh TakWe (asbl, KaK OKHCIBI aJIOMUHMS, JKene3a, UTTPHUS HIH
MHOTOKOMITOHEHTHbIE COSJIMHEHHNS C HECTEXHOMETPHUYECKUM COCTaBOM. B cBs3m
C OTHM HccienoBanue (azoBoro coctaBa Meronom PCA Obuto 0cOOEHHO BaXK-
HbIM. B TakoMm citydae o xuMmuuecKkoMy aHanu3y cojaepskanue Niu Al B B-dase
(cBepxcTpykTypa B2) moimpkHO OBITh HEAKBUATOMHBIM M Pa3IMyaThCs B PA3HBIX
CIUIaBaXx, T.€. 3aBHCETHh OT TEMIICPATyPhl TOMOT€HI3HPYIOIIET0 OTKHUTA.

TunuaHble UPPaKTOrpaMMBI HCCIIEIOBaHHBIX CIUIABOB IIPUBEAEHBI Ha puc. 1.
Xopomo BuaHbl ocHOBHEIC yimHUU (110) u (211) u cBepxcTpykTypabie (100),
(111). CepxcTpykTypHBIC pedIeKChl ONPEACTAIOT HATHYUE YHOPSIOYCHHOM
¢a3el B2 — NiAl. MHTeHCUBHOCTD AU(PAKLIMOHHBIX JIMHUI YKa3bIBaeT HA CHUJIb-
HYI0 TEKCTypy IONlydeHHOro marepuana. M3sectro, uto mms OLK cnmaos
otHomenue uHTeHcHBHOCTEH |(200)/1(120) = 0,15. Kommonent tekcryper (211)
nojasyieH. Hanuune yeTkux cBepXCTpyKTYpHBIX pediaekcos (100) u (111) cBu-
JIETeNbCTBYET O TOM, YTO MbI UMeeM feno ¢ (azoil NiAl, obmanaromieit ceepx-
CTpyKTypoit B2, a He mpocto ¢ ¢dazol, nmeromyro OIIK kpucTammyeckyro
peuIeTKy.

a o
10 1.0+
=
r4
08+ = 0.8+
06+ 5 061
0.4 0.4 -
z Z
z z z Z 2
021 g Z 021 Z = )
Z = 5 =
JL = ) < J A
00 - — - A 00 PRS- | - ;
20 a0 60 8 100 20 40 60 80 100
20 20

Puc. 1. IudpakunoHHas KapTHHA UCXOIHOTO CIUiaBa ()
u nocie omkura nipu 7= 1 400°C (6)

Matpuna daser NiAl coctout u3 3epeH (puc. 2). I'paHuIlbl 3epeH 0OBIYHO
conepxkat okcuasl (Fe, Al)sY3012 u FeYOs (puc. 3). ®aza (Fe, Al)sY3012 — ato
YaCTHIBI JINOO OKPYTIIOH (GopMel, OO OecopMeHHbIe. YacThIsl ATOH (ha3sl
MPUCYTCTBYIOT BO BCEX OTOMOKEHHBIX CIIaBax (pasmepsl (da3nl MeHstoTcs ot 0,1
1o 1 mxm). @aza FeYOs npencraieHa OTJAeNbHBIMU MPOIOJITOBATHIMUA YacTH-
namu (cM. puc. 3, ¢). CpeqHne pa3Mepsl aHH30TPOITHBIX YaCcTHUI] 3TOH (a3sl co-
CTaBJSIFOT HECKOJBKO COTEH HAHOMETPOB. Pa3Mmepnl 4acTHIl YBEIHYMBAIOTCS
C YBEJIIMUCHHUEM TEMIIepaTyphl OTKUTA (pUC. 4).

[MoMHUMO OKCHIIOB TIPU BCEX TEMIIEPATypax OTIKHUra MPUCYTCTBYIOT YaCTHUIIBI
¢assr Y2Al (puc. 5). OHu pacnonoxeHsl BHYTpH 3epeH (aser NiAl Ha aucioka-
IUAX ¥ UMEIOT OKpYTIyro opmy. Ux pasmep cocrarisier okosio 10 HM U He 3a-
BHCHT OT TEMIIEPATypPhl OTXKUTA.
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I'panune 3epua

(331) dazsr NiAl

Puc. 2. [I9M-u300paskeHre TOHKOH CTPYKTYPHI CIIaBa: ¢ — CBETJIONOIBFHOE N300paKeHNe
3epEHHON CTPYKTYPBI; 6 — MUKpOIU(PaKIMOHHAsI KapTHHA, COOTBETCTBYIOIIAS TAHHOMY
y4acTKy Goybru

® (1.7.10)Fev0,

Puc. 3. DnexrpoHHO-MHUKpOCKoIHUeckue nzoopaxenus actuil (Fe,Al)sY3012 (a, 6)
U BbIjICNICHHE aHU30TPONHbIX YacTH FeYOs (8, 2) B oTosokeHHoM npu 1 100°C
crtaBe NiAl
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d, h, am |, am
800 |- 1500
L 1000
600 |- 500
L 0
400 |-
200 |
01 1 1 1
1100 1200 1300 1400
T, °C

Puc. 4. Biusiuue teMreparypsl oTxkura Ha cpeannii pasmep (d) gacruiy (Fe, Al)sY3012 (1)
n FeYOs (2, 3) (h — nonepeunsiii, | — mpogonbHbIid pasmep)

ol-311)
e2-(011)

} Y,4l @(120) Nidl (8 —dasa)

Puc. 5. DiexTpoHHO-MUKpOCKOMHYecKoe n300paxenue oTosxokenHoro mpu 7 =1 100°C crutaa:
a — CBETJIONIONIbHOE N300paXeHUe; 6 — TEMHOIIOJIBHOE U300paXkeHue, OIyuYeHHOE B peduiekce

[111] Y2Al-dassr, 6 — MukpoaudpakiroOHHas KapTHHA, MOTYYEHHas ¢ ydacTka (a),
OTMEUYEHHOTO OKPYXKHOCTBIO; 2 — €€ CXeMa

11
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231(B2)

341(B2) |A1D-B2

1T0(B2)+111( a1y)-11,

431(B2)

042(11,)

Puc. 6. Tonkas crpykrypa otoxokenHoro npu 1 100°C crumaBa NiAl: a — cBetononbsHOE
n300paKeHHUE IIOCKHX JIe)EKTOB; 6 — TEMHOIIOJIBHOE H300paXKeHHe, MOJTyICHHOE B COBIIa-
naromux pedrekcax (110 ) dpasst B2 u (111 ) dassr L1o; 6 — MHAMIMPOBAHHAS MUKPOIH-
(dpakiMOHHAsI KAPTUHA, HA KOTOPOi IPHCYTCTBYIOT peduiekchl ¢a3bl B2 (mnockocts [117])
u Lo (mockocts [112])

12
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®daza B2 (NiAl) B ocHoBHOM ManonedekTHa. J[uciokarmu HaXoIsaTCs TOJb-
KO BOJIM3M I'paHUIl 3epeH U TOJIBKO B T€X MeECTax, I/l PacHOJIOKEHBI YAaCTHUIIBI
okcunoB (cM. puc. 2, a). Ilpu temmneparype omkura 1 100°C B oTnenbHBIX Me-
CTax MPHUCYTCTBYIOT IUTOCKHE AedekTsl. OHU OTYETINBO BHIHBI B TEMHOIIOJb-
HOM H300pa)KCHUH OCHOBHOTO pediekca (puc. 6). DTo 03HAYAeT, UTO JaHHEBIC
nedeKThl He SBISFOTCS aHTH()A3HBIMU TPaHUIAMH ¥, BO3MOXKHO, CBSI3aHBI C JIO-
KaJIbHOW HEYCTOMYUBOCTHIO (ha3bl B2 1O OTHONICHHIO K MapTEHCUTHOMY TIpe-
BpalleHuto ¢ oopaszoBanueM (a3wl L1o ¢ TpaHeeHTpUPOBAHHON TETparoHalIb-
voit (I'IT) xpucramnuueckoil pemierkoil. CocTaB cruiaBa MpH TeMIepaType
T =1100°C — 53% Ni u 39,5% Al 5% Al maxogurcst BO BTOPHYHBIX (ha3ax.
U3 dazoBoii quarpaMMel cieqyeT, 9T0 MapTeHCUTHOE TIpeBparieHne (a3sl B2 B
¢azy L1o npoucxoaut npu temneparype 700°C, xoraa conepxanue Al cocras-
nsiet okoso 35% [6].

Taxum 00pa3oM, MOKHO CHIENATh BHIBOJ, YTO B JIOKATBHBIX yJacTKaX CILIaBa
npu Temneparype omkura 1 100°C ¢aza B2 HeycroiiuMBa 1O OTHOILIEHHUIO
K MapTeHCHTHOMY IIPEBPAIEHHIO, YTO W IOATBEPIKAAETCS IPHCYTCTBHEM Ha
MukpoaudpakimonHoi kaprune pediaekcos I'IIT-dasser (cM. puc. 6, 6). DTumMu
pedekcamu smsrorcst peduekcest (1171), (220), (311), KOTophle OTHOCSTCS
K twiockocth [112] das3er Llo, a m300pakeHne, mpeacTaBieHHOE Ha puc. 6, 0,
MOTY4EHO B pediekce, IpruHaIeKaIeM ogHoBpeMeHHO (azam B2 u L1o.

HccnenoBanue nokasaio, 4TO COCTaB CIUIaBa IPH BCEX TEMIIEpaTypax OTKH-
ra cooTBeTcTBYET cruiaBy NiAl co cBepxcrpykrypoit B2. [lapamerp kpuctamim-
yeckoi pemerku (azbl NiAl cocrapiser 0,2881-0,2882 (£ 0,0001) HM, T.e. He
3aBUCHUT OT TeMIiepaTypbl oTxura. CTerneHb AalbHero aTOMHOTO Topsijika B (ase
NiAl B ucxonHoM (Iocie CeKaHus) COCTOSIHUU COCTaBIIsUIa Beauduny 1 = 0,57.
I'omoreHn3upyOmMuil OTXKUT IPUBOAUT K YBEIUUCHHUIO 1. DTO XOPOLIO BUAHO
Ha puC. 7, HA KOTOPOM HPEJCTABIEHO MU3MEHEHUE BENUYMHBI 1| KaK (QyHKIMSA
TeMIlepaTypbl OTXKHUra. BUIIHO, YTO NMpU MOBBILIEHUH TEMIEPaTyphl OTXKUTA J0
1 400°C crenenp JanbHEro aTOMHOIO MOpPsJKa yBeaudyuBaercs o 1 = 1. 910
MPEeXe BCEro CBsI3aHO ¢ 00pa30BaHUEM OJJHOPOAHON CTPYKTYPBI TBEPIOrO pac-
TBOpa NiAl.

W3BecTHO, 4TO MIMpHHA PEHTTEHOBCKUX JIMHUHN ONpe/ersieT HCKaXKEeHHEe KpH-
CTAJUTHYECKO# peneTku AByX TUMOB [8, 9]: BO-mepBbIX, BHYTPEHHHUE YIIPYTHE
HaNpsDKEHHs, BO-BTOPBIX, pa3sMep obiactu korepeHTHoro paccestHusi (OKP).
INocnenHss BeMMUMHA COOTBETCTBYET BEIMUNHE PACCTOSHUSA MEXIY JeQeKTaMu.
HNckaxenune Kpuctamumdaeckoii pemerku — Ad/d, rae d — MeXITOCKOCTHOE pac-
crosiune, Ad — ero u3MeHeHue. Pe3ymbTaThl SKCIEPUMEHTOB IMPENCTABICHBI
B Tabn. 3. BumHo, uTO pazmep 00JacTH KOTEPEHTHOTO PACCesHHs U3MEHSETCS
B quanaszone 50-100 um, a ornomenue Ad/d — B nuanaszone (0,4-0,9) x 1072,

IpuBeneHubie B TaOs. 3 3Ha4€HHs COOTBETCTBYIOT BHYTPEHHUM YIPYTHM
HanpspkeHusM T = Ad/d x E, roe E — monyns FOHra, KoTopbie COCTaBISIOT
B cpequeM 100 MlIla. [lpyrumu crnoBamu, BHYTPEHHHE YIPYTHE HarpsKeHHS
Hu3kue. CaMa TEXHOJOTHS HMPUTOTOBJICHHS CIUIaBA CHUMAeT HANPSDKEHUS BO
BpeMs 00paboTku. Paccrosnue mMexny nedexTaMmu Takke HEBEJIUKO (B CpeaHeM

13
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50 HM), YTO NPUBOJUT K IUIOTHOCTH AuciIoKaumii p = 4 x 10° cm 2. A s10,
B CBOIO OY€pe]lb, COOTBETCTBYET TOMY, YTO BKIIaJl BO BHyTpPEHHEE HANPSKEHUE,
CO3/1aBaeMBblil MCIOKALMOHHON CTPYKTYpOil M oIpeseleHHbIi cornacHo ¢op-

myiie v, =oG b \/5 (00 —3aBHCHT OT THIIA TUCIOKAIMOHHOTO ancamoOs [5], G —

MoayJb capura, b — Bexrop Broprepca), okazpiBaetcst paBHbIM T = 80 MI]a.

1400 C
1300 C
1.0 1200 C
1 1100¢

0,8
:. -
0,6
0,4 -

. , . , .

1000 1200 1400
T, °C

Puc. 7. 3aBucuMocTh apameTpa CTENeHN aTOMHOTO Topsika (1) ) OT TeMIepaTypbl ToMore-
Huzupyroutero omxkura (7)

Tabnuma 3
KoauuyecTBeHHbIE MapaMeTphl, NoJy4eHHbIe MeTooM PCA
Ten, °C Ad/d + 0,05 ©. MITa Pasmep OKP, Pa3mep anTH(a3HBIX
HM 5 JIOMEHOB, HM *7
1100 0,9 x 1073 180 70 47
1200 0,5x1073 100 45 47
1300 0,8 x 1073 160 70 47
1400 0,4 x 1073 80 50 46

Takum 00pazom, HaOIIIOJACTCS XOPOIIee COOTBETCTBUE MEXKIY 3HAYCHUSMHU
BHYTPEHHMX HAalpsDKEHUM, ONPENCIICHHBIMU U3 MCKa)KEHUH KPHUCTaNIM4ECKOM
pewterku (T = 100 MIla), 1 BHYTpeHHUMH HaNpsSHKEHUSMH, CO3/1aBaEMbIMU JHC-
JIOKAIIMOHHOHU CTPYKTYpoii (1, = 80 MI1a).

Cpennuii pasMep aHTH()A3HBIX TOMEHOB OINpPEICISUICS 1O IIMPHUHE CBEPX-
CTPYKTYpHBIX pediuekcoB (azer NiAl. DT JaHHBIE TaKke MPEICTaBICHBI
B Ta0iu. 3. BugHo, yto pasmepsl kak OKP, Tak ¥ aHTH(a3HBIX JOMEHOB COIO-
craBuMbl. CreoBaTeIbHO, pasMep aHTH(a3HBIX JOMCHOB 3aBHUCHT TOJBKO
OT 1e()eKTHOH CTPYKTYPHI.
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3aki10ueHue

Mertozst [1OM u PCA mokazanu, 4to OCHOBHOW (ha3oii IpH BCeX TemIiepa-
Typax TOMOTEHH3MPYIOIIEr0 OT)KUIa IOCHe CIeKaHus sBisercs cinaB NiAl
co cBepxCTpyKTypoil B2. Takxke mpu Bcex TeMIleparypax OTKWTa MPUCYTCTBY-
ot okcuasl (Fe, Al)sY3012 u FeYOs u dasza YAl VYcraHoBieHO, 4TO yBeIuye-
HHE TeMIlepaTypbl OTXKHIa He BIIHMSET Ha PacIlojokeHne W (HopMy BTOPHYHBIX
(a3, omHAKO IPUBOANT K YBEITHICHHIO UX PA3MEPOB.

UccnenoBanuns nokaszanu, 9to Toibko mpu Temmeparype 7 = 1 100°C B ot-
JeTbHBIX MECTax CIUIaBa HaOMIOJaeTcsl MapTEeHCUTHOE IpeBparieHue (aszpr B2
B (hazy Llo.

Y CTaHOBJIECHO, YTO YBEIHYCHUE TEMIIEPATYpPhl OTXKUTA MPUBOINT K yBEIUYe-
HUIO CTENEHU OaJbHEro aTOMHOro mopsinka B (aze B2, u mpu temmeparype
T=1400°C n = 1. Ilpu 5TOM BHYTpEHHUE yIPYTrUe HAIPSDKEHHUS Mabl U €1a00
3aBUCST OT TEMIIEPATyphl OTKUTA.

