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Ocobennocmu nogedeHus HAHOMAMEPUATIO8, CCA3AHHbBIE C PA3MEPHLIMU IPhekmamu,
OMKPbIGAIOM 603MONCHOCHIU 0711 6APbUP O8AHUSL CEOVICINE MAMEPUATLOE He3 USMEHEHUA XUMUYe-
ckozo cocmaga. Tem ne menee, 3Hanue MOYHO20 XUMUYECKOZ0 COCMABA, A MAKIHCE PACHD eOeIeHUA
XUMUYECKUX I]IEMEHMO8 N0 KOMHOHEHMAM HAHOCHPYKMYP bl HE0OX00UMO 0715 ROHUMAHUA RPU-
POOvL uccneodyemozo oovekma. Ocoboe mecno 3aHUMAION Y271ePOOHBIE HAHOMA M EPUATLbL, 8 YACHI-
Hocmu, yznepoouvle Hanompyoxu. Ha kauecmeoyznep 00Hbix HaHOMPYOOK U UX C8OLICH 84 8IUsACH
0Cmamounoe cooepicanue Kamaiu3amopos CuHme3a u opy2ue npuUmecu, R0IM oMy 07t WLUpP 0K 020
NpUMEHEHUs. HAHOMPYOOK U MAMEPUATIO8 HA UX OCHOBE HEOOX 00UMA OUECHKA YUCH OM bl U XADAK-
mepuzayus ux ceoiicme. B ceazu c ymum cyujecmeyem nompeoHocms 6 KawecmeeHHOM U Kolu-
YeCcmeEeHHOM IKCHPeCC-aHau3e npooyKmoe cuHme3a y2iepooHsix Hanocmpykmyp. OOHum u3
YOOOHBIX U OBICMPBIX CROCOD08 I/1EMEHMHO20 AHAIU3A, 8 MOM YUC/Ie U 8C/1e0CmUe NP OCIOmbl
npooonoozomosKu, Aenaemca peHmzeHogayopecuenmnan cnekmpockonusn. Cinedyem omme-
MuUmb, YN0 HA Pe3YIbMAMbL KOTUYLECMEEHHOZ0 ONPedeNleHUsL ITIEMEHM 06 C UCHOIb306AHUEM OAH-
HO20 Memo0a aHaANu3a OKA3bl6aAl0Mm eAUAHUEC PAKMOPYL, CEA3AHHbBIE C 0CODEHHOCMAMU CINPOEHUA
ucciedyemozo o0pazua, Komaopbule MoZym HenponopyUoHaIbHO 61UAMb HA UHMEHCUBHOCHb hiTy-
opecyenyuu. B ceazu c yImum penmezenophryopecueHmmuwlii CHeKnp oMemp HeodX00umo Kaauopo-
8amb 0131 KAXHCOOU UCCAe0yeMOll cucmempl ¢ OIU3KO0iI Xumuueckoi npupoooii. B pabome uccne-
008aHA 603MONCHOCMb KANUOPOBKU PEeHMZEHOPIYOPeCUEHMHO20 CHEKMPOMEmpa 01 Koauue-
CMEEHHO20 ONpedeieHUs OCIMAMOYHO20 JHcelle3d 8 y2aepoonoi mampuue. Hccnedosanusn nposo-
OUWIUCH C UCNONb306AHUEM 00PA3UO08 HA OCHOBE KOIILOUOHO20 2paghuma c 000asneHuem coeoute-
HUIL Jicene3a ¢ OMaAUYAIOWUMUCA CEeneHAMU OKUCIEHUS U TUZAHOHBIM OKPYIHCEHUEM ¢ KOHUEH-
mpayusamu ycenesa ¢ unmepsaie om 0 0o 0,28 2/cm*. Bvinu nocmpoenvt KaaubpoeouHvle Kpusvle
0J1 6CeX UCNOTIb308AHHBIX COCOUHEHUIL Jcele3d. YCmaH08aeHo, Ymo 80 6cex CIyHasax OHU UMeIom
BbIPAICEHHO HeNluHelIHbLL XapaKkmep. Bolosunymo npeononocenue, umo omxionenue Kanuopo-
BOUHBIX KPUGHIX OML TUHEIIHOCHU 00YC106]1€HO CAMONOZNIOW,eHUEM AMOMO8 dicelie3a. OmmeueHo,
YUMo 6IUAHUE MAMPUYHBIX IPPeKnos 6 Mampuye KoLI10UOH020 2PAPuma MUHUMATbHO, YO
0bL10 NOOMEEPIHCOEeHO OONONTHUM ENILHOIL CepUell IKCHEPUMEHM 08 C 00pa3uamu pa3iuiHol moJ-
W{UHBL (DITYOpecUUpyIouezo c108 U ¢ 00pa3uamu y2iepooHsIxX HAHOMPY oK 6 Ude nil eHOK, 8 X00e