Pa6oTa BeimonHeHa npu $uHaHCOBOH moaaepixkke PODPU (HaydHBIiT TPOEKT
Ne 19-08-01041), B pamMKax rocymapCTBEHHOTO 3adaHusi MUHHCTEPCTBA HAYKH
1 BICIIEro obpaszoBanus Poccuiickoit deneparmu (tema Ne FEMN-2020-0004),
B pamkax rocynapcrtBeHHoro 3amanus MOIIM CO PAH, mpoekr I[IOHU:
FWRW-2021-0010.
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Structural-phase state of powder alloys based on Ni and Al
at different annealing temperatures

The creation of new generation materials is caused by the need to increase the
operating time of parts and structural elements at the highest possible temperatures,
as well as to reduce the specific gravity of materials. Therefore, intermetallic com-
pounds based on NiAl, which, due to the combination of physical and mechanical
properties, are promising for long-term operation at high operating temperatures. It
is well known that NiAl has excellent environmental resistance at all temperatures
and is a compound with extremely high oxidation resistance compared to other high
temperature alloys and materials. In the alloy under study, special attention is paid to
the effect of impurities. This was necessary because the use of even small additions of
the third component is often a decisive factor in the development of alloys with different
mechanical properties. In addition, additives of the third component can distort
the crystal lattice, fine structure, and cause the formation of metastable compounds.
The temperature of the homogenizing annealing also plays an important role.

The phase composition and morphology of the annealed powder alloy based on
the NiAl intermetallic compound were studied by the methods of transmission diffrac-
tion electron microscopy and X-ray diffraction analysis. The sintering temperature
varied from 1100 ° C to 1400 ° C. The chemical composition of the alloy in the sin-
tered unannealed state mainly contained nickel and aluminum. Chemical composition
of the investigated alloys before and after annealing, except for the main elements
(nickel and aluminum), included oxygen - up to 7.3%, yttrium - up to 1.3%, and iron -
up to 0.65%.

The work investigated the effect of the of homogenizing annealing on the structural-
phase state of the powder alloy. It was found that the bulk of the alloy is formed by
the B2 superstructure, consisting of Ni and Al. The NiAl phase consists of grains,
the boundaries of which contain various oxides, namely, FeYOs and (Fe, Al)sY3012.
Inside the grains of the NiAl phase, both before and after of homogenizing annealing,
there are nanoscale particles of the Y2Al phase on dislocations.

Also, studies have shown that the composition of the alloy at almost all annealing
temperatures corresponds to the NiAl phase with the B2 superstructure. The state
of long-range atomic order in the NiAl phase increases to 1 with an increase in the
annealing temperature to 1400°C.Internal elastic stresses are low.

Keywords: intermetallic compound, homogenizing annealing temperature, powder
alloy, chemical composition, degree of long-range atomic order, internal stresses.
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Topro-Anmaiickuii cocyoapcmeennuiii ynusepcumem (2. I opno-Anmaiick, Poccus)

Conep:xanue psiia HEHHbIX OHOJIOTHYEeCKH AKTUBHBIX KOMIIOHEHTOB
B PACTUTEJIbHOM JIEKAPCTBEHHOM ChIpbe ['opHOro Anras

Ilposedenvi uccnedosanuss no oyeHke coOepHcaHUs pAao0a OUOIOSUYECKU AKMUG-
HbIX 6eUecms 8 IeKapCmMeEeHHbIX pacmeHusx, npouspacmarowux 6 I oprom Anmae.

Coleparcanue ackopOUHOBOU KUCIOMbL 8 OKPAUEHHBIX IKCIMPAKIMAX UCCTIe0yeMO20
PACTHUNENbHO20 CbIPbs ONPEOesiy KOIOPUMEMPUUECKUM Memooom ¢ 2,6-ouxiop-
genonunoogernonom. Onpedenenue cooepicanus 0yOUTbHBIX BeUjeCME 8 pACMUmensb-
HOM Cbipbe NPOBOOUNU MUMPUMEMPUYECKUM MEMOOOM 6 nepecueme HA MAHUH.
Cymmy pnasoHouo08 ¢ pacmumeibHOM Cbipbe ONPedensiiu Memooom ouggepenyu-
anvroil cnexkmpogomomempuu ¢ AICl3 6 nepecueme na pymun.

Memoo onpedenerus pragoHOUO08 u OYOUTBHBIX 6euyecns MOOUDUYUPOBAH 8 Yacmu
omoenenuss IKCMpaKma om pacmumeibHo20 OCMAmKA, Ymo OuWymumo coxpaujaem
8pemsi npoOONO02OMOBKU AHATUIUPYEMBIX HPOD.

B pesynomame nposedenHbix uCcied08anuli NOIyHeHbl Hogble OaHHble N0 coOep-
HCAHUIO OUONOZUYECKU AKMUBHBIX COCOUHEHUNl 6 pside NeKAPCMEEHHbIX PACmeHul,
npouspacmatowux 6 npupoonwix yciosusx Ceseprozo u Llenmpanshozo Anmas. Ilpuse-
OeHbl OaHHble N0 0OUWeMy COOEPHCAHUIO DIABOHOUOOE 8 AHATIOSUYHBIX OOMAHUYECKUX
suoax u cemeticmeax opyaux peauonog Poccuu. Buusnue pasnuunbix 6uokmumamuye-
CKUX ycnosuil npouspacmanus npedcmagumeneli 1eKapCmeeHHol Guopbl Haxooum
ompagicenue 8 WUpOKoM OUANAZ0HE COOEPHCAHUS CYMMbL (PIABOHOUOO8.

KnioueBsble ciioBa: smopuunvlie memaboaumvl, nepmarneaHamomempus, ougge-
PEHYUANbHAS CNEKMPOPOmomMempus.

BBenenue

PecryOnmka AnTail TpaJUIIMOHHO SBIAETCS NCTOYHHKOM OOTaToro pasHo-
o0pa3usl JUKOPACTYILUEro ChIpbsl sl MHTEHCUBHO pPa3BUBAIOLIETOCS PBIHKA
MUIIEBBIX, OMOJOTMYECKN AKTUBHBIX JOOABOK, MHIPEAUCHTOB JUIS NMPOAYKIMH
MUIIEBONH MPOMBIIUICHHOCTH, MEIWIUHBI U (apManeBTHKH 3amnagHo-Cudup-
CKOT'O PETHOHA.

3HaynuTeNbHBIE 3amachkl W OOJBIIOE Pa3sHOOOpasHe PACTUTEIHHOTO CHIPHS
l'opHoro Anrast onpeaeisioT NepCHeKTUBHOCTh MCCIICAOBAHNS OTACIBHBIX BH-
JIOB Ha COZIEpKaHWE IIEHHBIX OMOJIOTHYECKH aKTUBHBIX KOMIIOHEHTOB C IEJIBIO
UX TIOCJICAYIOIIET0 BOBJICUCHHUS B IIEPepabOTKy. B CBSI3M 3TUM aKTyaJbHBIM U
PecniyOnukn Anraid siisieTcss n3ydeHne OCHOBHBIX rpynn BAB pactutensHOTO
CBIpBSl Pa3MYHbIX (Qu3nKo-Teorpaduueckux NnpoBuHLMK ['opHOTO AnTas mms
MIOCJIETYIOIIET0 YCTAHOBJICHUSI TEXHOJIOTHYECKUX IapaMeTpoB IIyOOKOH mepe-
pabOTKH paCTUTENBHOTO CHIPHSI TOPHOTO PErHOHA.
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Cro)kHasi IPOCTPAHCTBEHHAS CTPYKTYpa PacTUTEIHHOTO MOKPOBa, 00yCIIOB-
JICHHAs! BBICOKOHM CTENeHBbIO NU((PEepeHINANNN KIUMATHIECKUX U IKOJIOTHYe-
CKHX YCIIOBH# rOopHBIX cucteM [1], o6ycioBiuBaer crerupuKy 0OMEHHBIX MPO-
[IECCOB B PACTCHHUSX, YTO HAXOAUT OTPAKECHHE B PA3NUIHOM KOJTHICCTBEHHOM
COJICPIKAHUU OTICIBHBIX TPy BAB B JIekapCTBEHHBIX pacTEHHSX, MPOU3PAC-
TAIOMIUX B Pa3IUYHBIX peruoHax [‘opHoro Aunras. [IpoBeneHHBIME HCCIEIOBa-
HUSIMH BBISBIICHO, YTO TOPHBIC PETHOHBI C Pa3HOOOPa3HBIMHU AKOJIOTHICCKUMHU
YCIOBHSAMH XapaKTEPU3YIOTCSI HEOXHOPOAHBIM KaYECTBEHHBIM U KOJIMYECTBEH-
HBIM COCTaBOM psiga BAB B jekapcTBEHHBIX pacTeHUsX. BhIsBIeHHE ypoBHEH
COICpKaHUs yKa3aHHBIX OMOJIOTHYECKH aKTHBHBEIX BEIICCTB B JIEKAPCTBECHHOM
PACTUTEIHHOM CBHIPHE SBIIETCS aKTYATBHBIM [UIS PA3IHIHBIX (H3UKO-Teorpadu-
YyeckuX MpoBHHLUI ['opHOTO AJTasi, Tak Kak oOIIen3BecTHA 3aBUCHUMOCTb CO-
Jep kaHust (IIaBOHOWAOB M AyOMIBHBIX BEIIECTB OT BUIOBOU MPUHAIIECKHOCTH,
BBICOTHI MECTHOCTH, MEXaHUIECKOTO COCTaBa MOYBEI, KIIMMATUIECKIX YCIOBUH,
BEreTaIHOHHOTO Ieproa [2—4].

Lens mpoBOAMMBIX HCCIIENOBAHUN — M3YUUTh KOJMYECTBEHHOE COJIEpIKaHUE JIy-
OWJIBHBIX BEIECTB, aCKOPOMHOBOM KHCIIOTHI W ()IABOHOHMIIOB B PsIie JICKAPCTBEH-
HbIX pacteHuit CeBepHoro u LleHTpanbHOrO AJjTasi, MPUBECTH CPABHUTEIILHYIO Xa-
PaKTEPUCTHKY YKa3aHHBIX OMOJIOTMYECKU aKTHBHBIX KOMITOHCHTOB JICKAPCTBEHHBIX
pactenwuii ['opHOTO ANTast ¥ aHATOTUYHBIX BUIOB JIPYTUX pernoHoB Poccum.

O0beKTbI U METO/AbI UCCJICA0BAHUA

OOBeKTaMU HCCIIEAOBAaHUN SIBILTIOTCS: JIHCTBSI KPAIlUBBI JABYIOMHOM, (ep-
MEHTUPOBAHHBIC JIUCThSI 0afaHa TOJICTOIMCTHOTO, IBETKH POMAIIKH ANTEYHO,
IBETKH KaJICHTYJIHI JIEKAPCTBEHHOM, COLBETHS M JUCTHS JTa0a3HUKA BSI30JIHCT-
HOTO, JINCThSI MAJTMHBI OOBIKHOBEHHOW, COIBETHS JIUIBI cepaIeBHAHON. PacTu-
TENBbHBIH MaTepHan coOpaH B IMEPHOJ MAacCOBOTO IBETCHHS (IBEThI, COIBETHS
U JIACTHS)) B MECTax €CTECTBEHHOIO MPOM3pacTaHus B MallMMHCKOM paiioHe,
OKpecTHOCTSX T. ['opHO-AnTaiicka, B 10kHON dactm lllebamuHCcKoro paiioHa
(Pecmybnuka Anrait) B mepuon 2019-2020 rr., nucths 6agana coopansl B 2018—
2019 rr. (oxTs6ps). CHIphE CYNIMITN BO3AYIITHO-TEHEBBIM CITOCOOOM.

Cyxue 00pa3Lbl ChIpbsl U3MENbYATIH, IPOCEUBATIN YEPE3 CUTO C AUAMETPOM
otBeperHii 2 M. ITpoOy s nccnenoBanuii oTOupanu npeacraBuTensHyo. Co-
Jep>kaHie acCKOPOMHOBOM KHCJIOTHI B OKPALICHHBIX 3KCTPAKTaX HCCIEIyeMOTO
PACTUTENBHOTO ChIPhS OIPEEISTN KOTOPUMETPUUECKUM METOJIOM C 2,6-IHXIIOp-
¢denommanOPeHoOM TIpH A = 540 HM [5]. B KadecTBe SKCTpareHTa MCIONB30BAIH
2%-nwr1ii pactBop HCI, onpenenenre npoBoaniIN B arieTaTHOM Oy(depHOM pac-
tBOpe ¢ pH = 5,0. B xadecTBe cTaHmapTa MCIOIH30BAIN PACTBOP X.4. aCKOpOU-
HoBo# kucnotsl (AK). Meron onpeneneHusi OCHOBaH Ha pelyLUPYIOLUINX CBOM-
CTBaX aCKOPOMHOBOW KHCJIOTBI: pacTBOp 2,6-auxiopdeHonuHI0peHoIa CHHETO
[[BETa BOCCTAHABJIMBACTCSA B OECIIBETHOE COCIMHEHHUE 33 CUET OKUCICHHS ac-
KOpOMHOBOI KMCIOTHI, coAepkalleiica B u3pneueHusx. Ilpu n3bbITke peareHTa
B YCIJIOBUSIX anieTaTHOTO Oydepa (pH 5) KUCIOTHBIE BBITSHKKU U3 pacTeHUH TpH-
00peTaoT po30BaTYIO OKPACKY.
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Omnpenenenne conep aHusi TyOWIBHBIX BEIIECTB B BO3AYIIHO-CYXOM PacTH-
TEJNBHOM CHIPhE TPOBOJUIIN THTPHMETPUUECKIM METOJOM B IEepecueTe Ha Ta-
uuH [6]. B kauecTBe TuTpanta ucrnonas3osanu 0,02 M pacteop KMnOas, unauka-
TOp — pacTBOp HHIUTOCYIH(POKHUCIOTE. METOX OCHOBaH Ha CHOCOOHOCTH
IyOWIBHBIX BEIIECCTB OKUCIITHCS IMEPMAHTAHATOM KajlMs B KUCIOH Cpesie B TpO-
[ecce MPsIMOTO TUTPOBAHMS.

3a OCHOBY ompeneNeHus] CYMMapHOTO COAEpKaHUs (DIaBOHOMIOB B PACTH-
TEJILHOM CBIpbEe B3AT MeTon muddepennnansioit criekrpodoromerpuun ¢ AlCI;
B IiepecueTe Ha PyTHH [7], B OCHOBE KOTOPOTO JIEXKHUT OMpPEIETICHIE ONTUIECKOM
IUIOTHOCTH OKPAIIICHHBIX PACTBOPOB KOMIUIEKCOB (DIIABOHOHIOB C pearcHTOM
AICIl;. Meton oCHOBaH Ha peakIWHd KOMIUIEKCOOOpa3oBaHUsA (GIaBOHOHIOB
C pacTBOPOM XJIOPHUIA ATFOMHUHUSL.

N3mepenne onTH4ecKod MIOTHOCTH MPOBOAWH depe3 40 MUH Ha CIEKTPO-
¢doromerpe FOHMKO 1201 mpu A = 410 HM B KIOBETE C TOJIIHHOMN citos 10 MM.
[MapanienbHO U3MEPSUIA ONTUYECKYIO TIOTHOCTH pactBopa I'CO pyruna. Cym-
MapHOEe CojepKaHue (IABOHOWIOB PACCUMTHIBAIN B BO3IYIIHO-CYXOM CHIPhE
B IIepecyeTe Ha CTAaHAAPT B MPOIICHTAX.

Craructryeckast 00paboOTKa JaHHBIX MPOBOIAMIACH ¢ momolnsio Microsoft
Office Excel 2007. JlocTOBEpHOCTh MONYYEHHBIX Pa3UUUi OMpPEAECISUTH IO
t-kpurepuro CTbroieHTa IpH cTeneny 3Haunmoctu o < 0,05.

Pe3yabTathl u 00cy:KIeHNE

HUccnenyemoe pacTHTENbHOE JIEKAPCTBEHHOE CHIPHE SIBISCTCS HCTOYHHUKOM
Pa3NUYHBIX OMOJIOTHYECKH aKTHUBHBIX BEUIECTB: ()CHOJBHBIX COCIMHEHUH, (ia-
BOHOHJIOB, OPraHUYECKUX KUCIOT, NyOMIFHBIX BEUICCTB, aHTOIIHAHOB U Jp., KO-
TOpPBIE YYAaCTBYIOT B PA3MYHBIX OMOXMMHYECCKHAX MPOIECCaX, MPOSBISA IPU
9TOM aHTHOKCHaHTHbIE cBoiicTBa [8]. [IpupoaHbie nyOUIbHBIE BellecTBa U (uia-
BOHOH/IBI XapaKTEPU3YIOTCSI CTPYKTYPHBIM MHOTOOOpa3ueM, BBICOKOM M Pa3HOCTO-
POHHEHN aKTHBHOCTBIO M MAJIONM TOKCHYHOCTBIO. MHOTOUMCIICHHBIE HCCIIEA0BAHMS
ToKa3aJii, 4TO B IKCIICPUMCHTAJIbHBIX U OHMOJIOTHYECKUX CHCTEMAX IIY6I/UILHBIC
BEIIIECTBA, aCKOPOWHOBAS KUCIJIOTA, (hIaBOHOMUIBI MIPOSIBILIIOT aHTUPAAUKAIBHOE
W aHTHOKHcIHuTeNbpHOe aeiictBue [9]. TToaTBepKACHO MOJI0KHUTEIBHOE BIUSIHUE
PACTUTETBHBIX AaHTHOKCHAAHTOB M 00IIee 0370paBIMBArONIce (OPTaHOMPOTEK-
TOpHOE) ACHUCTBHE HAa OPraHHW3M YEJIOBEKA 3a CUET aJalTOTCHHBIX, aHTHOKCHU-
JaHTHBIX U TOHH3HUpYowmX cBoiicts [10].

JyOnnbHBIC BEUIeCTBA SIBISIOTCS MPOM3BOAHBIMH MHOTOATOMHEIX (DEHOIOB
Pa3sHOOOpa3HON XMMUYECKON CTPYKTYpHI. YKa3aHHBIEC MOJU(ECHOIBHBIC BTOPUY-
HBIE META0OUTHI BBIPa0ATHIBAIOTCS PACTCHHSIMHE B IIPOIECCE MX KUZHEACATEIIb-
HOCTH. ACKOpOMHOBAasi KUCJIOTa — OJUH W3 CHIBHCHIIMX AHTUOKCHIAHTOB W
aKTUBHBIA aHTHIOT CBOOOTHOPAANKAIBHBIX MEXAaHU3MOB, Oarofaps 4eMy pery-
JUPYIOTCSI OKHCIUTEIFHO-BOCCTAHOBUTEIIBHBIC TIPOIICCCH B OpraHu3Me. AcKop-
OMHOBAasT KHCJIOTa OTHOCHUTCS K DHJOTCHHBIM OKCHIAHTaM U KaK BOCCTAHABIIU-
BaIOIINI areHT, Hapsmy ¢ BUTaMuHoM E, kapoTnHOMnamu, (haBoHOMIAMH, CIIO-
COOHa MPeIOXPaHATh YEIOBEUSCKHI OPraHu3M OT OKCHIATHBHOTO cTpecca [11].
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OnaBOHOMABI COCTABILIIOT OCOOYIO TPYIITY OCH30MHPAHOB H MPEICTABISIIOT
co00ii Mpon3BOAHbBIE (yiaBaHa (COTJIACHO MOJOKEHUSAM CHUCTEMaTHYeCKOH HO-
menkiarypsl MIOITAK — 2-dennn-3amerieHHoro xpomana). OKCOMPOU3BOIHBI-
MU (uTaBaHa SBISIOTCS (DTaBaHOH M €r0 HEHACBIIIICHHBIN aHAIOT ()JIaBOH:

5 ‘

5 4 0
(hnaBan (haBaHOH (hnaroH

[IpousBoaubie QraBaHoHa W (PIaBOHA MPEICTABISIOT OCHOBHYIO TPYIILY
(TaBOHOMIOB, KOJMUYECTBO KOTOphIX mocturaer mopsaka 8 000. CyiectByro-
mee MHOrooOpasue (IIaBOHOUIOB ONPEACTACTCS CTEIECHBIO OKHCICHHOCTH
TeTEPOKOJIbIIA, XaAPAKTEPOM COWICHEHHs apOMATHYECKHUX KOJICIl, CTEICHBI0 MX
KOHJICHCAI[UH, MPUPONOW W KOJIUYECTBOM 3aMECTHTENCH, WX IIOJIOKCHUEM,
HAJIMYMEM ONTUYECKH aKTHBHBIX (popmM. [Iprcymnas um BeICOKass OHOMOTHYECKas
aKTHBHOCTH OOYCJIOBJIEHA HAJIIMYMEM B MOJIEKYJe (DEHONBHBIX THAPOKCHIOB U
KapOOHWJIBHBIX TPYII, KOTOPBIEC, MOABEPrasCh PAa3IUYHBIM OHOXUMHUYCCKHM
HM3MEHEHHUSAM, IPUHUMAIOT yJacThe B psje (GPU3NOJIOrHIeCKUX TporieccoB [8, 12].

MeTtoauka MPOOONOATOTOBKH NPH OMNpEeIICHHH (IaBOHOUIOB ObLIa HaMHU
YCOBCPUICHCTBOBAHA B YaCTHU 3aMCHBI TPAAULIUOHHOTO IMpoLccca q)HHI)T'pOBaHI/IH
gepe3 OyMakKHBIA (HIBTP OTHENEHHEM J3KCTPAaKTa OT PAaCTUTEIBHOTO OCTaTKa
¢ momomeio MemOpannoro rasosoro nacoca (KNF Neuberger, T'epmanms).
AHAJOTUYHBI TIPUEM HCTONB30BAIM JJS OTJCNIEHUS DKCTpaKTa JyOUIIBHBIX
BCHICCTB OT U3BMCJIbYCHHBIX OCTAaTKOB PACTUTEIILHOTO ChIPbS.

[IpenBapurensHo OBUTH BBISABICHBI YCIOBHS W3BJICYCHUS (HIABOHOUIOB
N3 CbhIpbiA: YCTAHOBJICHA ONTHUMAaJIbHAad KOHICHTpAIHdg BOAHO-CIIMPTOBOIO pac-
TBOpa — 70%); COOTHOILICHNE CHIPBS M OOIIEro 00beMa HKCTPareHTa COCTaBUIIO
1:100.

[To m3MepsieMoll BeMMYMHE ONTHYECKOH IUIOTHOCTH PacTBOpAa OMPEICIUIN
BpEMs YCTAHOBJICHHS PaBHOBECHS IMPOIECCOB KOMILIEKCOOOPA30BAHUS CYMMBI
¢naBoHouIOB ¢ pactBopoM AlCl3 s Kaxmaoro Buaa pacCTHUTENBHOTO ChIPbS —
1 wac mis QepMmeHTHpOBAHHOTO JMCTa OajaHa, JTUCTHEB MANWHBI, JIHCTHEB
KparuBbl; JJId OCTaBHIMXCHA Hpe}ICTaBHTeHCﬁ N3 aHaJIM3UPYCMOTO ICPCUHA —
40 MuHYT.

Ha numarpammax (puc. 1-3) mpexacraBieHbl pe3ysibTaThl HCCIEIOBaHUU.
OTHOCHUTENILHAS OHII/I6Ka OIpECACICHUA )IYGI/IJ'H)HLIX BCHICCTB II€pMaHIraHaTo-
METpUYEeCKUM MeTojoM cocrtasisier 1,3-5,8%; ams ackopOMHOBOW KHCIOTHI,
OIIPEIICTICHHON KOJOPUMETPHUCCKIM METOIIOM, ITOTPEIIHOCTh HAXOAUTCS B WH-
tepBaie 3,2—6,7%; OTHOCHUTENBHAs MOTPELIHOCTH OMNpeAeIeHUs (pIaBOHOUIOB
MeToJIoM JU(depeHHaTbHON CrieKTpogoToMeTpun coctaisier 6,9-8,7%.
B tabnuie npuBeneHo copepkanue uccieayemeix rpynn BAB u ackopOuHOBOIA
KHCJIOTHI B aHAJIOTHYHBIX MPEICTABUTEISX, IPOU3PACTAIOIINX B PA3IHMYHBIX pe-
ruoHax Poccun.
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JIUCT KpanMvebl

100
80
LBETHW KaneHaynbl 60 COUBETHUE naBasHuka
40
COLEBETHE NMnbl JNIUCT GB,EI.BHB
LBETKA pPOMALLIKKM JTACT Ma/InHBl

Puc. 1. Conepxanue acKOpOMHOBOW KUCITIOTHI B JICKAPCTBCHHOM
pactutenbHOM cbipbe, Mr/100 r

JTACT Kpanuebl

50
40
UBETKW KasieHaynbl 30 cougetne naba3sHnka
20
10
COLBETHE NIHMbI et bagaHa
UBETKA POMALLKK JIUCT MafMHbI

Puc. 2. Coneprxanue nyOUIBHBIX BELIECTB B JIEKAPCTBEHHOM PaCcTHTEIBLHOM CHIpbe, %o

JIUCT KpanMebl

7
6
5

LBETHW KaneHaynbl a CoupeTHe natasHuka
3
2

COLUBETHE NUNbI JIUCT 6a,£|,aHa

LBETHK pOMallKKH JTACT ManKHbI

Puc. 3. Coneprxanue (p1aBOHOUIOB B JIEKAPCTBEHHOM PacTHTEIILHOM CHIPbE, %o
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O0uiee conepaxanue OCHOBHBIX IPyII 6MOJI0THYeCKH AKTHBHBIX BELECTB B I[BETKAX
M JIUCThSIX PACTEHUM, IPOU3PACTAIOIINX B pasHbIX peruonax Poccun

Ilepeuenn JybusbHele AckopOuHOBas
Pernon DaBoHOUTBI, o
TEKAPCTBEH- | AR BeIlleCTBA % KHcnoTa, Mr/%
HBIX PacTeHUI poH3p (Tanunsl), % wm mr/100 T
1. gerku u | 3an. Cubups [13, 14]; 1,0-9,8 [13, 14]
nucthst BuaoB | Hoocu6. 061 [15];| 28,9-50,5 [15];
poxa Jla6a3- |EY Poccun [16, 17];|13,3-35,46 [16, 17]; 250-376 [16];
HUK J. Boctok [18]; (ITaBOHOIIBI: 21-30[18]
Vpan [19] 19,2-58,4 [19] | 2,3-12,9% [19]
2. Pomamka 1,66 +0,02)—
0, .
e, Pocers (CCCP) 2,25 [20] (1’81‘ TSOO/S?ZG’][ZZ] 258 [21]
1,74 £ 0,06% [23]
e oot | 20024 | 4s0wr%(25] | 283[25)
S a0 | 044[25];  |(1,5519+0,034)% 1853 [26];
p [24] p 1830 Mr% [26] [27] 270 [28]
4. Kanenmyna Ky6anb [29]; (4,2-6,8) [29]; (1,8-3,1) [29]; (1,42 £ 0,01
nekapctBed- | Bocr. Cubups [30]; | (3,28 +0,01) [30] | (2,35 +0,01) [30]; ' [30] ’
Hast Lentp. Poccns [31] (4,37%+£0,04) [31]
5. bapan ton- PecmyOuika
o . (16,88 = 1,54)
CTOJIUCTHBIH, Byrj;m«l;i [32]L /100 1 [32]; (2,18 £0,04) (76,5 +0,027)
YepHBbIe AnTaiickuit Kpait n (14,19 £ 0.41) [33] r/100 r [32] mr/100 r [32]
JIUCThSI Topubrii Asraii [33] ’ ’
6. JIuna cepa- o
Camapckuii per. [34] o 251 mr karexu-
LEBHU/IHAS, 3an, Cubmps [26] 1700 mr % [26] 1a/100 T [34] 78,05 [26]
COLIBETHSI
7. Manuna 60 mr % [35];
1,8 +£0,07 [37]; 1o 300 [38];
OOBIKHOBEH- Poccus (6,36 £0,03) %
Hast, THCTES [36] (1,82-3,20) [36] 1o 50 [35]

BrisiBiIeHO BBICOKOE cojniepkaHue ackopOouHoBol kucnoThl (AK) B mBeTkax
KaJleHIYJbl JIEKAPCTBEHHON — 46,98 Mr % OTHOCHTENIHHO KaleHIynsl Bocrou-
HoM Cubupu — 1,42 mMr %. Xopoio cornoctaBuMbl gaHHble Mo AK B conBeTHsax
nunbl ['oproro Anras — 82,12 mr % u 3anagaoit Cubupu — 78,05 mr %. [ToHu-
XKeHHoe copepkanne AK ycraHoBieHO B ()epMEHTHPOBAHHBIX JIUCTHIX OalaHa
Topuoro Anrast — 53,82 Mr % OTHOCHTEIEHO aHAJIOTHYHOTO CHIPhsI PecryOnuku
Bypsarus — 76,3 mr %. Onpeneneno Huzkoe cogepkanue AK B nipeTkax peruo-
HanbHOH pomatuku antedynou: 40,50 Mr % otHocuTensHO 258 Mr % B poMalike
anteyHo LleHTpansHON wactn Poccun. B mUCTBSAX MajdWHBI M COLBETHAX JIa-
0a3HMKa YKa3aHHBIA MOKA3aTeIh COTJIACYETCS ¢ HIDKHHMHU YPOBHSMH BBISBIICH-
HBIX Juana3oHoB cofepxkanust AK mo nmuteparypHbM nctounukam: 50 mr %
(Uentpansnas wacts Poccun) u 21-30 mr % (ansauii Boctok) (cMm. Tabiuiry).

[Ipu ucnonb30BaHUM NEPMAaHTaHATOMETPUUECKOTO METOJIa ONpPENEICHUs KO-
nuyecTBa ITyOmimpHBIX BemiecTB (/IB) B mepecuere Ha TaHWH HaMH BBISBIICHEI
BBICOKHE cojiepkaHus JIB B pervoHajbHBIX MPENCTaBUTEISAX: COLBETHS JIMIIbI
(24,52%), usetku pomamku (13,72%), nuctbs manunsl (37,21%), nuctbs kpa-
ruBH (9,98%). IloBpimiennoe konmdecTBo [IB comepkurcst B pepMEHTHPOBAH-
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HBIX JHCThAX Oanana ['opHoro Anras — 39,91% OTHOCUTENBHO OHAma3oHa CO-
nepxanus JIB 14,19-16,88% B Ganane, npouspactatomem B Pecryonmke Bypsi-
tust, Anraiickom kpae u ['opaom Aunrae [32, 33]. KonuuecTBo qyOMIBHBIX Be-
IIECTB B IIBETKAaX KAJICHAYJBI M HAI3EMHOHN 4acTH Ja0a3HHKa TOPHOTO PETHOHA
COIOCTaBUMO C BEPXHUMH IpaHULAMH cojaepkaHus B B aHanornyHeIx BHIAX
Japyrux peruonos Poccuu: 3,28—-6,8 u 13,3-58,4% co0oTBETCTBEHHO.

Crienyer OTMETHTB, YTO HCHONB3YEMBIH METOJ IIEPMaHTaHATOMETPHUH PEKO-
MeHzoBaH ['ocymapcrBenHol (apmakoreeid X| u3maHus KaKk OCHOBHOH METOJ
ornpejeieHusa AyOUIbHBIX BewecTB. [Ipu 3TOM MeToa uMeeT psl HeJOCTaTKOB:
HECTICU(PUIHOCTh, TaK KaK MepMaHTaHAT KaJHsl, SBILIICH CHIBHBIM OKHCIIHTE-
JeM, pearupyer IMOMHUMO IYOWJIBHBIX BEIIECTB M C OPYTHUMH COCIHMHEHHSIMH,
W HEIOCTAaTOYHAsl YCTKOCTh YCTAHOBJICHUS KOHEYHOM TOYKd THTpoBaHus [39].
Tem He MeHee, 10 MHEHHIO aBTOpOB [39], HCHONB30BaHHE TUTPUMETPUIECKOTO
MeTona «OmpeneneHne COAep’KaHHUsS JyOMIBHBIX BEIIECTB B JIEKAPCTBEHHOM
pactutenbHoM cbipbe» anst ['@ XIII sBusercs 0oOOCHOBAaHHBIM, TaK KakK STOT
METOJl UMEET PsiJl IOCTOMHCTB: OH JElIeB, MPOCT, KpOME TOr0, HOPMBI CoJleprKa-
Hus JIB, BKirodeHHBIE B (hapMaKoOIleHHBIC CTaThbH Ha JICKAPCTBEHHOE pPacTH-
TeJIbHOE ChIphE U JIEKAPCTBEHHBIC PACTUTEIIbHBIE MIPenapaThl, ObUIH YCTaHOBJIE-
HBI C HCIIOJIb30BaHUEM 3TOTO METoja. YKa3aHHbIe METOJIbI HAaXOMAT LIUPOKOE
MPUMEHEHHUE /IS IIPEeIBAPUTEIHLHOTO aHAIM3a PACTUTEILHOTO MaTepuaina [12].

BruBneHo 3HauMTENBHOE COAEp)KaHWE (IABOHOWIOB B JIUCTHSIX MAaJHHBI
(5,59%) n uetkax pomamiku (6,24%), koTopbie B 2 1 3 pa3a IpeBHIMIAIOT Cpe-
HUe Tokaszatenu s EBponeiickoii yactu Poccnn (cMm Tabnumiy). CoxepskaHue
(h1aBOHOMIIOB B JIMCThAX OanaHa ["'opHoro Antast u Peciyonmuku Bypstus Gmm3-
ki Mexny coboit: 2,34 u 2,18% cootBercTBeHHO. KonmmdecTBo (hraBoHOHMIOB
B JICTBSIX W IBeTKax jiaba3nuka (3%) M B nHCTHsIX KpamuBbl (1,2%) BXOZST
B MHTEPBAJIbI, yCTAHOBIICHHEIE TI0 JINTEPATypPHBIM JaHHBIM. Hu3koe coneprkanme
(h71aBOHOMIOB BBISIBIIEHO HaMM B IBeTKax KaneHmynbl — 0,95% oTHocHTeNnbHO
aHAJIOTMYHBIX II0Ka3aTeael Apyrux peruoHos Poccun.