KOmOopoil maxice Gbla yCmMano61eHa 21yOuna np OHUKHOBEHUA NEPBULHOZ0 PEHMZEHOBCKO20 U3-
ayuenus - 0,39+0,01 mm.
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The behavior of nanomaterials associated with dimensional effects opens up opportunities
for varying the properties of materials without changing the chemical composition. Nevertheless,
knowledge of the exact chemical composition, as well as the distribution of chemical elements
among the components of the nanostructure, is necessary to understand the nature of the object
under investigation. A special place is occupied by carbon nanomaterials, in particular, carbon
nanotubes. However, the quality of carbon nanotubes and their properties are affected by the re-
sidual content of synthesis catalysts and other impurities. Therefore, for the widespread use of
nanotubes and materials based onthem, anassessmentof purity and characterization of their prop-
erties is necessary. Therefore, there is a need for qualitative and quantitative expressanalysis of
carbon nanostructure synthesis products. One of the convenient and fast methods of elemental
analysis, including due to the simplicity of sample preparation, is X-ray fluorescence spectroscopy.
It should be noted that the results of the quantitative determination of elements using this method
of analysis are influenced by factors related to the structural features of the test sample, which may
disproportionately affect the intensity of fluorescence. Therefore, the X-ray fluorescence spectrom-
eter must be calibrated for each system under study with a similar chemical nature. The possibility
of calibration of an X-ray fluorescence spectrometer for quantitativedetermination of residual iron
in a carbon matrix is investigated. The studies were carried out using samples based on colloidal
graphite with the addition of iron compounds with differing degrees of oxidation and a ligand en-
vironment with iron concentrations in the range from 0 to 0.28 g/cm?®. Calibration curves were
constructed and their nonlinearity was established for all iron compounds used. It is suggested that
the deviation of the calibration curves from linearity is due to the self-absorption of iron atoms. It
is noted that the effect of matrix effects in the colloidal graphite matrix is minimal, which was
confirmed by an additional series of experiments with samples of various thicknesses of the fluo-
rescent layer and with samples of carbon nanotubes in the form of films, during which the pene-
tration depth of primary X-ray radiation was also established — 0.39+0.01 mm.