UccnenoBanusiMu psia aBTOPOB MOKa3aHO, UTO pacrpenesicHue (IaBoOHOH-
JIOB II0 OpraHaM pacTeHUH OTJIMYaeTcs 3HAUUTEIbHOM INIAaCTUYHOCTEIO [2, 14, 40].
Yka3aHHbIE META0OTUTHI UMEIOT CIOKHYIO W MAaJIONPE/ICKa3yeMyI0 JHHAMUKY
HakoruieHusl. Ha ocHOBe NpoOBENEHHBIX MCCIeAOBaHUM aBTOpamu [4] ycTaHOB-
JIEHO, YTO B PETHOHAX C BBICOKOH KOHTPACTHOCTHIO YCIIOBHM MPOHU3PACTAHHUS
PacTeHHUs HaKaIUIMBaIOT O0JIbIIOE pa3HOOOpas3ue (DIaBOHOUIOB, YTO XapaKTEPHO
JUI TOPHBIX PEernoHoB. [IpoBelneHHBbIE HAMM HCCIIEIOBAaHUS NpeicTaBUTENEH
¢opet ['opHOTO AJTast SIBISIOTCS MTOATBEPIKICHUEM TOTO.

3akiouenue

Merton ompeneneHus (GpIaBOHOWAOB U METOX OIPENEICHHs TyOMIbHBIX Be-
IIECTB MOIU(UIIMPOBAHBI B YaCTH OTACNICHHUS SKCTPAKTA OT PACTHTEILHOTO OCTAT-
Ka, YTO OLIYTUMO COKpAIIaeT BpeMs IPOOOMOAr0TOBKY aHAIM3UPYEMBIX TPOO.

B pesynbraTe npoBeneHHBIX MCCIENOBAHUN IOMYy4YEHbI HOBBIE JAHHBIE I10
COZICP)KAHUIO OMOJIOTHUECKH AKTHBHBIX COCTUHEHUH B PSAIC JEKapCTBEHHBIX
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pacTeHul, Mpou3pacTaInX B MPUPOAHbIX ycinoBusx CesepHoro u LlenTpans-
Horo Aunras. [TomydeHbl KOIMYECTBEHHBIE OKA3aTENN COACPIKAHUS JyOUITBHBIX
BEIIECTB, (DJIABOHOMIIOB W aCKOPOMHOBOW KHCIIOTHI B JIMCTBSIX KPAIUBBI JIBY-
JIOMHOH, (pepMEHTHPOBAaHHBIX JIUCTBAX OamaHa TOJCTOJMCTHOTO, IBETKaX po-
MallK{ anTeyHOH, BETKaX KaJIeHAYJIbI JIGKAPCTBEHHOM, COLBETHIX U JHCTBAX
naba3HUKa BA3OJIMCTHOTO, JIUCTHSIX MAaJIMHBI OOBIKHOBEHHOM, COLBETHSX JIUIBI
CEep/ALIEBUIHOM.

Jana KxpaTkasi CpaBHHTENbHASI XapaKTePUCTHKA KOINIECTBA YKa3aHHBIX OHO-
JIOTUYECKHA aKTUBHBIX KOMIIOHEHTOB B PAaCTUTEIBLHOM ChIphe ['opHOro Anrtas u
Ipyrux pernoHoB Poccuu.

[omy4enHsie pe3yabTaThl HEOOXOMUMEI ISl YCTAHOBICHHS IApaMETpPOB
Y3 akcTparupoBaHusi OCHOBHBIX rpynn BAB c¢ menpio rimy06okoi nepepaboTku
PETHOHATIBHOTO PACTUTEIBHOIO CHIPbSL.

HccnenoBanue BBIONHEHO B paMKax pPErHOHANBHOrO TIpaHTa (TIPOEKT
Ne 20-416-040005 p_a) «Pa3paboTka criocoOOB MOTyUEHHs YKCTPAKTOB, 000Ta-
HIEHHBIX OWOJIOTHYECKH AKTUBHBIMUA KOMIIOHEHTAMH, SIBJISIOIIUXCS OCHOBOM
MPOPIIAKTHISCKAX CPEICTB HAPY)KHOTO MPUMEHEHUS W3 PETHOHAIBHOIO pac-
TUTEIILHOTO CBHIPHSD».
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Biologically active components in herbal medicinal raw materials of Gorny Altai

Research has been carried out to estimate the content of several biologically
active substances in medical plants growing in Gorny Altai.

The content of ascorbic acid in the colored extracts of the medical plant material
has been determined by the colorimetric method by 2,6-dichlorophenolindophenol.
Determination of the content of tannins in plant raw materials has been carried out by
the titrimetric method in terms of tannin. The total content of flavonoids in the medi-
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cal plant material has been determined by differential spectrophotometry with AICl3
in terms of rutin.

The method for the determination of flavonoids and tannins has been modified
in terms of separating the extract from the medical plant residue. This modification
significantly reduces the sample preparation time for the analysis.

A new data has been obtained on the content of biologically active compounds
in medical plants growing in the natural conditions of the Northern and Central Altai
as a result.

The paper presents data on the total content of flavonoids in similar botanical
species and families of other regions of Russia. The influence of different bioclimatic
conditions of growth of representatives of the medical flora is reflected in a wide
range of the content of the total content of flavonoids.

Key words: secondary metabolites, permanganatometry, differential spectropho-
tometry.

This paper presents the research which has been carried out to assess the content
of some biologically active substances in medical plants growing in Gorny Altai.

Using standard methods of analysis, the amount of ascorbic acid and tannins in
the samples under study of Northern and North-Eastern Altai was identified. The
study presents the data on the total content of flavonoids in similar botanical species
and families of other regions of Russia. The influence of different bioclimatic growing
conditions of representatives of the medicinal flora is reflected in a wide range of the
content of the sum of flavonoids.

Keywords: secondary metabolites, permanganatometry, differential spectropho-
tometry.
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Hesanoeckuil 20cy0apcmeentbill XUMUKO-mMexHOI02UHeCKULl YHUGepCUmen
(2. Usanoso, Poccust)

HccnenoBanue npouecca TBepao¢a3HOro 10M0JIMAMHIHPOBAHUS
rpaHyJasTa nojauammuaa-6

B nacmoswee epems secoma akmyanvra paspabomra anbmepHAmMueHbIX MexHON0-
2UHECKUX peuteHUti N0 NOJYYEeHUIO U NOO20MOBKE K NPOYeccam nepepabomyu OoaudMu-
0a-6 ¢ yenvio noyyenus epanyiama noruMepa ¢ mpedyemvimu QU3UKO-XUMULECKUMU
noKazamensimu.

Hns co30anus payuoHaibHo20 MeXHOIOSUYECKO20 NPOYecca NONYYEeHUs. PAHYIIA-
ma noauamuda-6, 20mMoeozo K npoyeccam nepepabomxu, npeocmagisiem unmepec
NOUCK NPUHYUNUATLHO HOBbIX MEXHUYECKUX U MEeXHON02UYECKUX peueHull, no360si-
HOWUX NPU PA3TUYHBIX MEPMOOUHAMUYECKUX NAPAMEMPAx CUHMe3Ad NOAUMepa Noay-
uamo HUSKOMOIEKYIAPHbIE U BbICOKOMONEKYNAPHbIE NPOOYKNIbI.

Hcnonv3ytomes 06a anbmepHamusHbix cnocoba noo2omoeKu panyisma nouu-
amuoa-6 x npoyeccam nepepabomku:

1) B npomvlunennocmu na npeonpusmusx no npou3e00cmsy 60J0KHO0OPA3YIO-
wezo noauamuoa-6, maxux kax INAO «KyibviueeAzomy (Torvammu), BASF (I'epma-
HUS), UCTIOTB3YEMCsE MeMOo0, COCIOAWUL U3 CTNAOULL 0OHOU IKCIMPAKYUU HUSKOMO.Ie-
KVIAPHLIX COCOUHEHULl U3 2PAHYL NOIUAMuoda-6 ¢ nociedyroujell Cywkou nocieoHux
U evloeneHueM HUSKOMONEKYNAPHBIX COCOUHEHUN U3 IKCMPAKYUOHHBIX DACMEOPOS
MemoOoM Ynapueanus

2) Texnonoeuueckuii npoyecc, paspabomannoiii 8 XI'BOY BO « UT'XTY», komopwlii
3aKA0UAEMCsS 8 NOCNE008AMENLHOM NPOBEOEHUU NPOYECCO8 OONOIUAMUOUPOBAHUS
@opnonumepa noruamuoa-6 u cosmeweHHOl CyWKU-0eMOHOMEPUIAYUU NOTYHUEHHO0
2Pamynama nouamuoa-6.

Paspaboman npoyecc meepooghaznozo 00OnOIUAMUOUPOBAHUS SPAHYAAMA NOTU-
amuoa-6, KOMopbwlil NO360JAen Y8eaudums CMeneHb NpespaujeHuss KanpoiaKxmama
6 noaumep 00 96,5-97,5% u cunmezupoamov 8blCOKOMONEKYIAPHBII NOIUMED C Npe-
UMYWeCMEEHHO IUHEUHbIM CIMPOEHUeM MAKPOMONEKYI, MO NO3601Aem npu e2o ne-
pepabomke nOIyHamb U30enUs GblCOKO20 KA4ecmea: u30eius Nidcmuyeckux Macc,
KOMNO3UYUOHHBIE MAMEPUATL, MEKCMUTbHbIE HUMU, MEKCIMUIbHbIe HUMU mexHuye-
CK020 HA3HAYeHUsl, meXHUYecKue U KOpOHble HUMu OJid NPOU3E00CMEad pe3uHO-mexHuU-
YecKux u30enutl, WUHHO20 KOpOa Ol WUH PA3IUNHO20 Ha3HaueHus. [Jis ocywjecmenenus
npoyecca meepooPazHo20 OONOAUAMUOUPOBAHUS DbLIA CO30aHA U 66edeHa 8 pabomy
ONBIMHO-IKCNEPUMEHMANbHAS YCMAHOBKA 1AO0PAMopHo2o macwmaba. B xode uccre-
006aHULL OCYIecmeler CUHmes GOpnoIuUMepa — epamyiama nomamuoa-6 — memooom
meepooPazHo20 OONOIUAMUOUPOBAHUS NPU PAZTUUHBIX PEMEHAX NPOGedeHUs: npoyecca.

Onpedenenvt codepoicanue HUSKOMOIEKYIAPHLIX COCOUHEHUN U OMHOCUMENbHAS
8513KOCIb 00 U NOCIEe NPOBEOEHUs. NPOYecca MeepooPaszHO20 OONOUAMUOUPOBAHUS.
s onpedenenus ceoticme epanyiama noauamuoa-6 UCHOIb308ANUCH MemOObl IKC-
Mpakyuu, cyorumMayuu u UCKO3UMempuu.

Ha ochose ananusa 3KCHepUMEHMANbHbIX OAHHBIX ONpedeleHbl ONMUMATbHbIE
napamempuvl npoeedeHus npoyecca meepooPazHo2o OONOIUAMUOUPOBAHUs, 6 X00e
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Hccneoosanue npoyecca meepoogasnozo 00noauamuouposanus

KOMOPO20 603MOICHO NOYYUMb SPAHYIANM, NOJTHOCHbIO OMEEYAIOWUL COBPEMEHHbIM
MpeboBaHUsIM K SPAHYIAMY, 20M0o8OMYy K NepepabomKe 6 HUmu, 60JIOKHA U U30eusl
RAACMUYECKUX MACC.

KnioueBble ciioBa: noauamuo-6, Kanpoiakmam, o0aucomepsi, meepoogasHoe
dononuamuouposarue, nepepabomra noIUMepos.

BBenenue

B nHacrosimee BpeMsi OCHOBHBIM IIPOMBIIIICHHBIM CITIOCOOOM ITOJYYEHUS IO~
nuamuna-6 (ITA-6) nist mepepaboTKU €ro MeToAaMu SKCTPY3UH, JTUThs IO 1aB-
nerneM, (OPMOBAaHMEM B HHUTU SBIBICTCS THAPOIUTHYECKAs IMTOIUMEPH3ALI
kanponaktama (KJI) [1-5]. DtoT BhIcOKOTeMMIeparypHbIid (220—280°C) umko-
(da3HBIl CHHTE3 SABJIACTCS OJHOW M3 CTAIUil MOJyYCHUS TOTOBOTO IMOJaMuaa-6
10 CJICTYIOIICH PeaKIluu:

K
NH(CH)sCO + HOH === HOOC—(CHy)s —NH,
L

Bricokue Temriepatypsl CIIOCOOCTBYIOT MPOTEKAHUIO TOOOYHBIX PEaKLnii U 00-
Pa30BaHUIO HEIMHEWHBIX MaKPOMOIIEKYJ, UTO, B CBOIO OYepellb, OTPHIATEIHLHO
BIIHSIET HA IIPOYHOCTHBIE XapaKTEPUCTHKH HUTEH, OTYIaeMbIX U3 ITOJIINMEpA.

OaHUM U3 CYIIECTBEHHBIX HEJOCTATKOB COBPEMEHHOTO BHICOKOTEMIIEPATYp-
HOT0 XUAKO(]a3HOTO CHHTE3a SABJISIETCS TO, YTO MOJIyYeHHBIN pacriaB mojuMepa
conepxuT g0 10-12 mac. % mu3komonekysapHbx coenunenunit (HMC), cocto-
SIIUX U3 MOHOMepa (KampojakTaMa), BRICOKOKHUITSAIIUX U BBICOKOTUIABKUX OJIU-
romepoB (OJI) kamponakTama. ITo MPUBOIUT K HEU3OSIKHOCTH BBEJICHHS B TEX-
HOJIOTHYECKYIO CXeMy Mpom3BoacTBa [1A-6 sHEpro- u MaTepHATTIOEMKHUX CTaIUit
skcTpakimn HMC ymsirdeHHOHN, Aea’pHpoBaHHOM Topsiueil BOJoN W3 rpaHyl
nonumMepa [6], Cymku aeMOHOMepu30BaHHbIX rpanyi [TA-6 [7-8] u koHieHTpH-
POBaHUsI SKCTPAKIIMOHHBIX PAaCTBOPOB METOJIOM CTYIIEHYATOTO yIapuBaHus [9].

Lenb paboThI — HCCNeNOBaHUE ANBTEPHATUBHOTO MpoIiecca — TBepaodazHoro
JIOTIOJTHAMHUTUPOBAHUS rpaHyJista mojuamuaa-6 [10].

[Ipornecc TBepaOda3HOrO AOMOIMAMAIUPOBAHUS Ja€T BOZMOXKHOCTH yBEJIH-
YHUTH CTENEHb MpeBpamieHus kanponakrama [11-12] B mommmep mo 96,5-97,5%
W CHUHTE3UPOBATH BHICOKOMOJICKYJISPHBIA MMOJUMEP C MPEHMYIICCTBEHHO JIMHEH-
HBIM CTPOCHHUEM MaKPOMOJICKYJI, YTO TIO3BOJISIET TIPH €ro MepepadoTKe MOoIydaTh
W3JIeNKs BBICOKOTO KauyecTBa: M3AENHs IUIACTHUECKUX Macc, KOMIO3HULMOHHbIE
MaTepUabl, TEKCTUIBHBIC HUTH, TEKCTUIILHBIC HUTH TEXHUYECKOTO HA3HAYCHUS,
TEXHHYECKUE W KOPJIHBIC HUTHU JUISl TIPOM3BOJICTBA PE3MHO-TEXHUUECKUX HU3IC-
JIUH, LIMHHOTO KOpJa AJIs WKH pa3IMYyHOro Ha3HAUYEHUS.

OCHOBHBIMH CBOWMCTBaMH, HOPMHUPYEMBIMH TP TOJYYEHUH TOTOBOTO Tpa-
HyJIATa MOJIMaMUIa-6 W BIMSIONIMMH Ha €ro NepepadaThIBAEMOCTh, SBISIOTCS
cozepxanue BogopactBopumbix HMC — kanposiaktama 1 OJIMroMepoB — B T'OTO-
BOM MPOJYKTE€ U €ro OTHOCUTEJbHasl BSI3KOCThb. ONHONW M3 BaKHEUIIMX 3a1a4
MIPY TPOU3BOJICTBE TPAHYIIATA MOTHAMUAA-0 SBISAETCS MOTYYEHHE €ro C TaKUM
HabOpOM CBOWCTB, KOTOpBIE MIO3BOJIAT MepepaboTaTh €ro B HUTH M BOJIOKHA [ 13—
14] TeXHMYECKOT'O U TEKCTWJIBHOTO HAa3HAYEHHSI, KOMIIO3UIIMOHHBIE MaTepHaIbl
u mactMaccsl [15]. Tlocne craauu TBepaoha3HOro AONOIMAMUIUPOBAHUS 10T
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)KEH TOJy4YaThCs TPAHYJIAT CO CJIEAYIOUIMMH MapaMeTpaMu: OTHOCHTENbHAs
BSA3KOCTh (Mor) 3,0-3,5; comepxanne HMC B rpanyisite — 2,5-3,5% [16-17].

MaTepna.ﬂu H METOAbI UCCTICT0BAHUSA

st ocymecTBIIeHUs TIpoliecca TBEpAO(ha3HOTO TOMOTUAMUAUPOBAHUS ObLIa
CO3/1aHA U BBENICHA B PabOTy YCTaHOBKA, KOTOPAsi COCTOMT U3 IBYX OCHOBHBIX Jac-
TEH: METAJUTMUYECKOT0 PeaKkTopa U3 HepKaBEIOINEeH CTallk U 0JIoKa Harpesa (puc. 1).

Bce neranu, conpukacaromuecs ¢ peakllMOHHON MacCOM, BBITIONHEHBI U3 He-
pxasetromeit ctanm 1 X18H10T.

5

Puc. 1. JIaGoparopHast ycTaHOBKa TBep0(ha3HOTO JOMOINAMUPOBaHUs rpanysita [1A-6
B CcpeJie IIeperpeToro BOASHOrO mapa: 1 — kopiryc HarpeBares ; 2 — UTOJIBYATHIA KpaH; 3 — raii-
Ka; 4 — KopITyc peakTopa; 5 — Memanka; 6 — BIyCKHOM KJanaH; 7/ — TWIb3a ISl TePMOTaphl
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Merammueckuii peaktop u3 Hepkapewmen ctanmu 1 X18H10T 3amonnsiics
Ha 70% rpanynsarom ITA-6. Peakrop, cHaOeHHBIH Te(IOHOBBIMHU ITPOKIIA/IKA-
MH, MPOBEPSIICSA HAa repMETUYHOCTh, BAKYYMHUPOBAJICS A0 OCTAaTOYHOrO JAaBiie-
Husa ~ 66 Ila B Teuenne 30 MUH U MIpoIyBayICsl a30TOM B Te€YeHHE 15 MUH s
obecnieyeHust THEPTHOCTHU cpenpl. [Iponece TBeprodazHOro JONMOIHaMUIAPOBa-
HUs poBoics mpu temneparype 180 + 0,5°C.

Hnst ompenenenuss cBocTB rpanynara [IA-6 wcmonp3oBanmuch METOTUKH
AKCTPAKIIMU, CYOTUMaInY, BUCKo3uMeTpuu [18].

I'panynsaT Anst mpoBeeHUs aHAIU30B cywIwics npu temmeparype 40°C no
MIOCTOSTHHOM MacChl.

Jlyis oAroToBKM ¥ A1 onpeneneHus conepxkanvst HMC oOpasisl rpaHyiis-
ta [1A-6 sKCTparupoBaIuch AUCTWILIMPOBaHHOM Bomod mpu 7' = 95-98°C B Te-
yenue 10 g mpu moxyse Banusl 1:100. 3aTem momumep BBICYIIUBAIICS O TTOCTO-
STHHOW MAacCBl M TIO Pa3HOCTH Macc IOIUMepa J0 U MOCie KCTPAKIUH PacCu-
ThIBaJIOCH conepkanue HMC.

OtHocHTeNnbHAS BSI3KOCTB Mo PacTBOpa noiumepa B HaSOu4x (koHIeHTparms
1 v ITA-6 ma 100 MI KHCIIOTBI) OMpENENsIach B BUCKO3UMETpax C IUaMETPOM
kamwurapa 0,99 mM mpu temneparype 20 + 0,1°C. OTHOCHTENBHYIO BS3KOCTb
paccUMThIBANM KaK OTHOIIECHHE BPEMEHH MCTEUCHHUS PacTBOPA MOJUMEpPA K Bpe-
MEHH UCTEUEHHSI YHCTOTO PACTBOPHUTEIIS.

s onpenencuus conepkanus KJI oOpasiel rpanyssta [1A-6 cyGnumupo-
BAJIMCh MPH OCTATOYHOM JaBiieHnu ~ 66 I[1a u Temnepatype 150°C B Teuenue 6 u.
Konmentpanus KJI paccumrtreiBamack mo pasHHUIIE MacChl aOCONIOTHO CYXOTO
MOJIMIMEpA JIO U TIOCIIe CyOINMAIInH.

Pe3yabTathl u 00cy:KIeHnE

B kauectBe 0OBEKTa MCCIIeOBaHHS OBUI MCIIOIB30BaH BBHICOKOBSI3KHH TIpa-
HYJISIT TONMaMHuIa-6 MPOMBIIUICHHOTO HMPOMU3BOACTBA. [lokasaTenu HCXOAHOTO
rpaHyJsaTa MpeCTaBIeHbl B Ta0m. 1.

Taonuma 1
CaoiicTBa HCXOAHOI'0 BLICOKOBSI3KOI'O rpaHyJisiTa ITA-6
MNPOMBIIIJICHHOT0 MPOU3BOACTBA

[KJ1], % [HMC], % [OJT], % OrHocutenbHas | MonekymsapHas
BAI3KOCTD, Mot Macca
8,11 +0,03 10,81 £ 0,10 2,70 + 0,10 2.87: 2,89 21000

[Ipouecc Benu B METAJUIMYECKUX aMITylax C MpeABapUTeNbHON MOATOTOBKON
rpaHyjsaTa C INOMOIIBIO BaKyyMHpPOBaHMs IIpU OCTaTOYHOM aAasieHuu 66 Ila
B TeueHue 30 MuH.

[penBapuTenpHas TOATOTOBKA I'PaHYIIATA MIepe]l POLIECCOM TBEpAO]azHOTO
JOTIOJMaMHUIUPOBAHUS MIMECT NPEUMYIIECTBA, OJHO W3 KOTOPHIX — yAaJeHHUE
KHCIIOPOJia BO31yXa, COPOMPOBAHHOTO MOpaMU B aMOP(HBIX OONACTAX, U TIO-
BBILIIEHUE JOCTYIHOCTH a30Ta MpU MOCIeNyoLel IpoayBKe B TeueHHe 15 MuH.

[Iponiecc TBepmodazHoro mononuamuaupoBanus (TDJ]) rpanymata moniu-
amuna-6 mpoBogwics B TeueHue 24 u 36 4 mpu temneparype 180°C. Takue
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napaMeTphl Tporiecca ObLIM BHIOPAHBI UCXOMSI U3 PaHee MPOBEACHHBIX PadoOT 1Mo
HCCIICIOBAHUIO IPUMEHEHHS TPaHyJIsATa oIHaMuIa-6 K mporeccam rnepepador-
ku [13, 17]. JaHHbIl BpeMeHHOW MPOMEXYTOK MO3BOJSET MOIYy4aTh MOJUMEP
CO CBOMCTBaMH, MPEJICTABICHHBIMHU B Ta0JI. 2.
Tabnuma 2
CBolicTBa BBICOKOBSI3KOro rpanyasita IIA-6 npoMbIIEeHHOr0 IPOU3BOICTBA
mocJjie MpoBeICHUSA Mpouecca TBepHO(l)a3l-lOl"0 AOMOJIUAMHUIUPOBAHUSA

- [KJT], % [HMC], % [0J1], % OtHocurenbHast | MomnekynspHas
BSA3KOCTb, Mot Macca

24 4,49 +£0,01 749+0,01 | 3,00+£0,01 3,00 23 000

36 3,09 + 0,02 447+0,22 | 1,58+0,22 3,27 26 000

36 3,27 +0,02 4,75+0,26 | 1,48+0,26 3,36 27 000

Hcxons m3 obmiero aHamm3a MOMYYCHHBIX JaHHBIX, MOXXHO CIENaTh BHIBOJ,
YTO TPaHyJAT, noABeprHyThlil TDJ] B TeueHue 24 4, mo cBoeil BSI3KOCTH YHO-
BJICTBOPSIET TPeOOBAHISIM K TPaHYISITY, TOTOBOMY K IepepadoTKe B HUTH U BO-
JIOKHA, HO UMEET JOCTaTOYHO BBICOKME IOKa3aTeNd 10 OCTATOUHOMY COAEpKa-
HUIO KallpoJIaKTaMa U OJIMTOMepOoB. I'paHynaT, noasepruyteiii TO/] B TeueHue
36 4, OJTHOCTBIO OTBEYACT COBPEMEHHBIM TPEOOBAHUAM K IPaHYJISATY, TOTOBOMY
K mepepaboTKe B HUTH, BOJOKHA M U3AEIHS IIacTHIeckux macc [19].

Takum o6pa3oM, oIpeeraeHsl ONTUMAIBHBIC apaMeTphl MPOBEACHUS IPO-
necca T®J[, B X0/1e KOTOPOTO T'PaHYJAT MOJHOCTHIO OTBEYAET COBPEMEHHBIM
TpeOOBaHUSIM K TPAHYIATY, TOTOBOMY K TIepepaOdOTKe B HUTH, BOJIOKHA U H3IEIHS
IJ1acTUYecKux mMacc: nposeneHue npouecca TO/ B reuenne 36 1 npu 180°C.

B xope uccienoBanuii Takke MOKa3aHoO, YTO MPOILECC TBEPAO(A3HOTO JI0TI0-
JIMaMUJIMPOBAHUs JIydllle BECTHU C NMPEIBAPUTEIBHON MOATOTOBKOM I'paHyIsTa,
YTO MO3BOJIAET CHU3UTh COJEpXKaHKUe BO3/yXa Nepe MPOAyBKOH a30TOM M J1aeT
MEHBIITYIO OKHUCIIIEMOCTb.

[Tocne mpomecca TBepaodaznoro momonmamuaupoBanus [20] mans okoHYa-
TEJIbHOIO YAAJEHMs JIakTaMa W3 IpaHyjsiTa cleAyeT NPOBOIUTH MPOLECC COB-
MEIIEHHOH CyHIKH-AeMOHOMepu3anuu [21, 22], mo3BOJSONUN YAAIUTh W3-
nuuHee coxaepxkanne HMC, onmromepos, kamponaktama. IlocnegoBarensHoe
WCTIONb30BaHNE TBEPAO(}A3HOTO AOMOIMAMHIANPOBAHUS M COBMELICHHOH CyI-
KH-IEMOHOMEPHU3AIIMK 1aeT BO3COKHOCTH IIONy4YaTh TPAHYJAT IOJHaMHIa-6
HEOOXOMMOTr0 Ka4ecTBa ISl COBPEMEHHON TEXHUKH.
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Investigation of the process of solid-phase dopolyamidation
of polyamide-6 granulate

Now the development of alternative technological solutions for the production and
preparation for conversion of polyamide-6 to obtain polymer granules with the
required physicochemical parameters is highly relevant.

To create a rational technological process for obtaining polyamide-6 granulate,
ready for conversion it is very important to investigation for fundamentally new
technical and technological solutions that allow obtaining low-molecular and high-
molecular products at various thermodynamic parameters of polymer synthesis.

There are two alternative ways of preparing polyamide-6 granulate for conver-
sion:

1) The industry at concerns to produce fiber-forming polyamide-6, such as
KuibyshevAzot (Togliatti), BASF (Germany), uses a method consisting of extraction of
low-molecular compounds with subsequent drying and isolation of low-molecular
compounds from polyamide-6 granules by evaporation.

2) A technological process developed at ISUCT, which consists in the sequential
carrying out of the processes of dopolyamidation of the prepolymer of polyamide-6
and the combined drying-demonomerization of the obtained polyamide-6granulate.
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A process developed for solid-phase dopolyamidation of polyamide-6 granulate,
which makes it possible to increase the degree of conversion of caprolactam into
a polymer up to 96.5-97.5% and to synthesize a high-molecular-weight polymer with
a predominantly linear structure of macromolecules, which makes it possible to ob-
tain high quality products during its conversion: plastic products, composite materials,
textile fibers, textile fiber for technical purposes, technical and cord fibers for
the production of rubber products, tire cord for the production of tires for various
purposes. To carry out the process of solid-phase dopolyamidation, a laboratory-
scale pilot plant was created and put into operation. During investigation, the synthesis
of a prepolymer - granulate of polyamide-6 by the method of solid-phase dopolyami-
dation at various times of the process was carried out.

The content of low-molecular compounds and the relative viscosity before and
after the process of solid-phase dopolyamidation have been determined. To determine
the properties of polyamide-6 granulate, the methods of extraction, sublimation and
viscometry were used.

Based on the analysis of experimental data, the optimal parameters of the solid
phase dopolyamidation process have been determined, during which it is possible
to obtain a granulate that fully meets modern requirements for a granulate ready
for conversion into threads, fibers, and plastic products.

Keywords: polyamide-6, caprolactam, oligomers, solid-phase pre-polyamidation,
polymer conversion.
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CuHTe3 U CBOICTBA Psijia NPOU3BOAHBIX X0JAHOBBIX KUCJIOT
M METHUJIOBBIX 3(PUpPOB

IIpusedenvi pe3ynbmamvl cunmesa psioa X0NAHOEbIX KUCION U MEMULOBbIX IPUPOE
Ha ux ocnose. Ocobblil unmepec npeocmasision npou3eoOHsle XOIAHOBLIX KUCIOM,
umerowue pasiuyHvle QYHKYUOHATbHYbIE 2PYNNbL, KOMOpble CHOCOOCMBYION NOLYYEHUIO
Ha UX OCHO8e pAda Opyaux cOeOUHeHUll ¢ 3a0aHHbLIMU OUOIOSUYECKUMU CEOUCIBAMU.

B pabome usyueno nosedenue 3a,7p,120-0ucudpokcu-55-xon1ano80oi Kuciomsl
6 peakyusax smepuuKayuy, NPOMeKarwux no KapooKcuibHou spynne, cunmese me-
MUNOBbIX IPUPOB U YCMAHOBNIEHO CPOEHIEe 00PA3YIOWUXCs NPOOYKMOS.

Yemanosneno, umo peaxyuu ¢ yuacmuem O0KO60U Yenu XOAAHOBbIX KUCION
0xX8amMbIBAION OOTLULOE YUCTO CUHMEMUYECKUX Npespawjerull, Komopule KI04Am
KaK Mooupuxayuro HamusHol KapOOKCUTbHOU 2PYNNbl, NPUBOOSWYI0 K NOLYUEHUID
conell, CLONACHBIX IPUPO8 XOIAHOBLIX KUCIOM, MAK U USMEHeHUe ONUHbl DOKOBOU yeni
U ee PYHKYUOHANUZAYUIO PASTUYHBIMU NPEEPAUEHUAMIU.

KiioueBble ¢10Ba: X01aHO8ble KUCIOMbL, MEMAHOIL, MEMUIO8ble IPUpbl XONAHO-
8bIX KUCTOM.

BBeaenune

Creponzbl MPEACTaBILIIOT cOO0H OIHY M3 HanOOJIee HHTEPECHBIX U MIHPOKO
pacipoOCTpaHEHHBIX IPYII IPUPOAHBIX COEAUHEHUH, UTPAIOLIYI0 BXKHYIO POJIb
B JKM3HEAEATEIFHOCTH MHOTHX JKHUBBIX OPTaHHU3MOB, M UMCIOT OOJBIIOE 3HAUe-
HUE JUIsl BCeX OTpaciel XuMuu, OUOIOTUH, METULIMHBL U CEJIbCKOIO XO3sHCTBa.

WHuTepec xumuu K CTEpOrIaM, B YaCTHOCTH K IPOM3BOJHBIM JKEIYHBIX KHC-
JIOT, IIOCTOSIHHO PacTeT B CBSI3U C TEM, YTO ATH COCAVHEHUS MPEACTABIIAIOT CO-
0011 OTYIIPOAYKTHI UL CHHTE3a MPENapaToB, PAaCTBOPSIONINX XOJIECTEPUHOBEIC
KaMHH XKEITYHOTO ITy3bIpSL.

Ha coBpemeHHOM 3Tane pa3BUTHSA HayKU BO BCEM MUPE U3bICKUBAIOTCS IIyTH
U METOABI CHHTE3a HOBBIX 3((EKTHBHBIX JIEKAPCTBEHHBIX CPEACTB. B cBs3n
C DTHM O4YEHb BaXCH LIEJICHAIIPABICHHBIA CHUHTE3 HOBBIX KJIACCOB CTEPOUIHBIX
coeauHeHUH [1-2], MOCKONBKY pelIaoliee 3HAYEHUE B STHOJIOTUM >KEITYHOKA-
MEHHBIX 00JIe3HEeH NMeeT HapyIIeHHe HOPMAIBHOTO MeTabosm3Ma XoJecTepruHa
U €r0 MPOU3BOAHBIX B JKEIYHBIE KUCIIOTHI, BEAb TE€ K€ CaMbIe KHUCJIOTBI U KX
aHAJIOTH MOTYT B PSJI€ CIIy4aeB CIIy)KHUTh JIEUYEOHBIMU CPEICTBAMH.

B kauecTBe MOTEHIMANBFHOTO OMOJIOTHYECKH aKTUBHOTO BEIECTBA WHTEPEC
MPE/ICTABISIIOT TAKKe MPOAYKTHl (QYHKIIMOHAIN3AINH JKETYHBIX KUCIOT ITyTeM
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BBEIICHUS 110 KapOOKCIIBHOM M THAPOKCHIBHOW TPYIIIIaM OCTAaTKOB Pa3UIHBIX
OpraHuYecKux coenuuenuit [3—4].