Key words: X-ray fluorescence analysis, X-ray spectral analysis, carbon matrix, carbon nanotubes,
quantitative determination of iron
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A.W. MoxoBa u Jip.

BBEJIEHUE

Hanomarepuansl 0051a1ar0T  YHUKaJIbHBIM A
CBOMCTBaMUY, OOYCJIOBJICHHBIMH pPa3MEPHBIMHU (-
(dexTaMy, TOSBIISIONIMMUCS BCIICACTBUE CHIDKCHHS
pa3Mepa 4acTHII 10 HAHOMETPOBBIX Pa3MEPOB, YTO OT-
KpbIBa€T BO3MOXKHOCTH IO KOHTPOJIIO M YIPABICHUIO
CBOHCTB HAHOMATEpPHAJIOB 0€3 I3MEHEHHS MX COCTaBa
[1]. OTaenbHO BBIACISIIOT YIIEPOIHbIE HAHOMATEPH-
aJibl, YTO 0OYCJIOBJICHO OONBIIMM pa3HOOOpa3zueM Hx
dopM u, KaKk clieICTBHE, MHOrOOOpa3eM HX CBOWCTB
[2]. OcoObIifHAYYHBIN U PAKTUIECKUA UHTEPEC TIPe/I-
cTaByAIoT yriepoausie HaHOTpYyOku (YHT) [3], koro-
pble M3-3a psiia CBOMX YHMKAJIbHBIX CBOMCTB, TAKHX
KaK, HampuMep, BBICOKHE IMOKa3aTeN MPOYHOCTH Ha
pa3psiB 1 Mmoayinst FOHra [4], Xxopolve TpaHCOPTHbIE
CBOMCTBA [5] HAXOIAT NMPUMEHEHHS B MeuimHe [6-8],
anektponnke [9,10], mepcrexTuBHOM dHEpreTHke [11],
CO3JIaHMM KOMTIO3MIMOHHBIX MatepuanoB [12,13] u
IPYrux 00JIACTSX HAYKW W TeXHWKW. V3BecTHo [14],
YTO Ha KOHeuHbIe cBoicTBa Y HT u MaTepuanbl Ha ux
OCHOBE BIMSIET COZIEpPKAHHE OCTATOYHOIO KaTaju3a-
TOpa, B CBS3H C UEM CYILECTBYET HEOOXOAMMOCTH B €10
KOJIMIECTBEHHOM OMNPEJCICHUY, MpPEeATIOYTUTEIIHHO
dKcTpecc-MeToAaMu. [laHHOMY KpUTEpHIO COOTBET-
CTBYeT peHTTeHO(uIyopeciieHTHbIN aHamm3 (PDnA),
U3 MPEUMYILECTB KOTOPOIO MOYKHO BBIJIEJIUTH IOMHUMO
MaJIoro BpEMEHH aHaJ3a (3KCTIPECCHOCTH), SIIIE U BBI-
COKYIO BOCTIpOM3BOIMMOCTH [15,16]. OmHako npu wc-
TOJIb30BAHMM KOJIMYECTBEHHOro MeTona PDnA moxHo
CTOJIKHYTBCSI C PSA/IOM (PAKTOPOB, BIMSIOIINX HA PE3YIib-
TaThl aHAJIM3A, HATIPUMED, C MaTPHIHBIMHE dpdeKTaMu,
MEXIIEeMEHTHBIM BIsiHreM U Ap. [17]. Taxxe Hema-
JIOBaKHBIM aCIEKTOM SBILIETCS KaueCTBEHHAS MPo0o-
MOJITOTOBKA JIJIsI TIPEOTBPALICHUS Pa3pyILCHUs HC-
cieyeMoro oopasi@ Bo BpeMs U3MEpPEeHus, U IS CBe-
JICHAS K MUHFMYMY OIINMOOK aHaimM3a HeoO0XOIUMO
NPaBWIbHO BBIOPAaTh METOA MPOOOMOATOTOBKH 00-
pasia [ 16, 18]. CTour OTMETHTb, YTO CTIeIM(pHKA TIPO-
nyktoB cuare3a YHT mpeanomaraer mpoOonomro-
TOBKY, HCIOJIb3YEMYIO AJIsI aHaim3a nopomkos. [Tpu
UCCJIEJOBAHNN TIOPOIIKOB OOBIYHO HCTIONB3YIOT JIBA
MeTo/1a MPOOOIOATOTOBKH: TMPSIMOM aHAJN3 TMOPOIIKA
1 [PECCOBAHKE TIOPOILIKA B Ta0JIETKY, HO B CBSI3UC TEM,
YTO CTIPECCOBBIBATH TA0JIETKY, COCTOSIIIYIO TONBKO U3
YHT, HepaimoHaIbHO BBWIY TOTO, YTO MOTpeOyeTcs
OONbILIOE  KOJIMYECTBO MAJOJOCTYIHOTO HCCIenye-
MOTO BEIIECTBa, 00pa3upl IS HCCIICTOBAHMI B JaH-
HO paboTe ObUIM TOMyYeHBI TyTEM CMEIICHHS C MaT-
pHIICH M3 KOJUTOMIHOTO rpadura, Kak OJIM3KOH TI0 MpH-
poae k mpoaykram cunreza YHT, ¢ mocnenyrommm
MPECCOBAaHUEM B TaOJETKU.