N3BecTHO, YTO HAa OCHOBE XOJIAHOBBIX KHUCIIOT MOCPEACTBOM OOpa30BaHUs
CJIO’KHOX(HPHOI CBSI3M CHHTE3HPYIOT KOHBIOTATHI ¢ OHOIOTUYECKH aKTHBHBIMU
MOJIEKYJIaMH, CIIOCOOCTBYIOIINE CEIEKTUBHON JOCTABKE JIEKAPCTBEHHOTO areHTa
K OpraHaM U TKaHsM, a TaK)Ke CHIKCHUIO TOKCHYHOCTH MCXOIHON MOJICKYJIBI.

[IpoBenenre pa3nuIHBIX MOTU(PHUKAIIMOHHBIX CHHTE30B U MPEBPAIICHHE THI-
POKCHJIBHBIX U KapOOKCHIIBHBIX TPYIIIT XOJIAHOBBIX KUCIIOT CHOCOOCTBYIOT IIONY-
YEHHUIO HOBBIX MPOM3BOMIHBIX C MIUPOKUM CIICKTPOM OHOJOTUUECKOH aKTUBHOCTH
HOHOB, UTO SIBIISICTCS aKTyaIbHOHN 3a7a4ueil pa3BUTHs OHOOPraHNIeCKOM XUMHUH.

Lenp uccnenoBanus — U3ydeHue nopeneHus 3o,7p,12o-auruapokcu-5p-xo-
JIAHOBOW KHUCJIOTHI B PEAKIMAX STCPUPHUKALUY, MPOTEKAOIIUX O KapOOKCUIIb-
HOU TpyIIe, CHHTE3€¢ METIIOBEIX 3(PHPOB U YCTAHOBJICHUH CTPOCHHS 00pa3yro-
MIMXCST TPOIYKTOB [5—6].

Lenecobpa3HOCTh CHHTE3a Pa3IMYHBIX MPOU3BOJHBIX XOJAHOBBIX KHCIIOT
OOBSICHSICTCS MX NIMPOKUMH CHHTETUYCCKUMH BO3MOXKHOCTSIMH, TOCTYITHOCTBIO
W BBICOKOH pEaKIMOHHOW CIOCOOHOCTBI0. CHHTE3UPOBAaHHBIC METUJIOBEIC
CJIO’KHBIE A(QHUPHI XOIAHOBBIX KUCIOT MOXHO HCIIOJb30BAaTh B KAYECTBE 3TAJIOH-
HBIX 00Pa3LOB AJIS ONPEeICHUs COACP KaHUS PAla CTEPOUIOB THITA XOJIaHOBBIX
KHCJIOT B OMOJIOTHYECKAX O0BEKTAX, MOYIIPOAYKTOB IJIsi CHHTE3a JIUTOIHTHYC-
CKHUX, TIPOTHBOBOCHATUTENBHBIX, aHTHOAKTEpHATFHBIX TIPEIapaToB, a TAKKE IS
CUHTE3a KaTHOHHBIX aM(pumiIoB. B 3ToM miaHe npoBeieHNE JAHHOTO UCCIIEN0-
BaHUs HaMEUYaeT CO3JaHHE HOBBIX JINTOIUTHYECKUX, THIIOXOJECTCpHHEMUYe-
CKUX U TEMaTONPOTEKTOPHBIX CPEICTB Ha OCHOBE HEKOTOPBIX CTEPOHIOB THUIIA
XOJIAaHOBBIX KHCIOT [7-8].

[Ipucrymnas k moucky Hanooee 3¢p(HEeKTUBHOTO METHIIMPYIOIIETO areHTa JIIs
psila XOMaHOBBIX KUCIOT (pHc. 1), MBI HCIOIB30BAIN M3BECTHEIE MeTOABL. [Ipn
MPOBEICHUN PEAKIUHU ITepUUKAIMU, UCXOIS M3 METWIOBOIO CHHpTa U 30-
THUAPOKCH-, 30, 120-1uruapokcu-, 3a,70-AUruapokcu-, 3o,7a,120-Tpuruapokcu-,
3a,70,120-TpuKeTo-, 3a,7B-quruapokcu-, 3a,7f,12a-TpuruapoKcu-5p3-X0IaHOBBIX
KHCIIOT, HaMu ObUT TToy4eH psiq MeTiioBbix a¢upos (VII-XIV).

CHs
RII N
cooRr'

R R'
Puc. 1. CtpykrypHas ¢popmyiia X0JaHOBBIX KHCIOT

Peakuuro MOPOBOAWIIN IIPU KUIIAYCHHUU METHUJIOBOI'O CIIMPTa € BBILICIICPECUUC-
JICHHBIMHU KHUCJIOTaMU B IIPUCYTCTBHUU CJICAOB KOHHCHTpHpOBaHHOﬁ CepHOfI KHC-
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notel. Ilepeyens coemunenwii (I-XIV), BbIXom B mpoleHTax, TeMIeparypa
TUTaBJICHUS M JJAHHBIC 3JIEMEHTHOTO aHaJu3a MpUBEACHBI B Tabuie. Buano, 4to
BBIXOJIBI XOJIAHOBBIX KHCIIOT U METHJIOBBIX 3(DUPOB KOJNEOIIOTCS B Tipeaenax 76—

95%.
XapaKTepucTHKA X0JAHOBBIX KHCJIOT COOTBETCTBYIOUIMX MeTHJIOBBIX 2()UPOB
XoaHOBBIE KHC- % C, % H
Ne i on | om | Bexon, | Tax, 9 o BpyrTo-
nmotei nux ciok- | R |R'|RY" | R o HalIeHO, | HaiJeHo,
/I % C thopmyna
Hoe 3¢ HPOB BBIYHCIICHO | BEIYMCIICHO
184-| 76,39 10,56
| 3o-rugpoxkcun- |OH| H |H | H 89 185 7646 1068 C24H4803
3a,120- 177-| 7331 10,11
1 MTUApOKCH- OH| H |[HO| H 78 178 73.36 10.18 C24H4904
30,70- 140-| 7340 10,13
1] - OH/HO| H | H 76 141 73.36 10.18 C24H4904
3a,7a,120- 198-| 70,48 9,71
v TPHIIPOKCH- OH/HO|HO| H 89 199 70,54 9.79 C24H1905
3a,7a,120- 237-| 7157 8,39
V TpHKETO- O|O|O | H 97 238 7164 8.45 C24H3405
30,7pB- 203-| 73,22 10,09
Vi T OH/HO| H | H 88 204 73.36 10.18 C24H4804
30,7B,120- 267-| 7048 9,71
Vil TPHIMAPOKCH- OH|OH|OH| H 93 268 7054 9.79 C24H4905
MertwuioBblii 3¢up 129-| 76,92 10,68
VI 3a-rupoKcy- OH| H | H |CH3| 94 130 7678 1083 C24H5003
MetunoBslit 3¢hup
75— 73,78 10,25
IX 30,120~ OH| H |[HO|CH3| 94 75 73.95 1034 C24H5104
JMTHIAPOKCH-
MeTuinoBsblit 3¢Gup
42— 73,86 10,49
X 30,70- OH/HO| H |CHs| 89 43 73.95 1034 C24H5104
JIMTHIPOKCH-
MetunoBslit 3¢hup
156-| 7381 10,39
Xl 3a,70,120- OH|HO|HO|CHs| 90 157 73.89 1034 C24H5105
TPUTHUAPOKCH-
MeTu0BBIi 3up
241-| 72,19 8,15
XIl 3a,7a,120- O|O|O|CHs 95 242 72.29 8.65 C24H3605
TPUKETO-
Metunosrit 3¢hup
149-| 73,78 10,25
X1 30,7p- OH/HO| H |CHs| 93 150 73.95 1034 C24H5104
JIMTHIPOKCH-
Metwunoslit 3¢hup
129-| 7381 10,39
XV 30,7pB,120- OH|OH|OH|CH3| 85 130 73.89 1034 C24H5105
TPUTHUAPOKCH-

NuTepripernpoBaB UK-crieKTphl MOTYYEHHBIX CIIOKHBIX 3(UPOB, MBI MOKEM
YBHIETh, KaK B HHX MPOSBIIOTCS MOJOCH TOrjomeHus B obmactu 1 290—
1165 cm, xapakTepu3upyIOIMe HAIMYME CI0KHOIPUPHBIX Tpymm. B moy-
YEHHBIX COCIMHEHMSIX OBUTM OOHApYKEHBI IIMPOKHE MOJIOCHI MOTJIOMEHUS B 00-
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nactu 3 160-3 450 cM !, oTHOCAIMECS K BAIECHTHBIM M 1e()OPMAIMOHHBIM KO-
ne6anusaM OH-rpynmsl. Ctpoenue cnoxHbX 3¢upoB (VII-XIV) 6suto ycranos-
neno merogoMm VK-cnekrpockormu. Ha puc. 2 B kadecTBe nmpumepa NpHUBeneH
HK-cniextp MeTrmoBoro 3¢upa 3a,7p,120-TUruapoKcu-5B-X01aHOBOH KACIOTHI.

102-

1004

%T
©
b

12970

4000 3500 3000 2500 2000 1500 1000 600
om-1
Name Description
———— O6pazey 2

Puc. 2. UK-cnektp metnnoBoro s¢dupa 3a,7f,12a-Tpuruapokcu-5p-xonaHoBoil KHCIOTHI

WuanBunyanbHOCTE MX OblIa MOATBEPXKICHA METOJOM Ta30KHIKOCTHOMN
xpomaTorpaduu. CHHTE3MpOBaHHBIE METHIOBBIE 3¢dupsl 30,120-1uruapoxcu-
5p-X0TaHOBBIX KHCIOT XpOMaTOTrpa(upoBail MPH CIACAYIOMIHNX YCIOBHUIX: TEM-
nepatypsl Tepmocrtata 255°C, ucnapurens 290°C, nerextopa 280°C, ckopocTu
raza Hocurenst 40 mi/muH, Bogopoaa 30 mu/mus, N-AW auametp 3epHeHUs Ha
xpomarone 0,160-0,200 mm, coneprxammuii 3% SE-30.

s memouctpanuu ctpykTypsl coemunenus (1), T.e. metmnoBoro s¢upa
30, 120-TUruapoKcu-5B-X01aHOBOKH  KHCIOTHl ObT HCHOJB30BaH BCTPEYHBIN
CUHTE3, TTOKa3aHHBIN Ha pHC. 3.

CHj
OH Chls
OH
H+

COOCH,

H
H

Puc. 3. Peakuus cuHTE3a METHIIOBBIX 2pHpoB 3a,12a- TUTHAPOKCH-5B-X0TaHOBBIX KHCIOT

Takum 00pazoM, peaklIuu ¢ y9acTHeM OOKOBOH LM XOJaHOBBIX KHUCIOT
OXBATBIBAIOT OOJIBIIOE YHCIO CHHTETHYCCKUX IMPEBPAIICHUH, KOTOPHIC BKIIIO-
Yal0T KaKk MOTU(HKALNI0 HATUBHON KapOOKCHIBHON TPy, HMPUBOIILYIO
K TMONYYECHHUIO COJICH, CIOXKHBIX 3()UPOB XOJAHOBBIX KHCIIOT, TAK M U3MCHECHUE
JUIMHBI OOKOBOM Lleny U ee (PyHKIMOHATH3ALMIO PA3IMYHBIMU ITPEBPAIICHUSMU.

45



C.U. Ab6oynnozooa, A.A. Hypmaoszooa, I'3. Ilupos

JlurepaTtypa

1. Myponosa M.M., KaxsipoB A.X., Hazaposa 3./1., XaiinapoB K.X. CunTe3 HOBBIX Hpous-
BOZHBIX JKETYHBIX KucoT // Jloknansl Akagemun Hayk Pecryomuku Tamkukucrad. 2005.
T. 48, Ne 2. C. 21-25

2. KagpipoB A.X., Mypomoa M.M., Xaiinapos K.X. CunTe3 u Guomornveckass akTHBHOCTh
CIIOKHBIX 3(UPOB XOJaHOBBIX KUCIOT // COOPHUK MarepuanoB 55-i eKEroJHON Hayd.-
mpakT. kKoHd. TTMY um. Abyanu ubuu Cuno, nocssi. 75-netuto FO.b. Mcxakn «AKTy-
alnpHbIe BOIPOCHI ceMeitHol Menuuuuby. ymante, 2007. C. 32-33.

3. KagpipoB A.X., Xaiigapos K.X., I'nécos A.Ill. Cunte3 u Ouonorudeckas akTHBHOCTb He-
KOTOPBIX IPOM3BOIHBIX XKETYHBIX KUCIOT. Jymanbe : Xaém, 2000. 96 c.

4. MyponoBa M.M. CuHTe3 U CBOWCTBa HEKOTOPBIX IPOU3BOAHBIX XOJAHOBBIX KHCIOT : aB-
Toped. auc. ... Kaua. xuM. Hayk : 02.00.03. dyman6e, 2007. 22 c.

5. CyaronmamanoBa M.II., KansipoB A.X. CuHTE3 Ha OCHOBE METHJIOBBIX 3(PMPOB XOJIaHOBBIX
kucnot // Marepuansl pecn. KOH}. «XHUMHS: HCCIEIOBAaHUS, MPENOJaBaHHE, TEXHOJO-
rHs», mocssmy. «'oay oOpa3oBaHMs H TeXHHYEeCKUX 3HaHMi». lynmranoe, 2010. C. 28-30.

6. Wang P., She G., Yang Y., Li Q., Zhang H., Liu J., Cao Y., Xu X., Lei H. Synthesis and
Biological Evaluation of New Ligustrazine Derivatives as Anti-Tumor Agents // Mole-
cules. 2012. V. 17. P. 4972-4985.

7. Banerjee S., Vidya V.M., Savyasachi A.J., Maitra U.J. Perfluoroalkyl bile esters: a new
class of efficient gelators of organic and agueous-organic media // Journal of Materials
Chemistry. 2011. V. 21. P. 14693-14705.

8. Aher N.G., Pore V.S., Mishra N.N., Kumar A., Shukja P.K., Sharma A., Bhat M.K. Syn-
thesis and antifungal activity of 1,2,3-triazole containing fluconazole analogues // Bioor-
ganic & Medicinal Chemistry Letters. 2009. V. 19. P. 759-763.

HNudopmanus o6 aBTOpax:

Aonyanosona Canasdoapu Ucyd, uccnenosarens Mucruryra xumuu um. B.W. Huxutuna
HanponaneHoi akagemun Hayk Pecriybnuku Tamxukucran (QymranGe, Pecybinka Tamku-
kucran). E-mail: abdullozodaomina@gmail.com

Hypmanzona AMHpPXoH AMPOXOH, HccieioBaTeNnb JJaHrapuHCKOr0 rOCYyIapCTBEHHOTO YHH-
Bepcurera ([{anrapa, Peciy6nuka Tapkukucran). E-mail: sanavbar9797 @mail.ru

[upos I'agop 3apaakoBbIy, Hccien0BaTeb BOXTapCcKOTo TOCYAapCTBEHHOTO YHHBEPCHUTE-
ta (Boxrap, Pecriybnuka Tamkukucran). E-mail: pirov@mail.ru

Tomsk State University Journal of Chemistry, 2021, 21, 42—-47. DOI: 10.17223/24135542/21/4

S.1. Abdullozodal, A.A. Nurmadzoda?, G.Z. Pirov?

LV 1. Nikitin Institute of Chemistry National Academy of Sciences of the Republic
of Tajikistan (Dushanbe, Republic of Tajikistan)
2 Dangaray State University (Dangaray, Republic of Tajikistan)
3 Bokhtar State University (Bokhtar, Republic of Tajikistan)

Synthesis, properties of derivatives of a number of cholanic acids
and methyl esters

The results of the synthesis of several cholanic acids and methyl esters based on
them have been presented. Of particular interest are derivatives of cholanic acids,
which have various functional groups and facilitate so the production of several other
compounds with desired biological properties on their basis.
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Cunmes u ceoilicmea paoa npou3E00HbIX X0JIAHOEBIX KUCION U MEMUN0BbIX IPUPO

The behavior of 3a, 7p, 12a-dihydroxy-5p-cholanic acid in esterification reactions
proceeding along the carboxyl group, synthesis of methyl esters has been studied, and
the structure of the resulting products has been established.

The reactions involving the side chain of cholanic acids include many synthetic
transformations, both the modification of the native carboxyl group, leading to the
formation of salts, cholanic acids estersf, and the change in the length of the side
chain and its functionalization by various transformations.