B pabore wuccremoBaHo B3amMOACHCTBIE
PEHTTEHOBCKOIO M3IIy4EHUsI C aTOMAaMH XKeJle3a B pas-
JIMYHBIX XUMHYECKHUX COCIMHEHUAX, PABHOMEPHO pac-
NPEJIEJICHHBIX B MAaTPHULIE U3 KOJUIOMAHOIO rpadura, ¢
IeJIbI0 TIOCTPOEHHST KaJIMOPOBOYHON KpPHBOM ISl KO-
JIMYECTBEHHOIO ONpEEICHNs OCTAaTOYHOIO COEPKa-
HUSl KeJle3a B MPOAYKTAX CHUHTE3a YIJIEPOJHbIX HAHO-
TPyOOK C HCHONB30BAaHUEM PEHTTEHO(IyOPECIeHT -
HOT'O CIIEKTPOMETpA.

METOIUKA OKCIIEPUMEHTA

B kayecTBe MCXOMHBIX BEHIECTB HCIONB30-
Baym (epporen Fe(CsHs), ¢ unctoroit mapku YJIA,
rekcarmanopeppat kamus (I11) Ks[Fe(CN)g] > 99%,
maTHBOAHbIN okcanmatT jxeje3a (II1) Fe,(C,0,)s-5H,0
Mmapku YJIA u YHT, nonydennsie MeTonom razodas-
HOTO KaTaJMTUIECKOTO OCAXIEHUS M3 YIIIEBOIOPOJ-
HBIX mpekypcopoB [19, 20]. Jlns momyuenus okcuia
xenesa (I11) Fe,O; matuBoaHbIil okcanat xkene3a (111)
OTKUTraJIi B My(eIbHOM IeYn B CTaTUIECKOM aTMocdepe
BO3/yXa TeueHue 2 4 rpu Temrneparype 350 °C [21].

[TpoGonoaroroBka A MOMy4eHUs KaauOpo-
BOYHBIX KPUBBIX MPOBOIWIACH CJIEIYIOMINM 00pa3oM:

1. HMccrnenyemble BelecTBa B3BEUIMBAIA Ha
AHAJIMTMYECKHX BECAX, KPOME HABECOK C Maccoil <20 MT,
KOTOpbIE B3BEIIMBAJIN Ha OoJiee TOUHBIX BECax, BCTPO-
€HHBIX B MPUOOpP I TEPMOrpaBUMETPHUIECKOrO aHa-
ma (TT'A).

2. Tlomy4yeHHble HABECKH TMEpeMElIMBaJM Ha
IIApOBOM MEJBHHUIE C HEMTPAJIBHONM MAaTpHLEH, B Ka-
YeCcTBE KOTOPOM MCTIONB30BAM KOJUIOMAHBINA Tpadur
(KT") mapku C-1.

3. 3areM U3 cMecH TOPOIIKOB IPECCOBAIU
Ta0JIeTKHY, KOTOPBIE M3MEPSUTH Ha CTIEKTPOMETpE C T0-
CIICYIOIIMM TIOCTPOSHHEM KAJIMOPOBOYHBIX KPUBBIX.
Jnst IOCTpOeHNsT KaJIMOPOBOYHBIX KPUBBIX HCTION -
30Bajld O0OBEMHBIE KOHLEHTpauuu xenesa (or 0 mo
0,28 r/cm®) B TabieTKax, KOTOPBIE PaCCYMTHIBAIIM M3
UX TEOMETPUYECKUX Pa3MEpOB, MyTEM YMHOKEHHUS
MacCCOBOM KOHIICHTpAILK KeJie3a B Ta0JIeTKe Ha IUI0T-
HOCTB TaOJeTKH.

Jnst monmydeHwst TIIyOWHBI TPOHHMKHOBE HUS
MIEPBUYHOTO PEHTTEHOBCKOTO M3IIYUCHHSI TPECCOBAIN
HIECTh ABYXCIIOMHBIX 0Opa3tioB TabneTok. [Ipodomnon-
TOTOBKA BBITIONHSIACH CJEIYIONMM 00pa3oM: IMpecco-
BaJK onvH cjioii TadneTku u3 Fe, Oz + KI' (~ 0,5-1,0 Mm)
¢ KoreHTparmeit xenesa c(Fe) = 0,142 r/em?, a npy-
roit — m3 ynctoro KI' (~ 2 mm). Cron ckienBau ¢ mo-
MOIIBI0 pacTBopa noymBuHMIOBOro crmpra (IIBC).
ITocne kaxaoro MpoBEJIEHHOTO HM3MEpPEHHs BEPXHUI
cjoii obpasiia TabIeTKH, M3TOTOBICHHBIA M3 CMeECcH
Fe,O;+KT', craunBamm npumepso Ha 0,05-0,1 Mm.
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J1s1 SKCTIepUMEHTOB, B KOTOPBIX HCIIOJIB30Ba-
ymck oopasupel YHT B Bune mieHok (YHT-mienkn) Ha
nojutoxkkax w3 Tadsetok KI', cinoit YHT-1enkn npu-
knenBau k Tabnetke w3 KI' mpu momorm [1BC.