Keywords: cholanic acids, methanol, cholanic acids methyl esters.
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Azepbaiiodxcanckuli 20cy0apCcmeentbvlll neda202utecKutl yHugepcumen
(2. Baxy, Azepbatioxcan)

5-(4-ruapoxcudeH3MInIeH)-2,4-THA30JIMIHH/THOH
KaK aHAJTUTHYECKH I peareHT 1Jisl IKCTPAKIHOHHO-
doTomeTpuyeckoro onpeneaenus xkeiaeza(lll)

Cnexkmpogomomempuueckumu mMemooamy Uccie006aHo KOMNIEKCo00pasosanue
acenesa(lll) ¢ 5-(4-2udpoxcubensunuden)-2,4-muazonudunouonom. Haiidenvr onmu-
MabHbIE YCNOBUS 00PAZ08AHUS U IKCMPAKYUU KOMNLEKCHO20 COCOUHEHUS. U ONPedeiieHbl
COOMHOWEHUSL KOMNOHEHIMO8 8 KOMNIeKce. YCmanoeneHo, 4mo KOMNIEKCHOe COeOuHe-
Hue 06pazyemcsi 6 claboKuciol cpede npu onmumantbhom snavenuu pHomm = 4,0-5,4.
Makcumym 6 cnekmpe noznowjenust KOMNIeKCHO20 COCOUHEHUs 8 PACMEope HAON0a-
emcs npu A =535 um. Monapuwiii koaghpuyuenm noanowenus pasen &= 3,29 x 10*,
Ha ocHosanuu nonyuennvix OaHHuIX pazpabomanvl omomempuyecKue Memoouxu
onpeoenenus dncenesa(lll) 6 paznuunvix obvexmax (06paszyvl nouswvl, msca, npupoo-
HblX 600). [Ipednazaemvie MemoOUKy XapaKxmepusylomes Xopoutet 80CnpoOU3800UMo-
CMbIO U HUSKUMU NPeO0enamu OOHAPYIHCEHU.

KunroueBsie cinoBa: scenezo(lll), komnnexcoobpaszosanue acenesa(lll), sxempax-
YUOHHO-(homoMempudecKull Memoo, aHUIUH, onpedereHue.

BBeaenune

ITockonbKy voHbl Fe?* u Fe®* obnamaror XpoMo(popHBIMU CBOMCTBAMH, B OOJIb-
IIMHCTBE METOMOB HCIONB3YIOT PEareHTH, HE CoAepiKamue XpoMo(opHBIX
rpynn [1]. Mons! xene3a 00pa3yroT 0Y€Hb MPOYHBIE KOOPAUHAIIMOHHEIE CBSI3H
¢ JIOOBIMHU JTOHOPHBIMU aToMamu. M30uparensusivMu pearentamu Ha sxere3o(l11)
SBISIIOTCS COeNMHEHHs, coneprkamye (enonbHple OH-rpynmer. UyBcTBHTEB-
HOCTb ITOBBIIIAETCS TIPH BBEJCHUH ele ofHoi ¢eHonsHOoi OH-rpynmer B opro-
WY TIEPU-TIONIOKEHNE, HO 3TO NMPHUBOAUT K 3HAYUTEIFHOMY YXY/IIICHHIO CEJIeK-
TUBHOCTH OIpesiesieHus [2].

Pearentsl, conepxamue OH-TpynImmbl U TOHOPHBIE aTOMBI a30Ta, CYATAIOTCS
Haunbonee moaxomsiuumu st onpenenenus xenesa(lll) [3, 4]. Meroauku ¢o-
ToMeTprueckoro onpenenenus xeieza(lll) B Buae pasHONMUTaHIHBIX KOMILIEK-
COB C 3THUMH peareHTaMud B HPUCYTCTBUU TPETbUX KOMIIOHEHTOB Pa3IHMYHOTO
KJTacca 0o0JIaat0T BBICOKON YYBCTBUTENHHOCTBIO M H30MPaTenbHOCTHIO [5—7].
OnHNM M3 KIaccHuecKux (hoToMeTprueckux MetonoB ompenencHus xene3a(lll)
SIBIISIETCS pOJaHUAHbIN MeTox [1].

Jnst  (hOTOMETpUYECKOro ONpeJeNieHus] Kene3a BAKHEHIINMHU  SBIISIFOTCS
(heppOHHOBBIC XeIaTOO0Pa3yIOIINE PEAreHThl. DTO OOBICHSAETCS MPEXKIE BCETO
UX BBICOKOH CENEKTHBHOCTBIO, a Takke 0ojJee WIM MEHEEe XOpOLIeH 4yBCTBU-

48
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TENBLHOCTEI0. B OCHOBHOM HCIONB3yroT 1,10-penantponun, 2,2 -IUIHpHINAIL
u 2,22 -rpunupuamn [2].

Metonamu CHeKTpO(GOTOMETPHH UCCICIOBAHBI PAa3HOIUTAHIHBIC KOMILICK-
cel xene3a(lll) ¢ rereponMKINYECKUMH TMaAMHUHAMH M a301IPOM3BOAHBIMHU CaJTH-
LUIOBOM KHCIIOTHI [8].

Paspaboranbl MeTomuku QoTomerpudeckoro ompenencaus xenesa(lll)
¢ 1-dennn-2,3-mMMeTHIMPa3oIoH-5-a30nmporauionoM B npucyrcteun 1,10-¢e-
HAaHTPONVHA H O,0'-AUOUpUANIa. PazpaboTaHHBIE METOOMKH NPHUMEHEHBI IUISA
OIpeIeIICHUsT MUKPOKOJTMUECTB Kejle3a B pasnyHbiXx o0bekTax [9, 10].

Hamu m3ydena BO3MOXHOCTh IpUMeHEHHs 5-(4-ruapokcubensunnmeH)-2,4-
TtrazosmauHIuoHa (L) mist poTomeTprudeckoro onpeneneHus xemeza(lll).

IKcnepuMeHTAIBHAs YaCTh

Pearentsl u pactBopbl. Cranmaptasiii pacrop xenesza(lll), 1 mr/mi, roro-
B pactBopenreM TouHoi HaBeckH FENHi(SOa4)2-12H,0 B BoOme, comepika-
e 5 MJI KOHICHTPUPOBaHHOM cepHOM kuciaoThl H2SOs, Paboure pacTBOpEI
TOTOBHIIH, pa3basistst ucxonuslii pacteop 0,01 M ceproii kucmoroii [1].

Crangaptablii pactop xese3a(ll), 1 Mr/mi, 6bUT IPUTOTOBICH PACTBOPESHHU-
€M HaBeckH coiu Mopa B Boje NpH MOAKUCICHUH 10 MJI KOHIIEHTPUPOBAaHHON
H2SO4 [11]. PacTBOpBI ¢ MEHBIIUM COAEPKAHMEM >Kejie3a TOTOBHITH, MOCIIEI0-
BaTeNBHO pa30aBiIsist CTAHAAPTHBIN pacTBOP.

B pabore ncnons3zoBanu 0,01M pactBop L B xiopodopme. L ounmmanu ne-
PEOCaKACHUEM M3 3TAHOJBHBIX PACTBOPOB IPHOABIEHHEM BOABI U 3aTEM Iepe-
TOHKOH. B KauecTBe SKCTpareHTa MPUMEHSIICS OYHUIIEHHBIN XJI0pohopM.

Honnyto cuiy pactBopos, paBHyto P = 0,1, nogaep>kuBainy NOCTOSHHBIM
BBeicHHeM paccuutanHoro koimdyectBa KNOz. s cozmanust Heobxoaumoin
KHCJIOTHOCTH PacTBOPOB NMPHUMEHSJIN alleTaTHbIM OydepHbId pacTBOp. Bee wmc-
MTOJIb30BaHHEBIE PEAareHTHl IMEITH KBATH(HUKALINIO 9.11.2. HITH X.4.

Annaparypa. ONTHYECKYyIO0 IUIOTHOCTh OpraHMYecKoil ¢(a3el u3Mmepsnu
Ha ¢orokonopumerpe KDK-2. CrekrpodoTomerpudeckue usmepeHus B YO
U BUAMMOW 00MacTsIX mpoBommin Ha criekrpodoromerpe CD-26. Benmnunny pH
pacTBOpPOB KOHTPOJUPOBAIU C mMomouipio HoHomepa M-130 co CTeKIsTHHBIM
anektpogoM. UK-criekTphl cHuManu Ha criekrpodoromerpe Specord-M80.

OnexTponn3 pacTBopa KomIulekca npoBoawin B U-oGpasHoit TpyOke ¢ aABY-
M KpaHamu 1ipu Hanpsbkenuu 180-200 B u cune Toka 0,5-0,8 MA. Dnekrponu3
POBOAWIN HaA MPOTAKCHUHN TPEX YaCOB.

Pe3yabTaThl 1 uX 00CyxKaeHHe

5-(4-ruapoxcuOeH3WINACH )-2,4-THa30IUINHIMOH CHHTE3UPOBAIIK 10 METO-
nuke [12]. JIng uneHTHUKAINN CHHTE3WPOBAHHBIX PEarcHTOB HCIIOIB30BAIH
sneMeHTHBIH ananu3 u UK-cnexrpockormuto [13-15].

[IpenBapurenpHble ONBITH TOKa3amu, yto L ¢ xenezom(l11) obpasyer okpa-
LIEHHBII KOMIUIEKC, KOTOPBIA XOPOILIO PacTBOPSETCS B HENOJSAPHBIX OpraHuye-
CKHX PacTBOPUTEIISX.
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Br10op 3xcTparenTta. [y BeISICHEHHUS] BO3MOXXHOCTH IKCTPAKIIUU PA3HOIH-
ragHoro komiuiekca (PJIK) ucnbiTanbl HEBOHBIE PACTBOPUTENH: XIOPOhopM,
1,2-muXa0pITaH, YETHIPEXXJIOPUCTHIA YIiepod, OeH301, XJIIOpOEH30J, TOIYOI,
KCHJIOJN, M300yTaHOJI, M30NCHTAHON W AWATWIOBBINA 3up. DKCTparupyeMocTb
KOMILJICKCOB OIEHUBAJIU C IIOMOIIBI0 KO3 (DUIIMEHTA pacpeieICHUs H CTCTICHH
JKCTpaKkuMy. HaumydmmMu sKCTpareHTaMu OKa3aluch JUXJIOPITaH, XJIOpoGopM
W YeTHIPEXXJIOPUCTHIN yriepoa. [Ipu oMHOKpaTHOW SKCTPaKIKUU XJIOPO(HOpMOM
m3BIIeKaIoch 97,5% xenesza B Bume KoMminiekca. JlaapHEHIHe HMCCIeIOBaHUS
npoBowIH ¢ Xjaopodopmom. CozepriaHue xkejae3a B OpraHuIeckoi ¢ase ompe-
et (POTOMETPHYECKHM METOJOM C CANHIIIIOBOH KHCIOTOH ITOCTE PEdKC-
TPaKIHH, a B BOXHOHN — IO PA3HOCTH.

Bausnue pH. MakcumanpsHasi ONTHYECKas MJIOTHOCTH COOTBETCTBYET MOJI-
HOMY TIepexXo[y MeTajula B opraHmueckyio dasy. M3 puc. 1 BHOHO, KaKk KOM-
miekchl xenes3a(lll) sxcTparupyrores B xsopodopm B auanaszone pH = 3,8-5,2.
DKCTpakIysl yMEHbIIaeTCsl KaK MpU YMEHBIICHUH, TaK U MPH yBedudeHuu pH
BOJHOH (ha3bl.

04 |—

03 |—

0,2

Absorbance

0,1

pH

Puc. 1. 3aBUCUMOCTBH ONTHYECKO# IOTHOCTH OT pH BOIHO# (hasbr:
Cre(iy =3,57 x 10°°M, CL=8,0 x 104 M; KOK-2, | = 0,5 cm

BausinMe KOHIEHTPAlUM JIMTAHI0B M BpeMeHU Bblaep:kuBaHus. s
BBIOOpa ONTHUMAJIBHBIX YCIOBUM M3y4YEHO BIIMSHHUE KOHIICHTPAIIMH PEarkpyONIHX
BEIIECTB, TEMIIEPATYphl U BPEMEHH Ha 00pa30BaHHE OKPAIICHHOT'O KOMILIEKCA.
BhIX01 KOMIUIEKCa MaKCHMaJIeH npH Konnentpamuu L 8,0 x 10~ monb/m.

Kommeke xene3a ¢ L ycTOHYMB B BOAHBIX U OPTaHIMYECKUX PACTBOPUTEIISIX
U HE pasjiaraercsi B TEYEHHE JIBYX CYTOK, a MOCJE AKCTPAKLUU OOJIbIle MecALa.
MaxkcumalipHasi ONTUYECKas IMJIOTHOCTh JAOCTUraeTcs B TEUEHHE MATH MUHYT.
Kommneke ycroituus npu Harpesanuu 10 80°C.
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CreneHb U3BIICUCHHS HE 3aBICHUT OT COOTHOIICHHUSI 0OBEMOB BOJHOM U opra-
Huueckol (a3 B mupokoM uHTepBane (0T 5:5 no 100:5), uTo mo3BoNgET NPOBO-
JIUTH OJHOBPEMEHHOE KOHIIEHTPHUPOBAHUEC U (DOTOMETPUYCCKOE OMpEACICHUE
xene3a. Koaddunuent konnenrpupoBanus gocturaet 20.

CnekTpbl norjomenusi. MakCUManbHBIH aHATUTHYECKAN CUTHAT TIPU KOM-
iekcoobpaszoBanuu xenesa ¢ L nabmogaercs npu 535 um (puc. 2). L makcu-
MaJbHO Tornomaer npu 256 HM. batoxpomublii caBur coctaBiser 279 HM.
KoHTpacTHOCTh peakiuii BRICOKA: MCXOJHBIN PeareHT MOYTH OSCIIBETEH, a KOM-
IUIEKC MMEET KPAacHO-(QHOJICTOBBINA HBET. MOJSPHBIA KO(PPUINUEHT OTIOIIe-
HUS cocTaBisieT € = 3,29 x 104

A
06 | AN
/ \
I / \
g / \
S i / \
_g 0,4 / \
a8 | / \
< 1 \
02 | // ‘
7/ \
| - —

450 475 500 525 550 575 600

Puc. 2. CriekTpBI CBETOMOTIIONIEHUST KOMIUIEKCOB JKeIe3a:
Creqy = 3,57 x 10°M, CL=8,0 x 10* M; CD-26, | =1 cm

CocTaB KOMILIEKCOB W MEXaHH3M KOMILIEKCO00pa3oBaHus. MeTomom
Hazapenko ObUIO YCTaHOBJIEHO, YTO KOMILIEKCOOOpasyroleid GopMmoii kenesa
snsercs FeOH?* [16, 17]. Ilpu 5TOM YKCIIO aTOMOB BOJOPOJA, BHITECHIEMBIX
UM W3 OTHOHM MOJNEKYIHI L, okazamock paBHEIM 1.

CTexHOMeTpHIO UCCIIETYEMbIX KOMIUICKCOB YCTaHABJIMBAIM METOJAMH CIIBH-
ra paBHOBECHS, 110 CIIEKTPOPOTOMETPHIECKOMY METOTy OTHOCHTEIFHOTO BBIXO-
na Crapuka—bapbanens u npsmoit nuauu [18]. Bce MeTompl mokasanu, 4To co-
OTHOIIIEHNE KOMIIOHEHTOB B KOMITIIEKCE cocTaBiseT 1:2 (puc. 3).

CuHTE3MpOBaH M HCCIEAOBaH METOJaMH XHMHueckoro anamuza u MK-
cnektpockonuu komiiekc Fe(Ill) ¢ L. UK-cnekTp komIuiekca cpaBHEH CO CIEeK-
TpoM pearenta. HaGmomaemas monoca B obmactu 1593-1448 cm?t coorser-
cTByeT apomarudeckoMy koubity (C=C). B UK-cniekTpax komruiekca B 00J1acTu
3040-3 020 cm! umeroTcs CHIIBHBIE MOJOCHI TIOTJIOLIEHHS, CBA3aHHBIE C VCH
B apOMaTHUYECKOM sIpe.

[Monoce! mornomenus npu 820710 cML, MOryT ObITH OTHeCeHHI K aedop-
MalMoHHBIM Konebanusm C—H, nonocsl nornomenus npu 1 610-1 450 cmt —
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K BaICHTHBIM KOJIcOAHMSIM (SHUIBHBIX KOJICI, & IIOJIOCHI IOTJIOMICHHUS IPH
1380 cm ! — k ven. ves HaGmogaeres mpu 685 cM L, a veo — npu 1 291 em L. Tlo-
socel nornomienust mpu 440 em* u 573 M coorserctByroT v(Fe—-O) u v(Fe-N)
cootBercTBeHHO [13-15].

1.0

0,5

lgAx/(Aop - Ax)

| | | |
-3,5 -25

1gCy,

Puc. 3. OnpeneseHne COOTHOMEHHS KOMIOHEHTOB METOIOM CIIBUTA PABHOBECHS:
Creqy = 3,57 x 10> M; C®-26, | = 1 cm

PesynbraTel ameMeHTHOTO xXuMHUeckoro aHamm3a L wm Fe-L mpuBenmeHs
B Tabum. 1.

[IpousBeneHHbIe pacyeThl MOKa3alM, YTO pa3HONMraHaHbli komruieke PJIK
B OpPraHHYEcKOH (haze He MOIMMEPHU3YETCS U HAXOAUTCS B MOHOMEPHOH (opme
(Y =1,05) [19].

Tab6numa 1
Pe3yabTaTsl 3jieMeHTHOTO aHaiu3a L u Fe-L
CoenurHeHne % C H N Fe
L Haiineno 54,48 3,25 6,47 —
Berancneno 54,29 3,19 6,33 -
Fe L Haiineno 46,83 2,62 5,67 10,95
Brerancieno 46,69 2,53 5,45 10,89

[pu snekTponm3e pacTBOpa KOMIUIEKCa HE HAOIOJAIOCh €ro MepeaBIKe-
HUSA HU K aHOAY, HU K KaToAy AaXKC IOCJC MIUTCIBbHOTO IMPOIYCKaHUA TOKa,
T.€. OH JJIEKTPUIECKH HeiTpaneH. OMBITH MPOBOIMIA OOBIYHBIM CIIOCOOOM —
B U-00pa3Hoii TpyOke ¢ nByMs KpaHamu, npu HanpspkeHuu 180-200 B u cue
toka 0,5-0,8 MA. DeKTpoiau3 MPOBOAUIN HA MPOTSIKEHUU TPEX YACOB.

Y4uThIBas MOJSIPHOE COOTHOIIEHHE KOMIIOHCHTOB B COCTAaBE KOMILICKCA,
KOMILIEKCOOOPa3yIoIIyio (pOpMy LIEHTPAILHOTO HOHA, MOHOMEPHOCTh KOMILICK-
ca B opraHmyeckoi ¢ase, a Takxke jJaHHble MK-CIeKTpOCKOMUYECKOTO U XUMHU-
4ecKoro aHanusa, ctpykrypy kommiekca Fe(lll) ¢ L moxxHO mpeacraButh cxe-
MaTtryecku (puc. 4).
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OH

—
=\ J:O/éH\OA =

N——0
Fe -

OH

Puc. 4. Tlpennosnaraemas cTpykrypa komiuiekca Fe(l11)-L

B Tabs. 2 npuBeaeHbl HEKOTOPBIE XUMHKO-aHATUTHIECKHE XaPaKTEPUCTUKH
Mmeroauk onpeaenenus Fe (111).

Tabnuma 2
Buinsinne mocTOPOHHNX HOHOB Ha OMpe/eieHNe Kejie3a ¢ L;
n=6, P =0,95, B3saro 50 mxr Fe(ll1)

Hon mgi?:(f;‘;:}la Mackupyromuii peareHt Hal:/{iiHo’ Sr
Co(ll) 25 AckopOHHOBas KHCIIOTa 50,3 4
Ni(1l) 25 - 49,7 2
Cd(ll) 200 — 49,5 4
Bi(lll) 200 — 50,2 2
Cu(ll) 15 Na2S203 49,5 4
Zr(1V) 50 — 49,8 3
W(VI) 25 [{aBeneBas KUCIOTA 49,6 5
Hg(ll) 40 Na25203 50,3 5
Ti(IV) 30 — 49,8 3
V(IV) 40 H202 50,4 4

Mo(VI) 25 NaF 50,2 6
Mn(ll) 50 —

Nb(V) 60 NaF 50,2 4
Ta(V) 60 NaF 49,6 6

UO;+ 50 - 50,5 3

Ag(l) 25 KBr 495 4

Katnon aMMoHus 1000 - 50,3 5
AneraTsl 100 - 50,4 5
TapTpatst 300 — 50,3 5
Cynbdatst 125 - 49,8 4
TuomoueBuHa 25 - 49,7 5
Dropubl 110 - 50,3 5
OKcasarel 50 — 49,8 3
TuonmranaThl 30 - 49,6 5
Honuasl 100 — 50,3 6
AckopOWHOBas KHCIIOTa 300 — 49,8 3
HuTtpatbt 1000 — 50,6 2
Huanuab 80 - 49,8 3
Iutpatsl 50 - 49,6 5
EDTA 90 — 50,3 5
CanuiioBast KHCIOTa 10 - 49,8 5
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Binsinne mMOCTOPOHHUX MOHOB. V3ydeHHe BIHSIHUS IIOCTOPOHHHUX HOHOB
Ha (POTOMETPUUECKOE ONpE/IeTICHHUE JKele3a MOKa3aio, YTo ONPEISIICHUIO JKene3a
¢ L He MemarT MOHBI MICTOYHBIX, MIETOYHO-3EMENIBHBIX U PEIKO3EMEITbHBIX
aneMeHToB, a Takxke Al, Ga(Ill), TI(III), Pb(Il), Ti(IV), Nb(V), Ta(V), nutpar-uoH,
F, Cl, J, Br, PO}, SO¥, SO% , NO,, NO; u C,0% (cm. Ta6x. 2). Bmu-
stare Mn(11), Co(11), Ni(Il) u Cd(ll) ycrpansinu ocaxnenuem Fe(lll) ammuakom.

OKCTpaKThl pa3HOJIMTAHIHBIX KoMiutekcoB PJIK »kene3a momuuHSIOTCS OC-
HOBHOMY 3aKOHY CBETOITOTJIONICHUS NIPpH KOHIIeHTparusax 0,25—16 MKr/mit.

MetonoMm mnepecedeHus KpuBbIX [18] ompeneneH cocTaB pa3HOIUTaHAHBIX
KOMILJICKCOB M BBIYHCIICHBI MX KOHCTAHTHI YCTOWYMBOCTH. JlaHHBIC, MONTyUYCH-
HBIC JIJIS TOCTPOSHUS TPATYHPOBOYHBIX TpapHKOB, ObLTH 00pabOTaHbl METOIOM
HanMeHbInuXx kBazpaToB [20]. YpaBHEHMs IpaaydpOBOYHBIX IpadUKOB IIpHUBE-
JeHbl B Ta0i1. 3. Ha ocHOBaHMM ypaBHEHUH Tpa ydpOBOYHBIX Ipad)UKOB Paccu-
TBIBAJIM Tipenen ¢doromerpuueckoro obHapyxkenus (IIpO) m mpemen komude-
ctBeHnoro onpenenenus (IIpKO) xenesa B Bune Fe—L.

DKCTPaKIIHOHHO-HOTOMETPUIESCKUE METOJBI MO3BOJIIIOT CYIIECTBEHHO IIO-
BBICUTH U30MPaTENFHOCTD U 3a9aCTyI0 HECKOJBKO ITOBBHICHTH YYBCTBUTEIEHOCTD
OTIPEIeITICHUS SJIEMEHTOB 32 CUET KOHIIEHTPHUPOBAHUSL.

Tabnuma 3
XHMHKO-aHATUTHYECKHE XapaKTePUCTHKH KoMIuiekca xkene3a (I1I) ¢ L
ITapametp 3Ha4eHue napaMerpa

Oxkpacka KpacHBII
pHoGpamBalmx 3,0—9,0
pHonTnManBHax 3,8*5,2
7\,max, HM 535
MounsipHBIi KO3 (HUIMEHT MOTJIOMEHHUS 3,29 x 10*
YyBCTBUTENBHOCTD, HI/CM? 1,71
R, % 97,5
YpaBHeHHE rpalyHPOBOYHBIX TPadUKOB 0,032 +0,27x
KoaddurmenT xkoppensiuuu 0,9975
Koncranra paBHoBecust Kp 6,25
KoHcTanTa ycroitunBocTH Px 9,5
JIuHeliHblH Anana3oH rpaJyupOBOYHBIX rpad)UKOB, MKI/MII 0,25-16
Mpenen o6uapyxerus ([IpO) ar/cm® 12
Mpenen konmuecTsernoro onpenenenus (ITpKO), ar/cm® 39

B Tabn. 4 npuBeneHbl JaHHBIC, MTO3BOJISAIONINE CPABHUTH aHATUTHYECKUE Xa-
PAKTEPUCTUKU METOJIMK OIPEIEIICHUS KEeJIe3a C HEKOTOPBIMHU YK€ M3BECTHBIMU
METOMKaMU.

Tabnuma 4
CpaBHHTe/IbHbIE XaPAKTEPUCTHKH METOIMK ONpe/ieIeHus xKeJie3a
CreneHb .
OKHCJIEHUS Pearent pH (pacTBopuTens) A, oM | €-10~* | JIuteparypa
+3 Tannosas kucnora + 4-5 (n-amunoBsblii cniupt) | 560 | 0,44 [21]
AHWIMH
+3 Cynbdocanmuuunosas 12 528 | 0.38 2
KHCIIOTa
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Okonuanue Tabu. 4

CreneHs .
ORHCIICHISL Pearent pH (pactBopuTerb) A, 0™ | €107 | JIuTepatypa
+2 deHaHTpOINH 2-9 (u3oamsoBLIi 512 | 11 [11]

CIHPT)
+2 Batodenantpommu | 4-7(xmopodopm—atanon) | 533 | 2,24 [1]
+3 L 3,8-5,2 (x10podopm) 535 | 3,29

Ha ocHOBaHMM pe3yNbTaTOB CHEKTPO(HOTOMETPUUECKOTO HCCICIOBAHHUS
xene3a(lll) ¢ L pa3paboransl METOAWKH ONpPEOC/ICHHS JKeje3a B Pa3IHYHBIX
00BeKTax.

Onpenesienne :xejie3a B mnouyBe. PazpaboTaHHbIE METOAMKH OMpEIETICHUS
JKejle3a IMPUMEHEHBl MJis OIpeAeNieHHs €ro B HaBeCKe I0YBBI CBETIIO-
KaIlITAaHOBOTO IIBETA, B3STOW M3 MPUKACTIMACKON 30HBI.

HaBecky ToHKO pacTepToil B araToBOi CTyHIKe MOYBHI (5 T) MpOKaIHBalu
B My(enbpHOH meun B TeueHue 3 . [locite oxnaxxaeHus HaBecKy 00padaThiBaIn
W pacTBOpsUIH B rpaduToBoi yamke npu temmnepatype S0—60°C cmecbro 16 M
KOHILIEHTPUPOBAHHON TMIaBUKOBOM Kucinotrel HF, 5 My KOHUEHTpHpoBaHHOU
a30THOH kuciaoTel HNO3 1 15 M1 KOHIIEHTpHpOBaHHOM coystHO# kucnoTel HCI.
C nenpio ynaneHus W30BITKAa (TOPOBOIOPOSA TP pa3a JOOABISUIM B PacTBOP
Mo 8 MJI KOHLIEHTPUPOBAaHHOHN a30THOU kucnoThl HNO3 1 BeImapuBaiu KaXKablid
pa3 10 5—6 mi. Ilociie 3TOro pacTBOp MEPEBOMIA B MEPHYIO KOJIOY 00BEMOM
100 MJ1 ¥ TONHMBAIIM TUCTHIUTMPOBAHHYIO BOIY 110 MeTKH. OTOMpaii aJIMKBOT-
HYIO 4acTh MOMyYEHHOTO pacTBOpa, MEPEHOCHIIN B JACIUTEIHLHYIO BOPOHKY, 100aB-
s 1 M KOH no nonydyenus pH = 5 u 2,0 mn 0,01 M L. Ilocne TmarensHoro
MePEMEIITIBAHUSI 00BEM OPTaHUIECKON (ha3bl JOBOIMIIH O 5 MII XJIOPO(HOpMOM,
a oOmuit 00beM — 70 25 MIJT AMCTHILTUPOBAHHON BOmOi. CMech BCTPSXUBAIH
3 muH. [locne paccnanBanus a3 CBETOIMOIIIONICHHE YKCTPAKTOB U3MEPSIN HA
K®K-2 npu 540 am B xtoBere Tommmuol 0,5 cm. CoaepxaHue xele3a HaX0Oau-
U 0 TPagyupOBOYHOMY TpaduKy. PazpaGoTaHHBIE METOAWKH OIpEAEICHHUI
COJIepKaHUsI KeJie3a B MOYBE KOHTPOJIMPOBAIHN IMPOKO MPUMEHIEMBIMH (HOTO-
MeTpUYecKUMHU MeTofaMu. [loayueHHble pe3yabTaThl MPEeACTaBIEHBI B Ta0MI. 5.

Onpenesienne xene3a B msace. HaBecky (3 r) ropspkbero Msca nomenianu
B (hap(hopoOBBIii THTeNb M BEICYLIMBAIH 10 YAAJICHUS BIArH, IIOCIE Yero 030JIIH
CHayaja Ha OTKPBITOM OTHE, 3aTeM B MydenpHoi nieun nipu 500°C. J{ns yckope-
HUS 030JI€HUS BBIHUMAJIHM TUTEIb U3 M€Y, OXJIAXKIAIH, COAEPKUMOE TUIJI CMa-
ynBayid 3%-HBIM pacTBOpPOM Tiepekucu Bonopona H>Oo, moacymmBany Ha Bos-
HOU 0aHe W B CYNIMJIBLHOM HIKa(y U BHOBb MPOKATHBAIH JIO TOJYyYSHHS OIHO-
ponHOM Maccel Oyporo IBera. B oXiakIeHHYIO 30y HBa)KIbl MPUOABILTH
o 2 mi 2 M pacteopa HCI, narpeBanu Ha BomsiHO# OaHe, mepeMennBas CTEK-
JIAHHOU nanouykod. OuiIbTpoBaid B XMMHMUYECKUM CTakaH, HarpeBald Ha BOJIS-
HoU Oane mo 60°C, mpubaBmsum 5 Ma 1%-HOro pacTBOpa aTFOMOaMMOHHIHBIX
kBacioB, 5 r NH4Cl u koHuenrpupoBanusiii pactsop ammuaka NHsOH. st
KOaryJisiLluu OcaJKa FMAPOKCUIA JKejle3a U alllOMUHUS PAcTBOP BbIAEPXKAIM IPU
60°C. CrakaH u OcaIoK IPOMBIBAIHU ISITH pa3 Topsuell BOIOU ¢ A0OaBICHUEM
neckonbkux Karenb NH4sOH. Ocanok pactsopsuiu B 10 M 2 M HCI, ¢unbrpo-
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BBIBAJIHM B KOJIOY BMeCcTHMOCTBIO 100 MJI M JOBOIUIH 00hEM 0 METKH IAMCTHII-
JUPOBAaHHON Bojpoil. OTOHMpamy AaTWKBOTHYIO YacTh IONYYEHHOTO pPacTBOpa
U B HEM OIPEJeIsUIN Coepikanue xemne3a ¢ L. Pe3ynmpTaTsl onpeneneHus mpe-
CTaBJIEHHI B Ta01I. 5.

Tadonuma 5
Pe3ybTaThI oNpe/ieJeHHs sKejle3a B pasIHuHbIX 00bekTax; N = 6, P = 0,95
Merox X, % (102 | S(10?) S KaleS
Jn
Tlousa
AAC 2,72 0,106 0,039 (2,72+0,11) x 102
PonaHuHbIH 2,70 0,113 0,042 (2,70+0,12) x 102
L 2,68 0,094 0,035 (2,68 +0,10) x 102
Msco
PonaHuaHbIH 2,92 0,134 0,045 (2,92 +0,14) x 102
Cynb(ocanuuuIaTHbIH 2,95 0,127 0,043 (2,95+0,13) x 102
L 2,91 0,105 0,036 (2,91+0,11) x 102

Onpenenenne xene3a(lll) B npupoanbix Bogax. 500 M npupogHON BOJBI
yHapuBaid 10 25 MJI, BBITABIIMKA 0caoK OTGHIbTpoBBIBaH. DUIBTpPAT C MPO-
MBIBHBIMH BOJaMH IepeHocuiau B koil0y Ha 100 mu u pazbaBisuin 10 METKU
JTUCTIUIMPOBAaHHOW BOMOW. 3aTeM B JIEIUTEIBHYIO BOPOHKY OTOHMpalli alluK-
BOTHYIO YacTh, BBOAWIH OmlpeneneHHoe komuaecTtBo xene3a(ll) B obmactu mps-
MOJIMHEHHOCTH TPagyHpOBOYHOTrO TpaduKa M ONPEeIsUIn COEpKAHUE KeTle3a
¢ L. YcraHOBiEHO, UTO COAEpKaHME jKele3a B NMPHUPOAHOM BOJAE COCTABISET

0,140 mxr/mu. CpemHee OTHOCHTENILHOE CTaHIAPTHOE OTKJIOHEHHE Ompeselne-
aug — 0,03.
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5-(4-hydroxybenzylidene)-2,4-thiazolidinedione as analytical reagents
for the extraction-photometric determination of iron(111)

The complexation of iron (111) with 5-(4-hydroxybenzylidene)-2,4-thiazolidinedione
has been studied by spectrophotometric methods. The optimal conditions for the for-
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mation and extraction of the complex compound were found, and the ratios of the
components in the complex have been found. It was found that the complex compound
is formed in a weakly acidic environment at the optimum pH(optimal) = 4.0-5.4.
The maximum in the absorption spectrum of the complex compound in solution is ob-
served at & = 535 nm. The molar absorption coefficient is equal to = 3.29 x 10
Based on the data obtained, photometric methods for the determination of iron (I11) in
various objects (samples of soil, meat, natural waters) have been developed. The pro-
posed techniques are characterized by good reproducibility and low detection limits.

Keywords: iron (111), complexation of iron (I1I), extraction-photometric method,
aniline, determination.
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