HUcnonszyemoe obopyaoBaHue:

[Topomkn mnepeMenmBaiMch Ha IIAPOBOU
Menbaule «kFRITSCH Premium Line Pulverisette 7» ¢
pasMONBHBIMY IIApaMHu W3 HUTpUIA KpeMHus. Tao-
JIETKU TPECCOBANCH C HUCTIONB30BaHUEM Mpecc-(hopM
Ha THIPaBIMYE€CKOM TIpecce ¢ JaBJIeHHEM Ha 00paser,
paBHbIM 861 Krc/cM?, ¢ monydeHdeM 0Opa3LoB Oqu-
HAKOBBIX T'€OMETPHYECKHX pPa3MEpOB: JUAMETPOM
(d) = 21,5 mm u Beicoroii (h) ~ 2,5 mm. HTEHCHBHO-
ctu K, -muamii u Kg-ymanii sxenesa, u K-l kamis
MMEPIICh HAa PEHTTeHO(MIyOPECIIEHTHOM JHEPro-
JIMCTIEPCUOHHOM ~ criekTpoMeTpe «Skyray Instrument
EDX3600H ALLOY ANALY SER».

PE3VJIBTATBI 1 UX OBCYXXAEHNE

ITockombKy HCXOTHON LENBIO JaHHOW Pa0OoTHI
OBIJIO KONMMYECTBEHHOE ompejieicHre xene3a B YHT,
TO HA HAYAJHLHOM 3Tare B Ka4eCTBE JKEJIe30COIeprka-
tiero coeauuennst 0wu1 B3T epporeH Fe(CsHs),, Tak
KaK CTEerNeHb OKHCJICHHsT aToMOB xkene3a B Fe(CsHs),,
KakK |, IPEUMYIIECTBEHHO, B OCTATOYHOM KelJle3e, Co-
nepxamemcs B YHT [22], paBHa Hymo. Crnenyet ot-
MeTuTh, 9T0 Y HT GBI MosydeHs! ¢ MCTIONb30BaHIEM
Fe(CsHs), B kauecTre katammsaTopa [23].

[Moy4yeHHast kKanMOpOBOYHASI KpHBasi, T. €. 3a-
BUCUMOCTh HMHTCHCUBHOCTH curHana K, -nuHum xe-
ne3a (Ig) oT KoHIeHTpaImy Kele3a (Cre) PU UCTIONb-
3oBannn Fe(CsHs), nmpencrapnena Ha puc. 1, kp. 1.

IFev OTH. e[l
120000 -
_____________ .
100000 - o
80000 - ) P
o
60000 .
"’l i ] A 1
40000 - .. .
20000 _r,_/_, :
0 i | | | I I
0 0,06 0,12 0,18 0.24 "
Cres F/CM3

Puc. 1. 3aBUCHMMOCTh MHTEHCUBHOCTH cHrHaia Kq-JMHMHM Kele3a
OT KOHICHTp allMKu >KEjI€3a 1p U UCII0JIb30BaHUU P a3JIMYHbIX CO-
equaeHni skenesa: 1 — Fe(CsHs)z, 2 — Fe203, 3 — Ka[Fe(CN)e]

Fig. 1. Dependence of the signal intensity of the iron K, — line on

the iron concentration when using various iron compounds:
1 — Fe(CsHs)2, 2 — Fe203, 3 — K3[Fe(CN)s]

Kax BunHO u3 puc. 1, kp. 1, nonyuennas 3aBu-
CHUMOCTb HE SIBJISIETCS JIMHE HHOM.
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OTMedeHo, YTO CO BPEMEHEM HHTEHCHUB-
HOCTh CHI'HAJIA HCCIEIyeMBIX 00pas3IoB yMeHbIIa-
Jach, YTO MOIJIO OBITH CIIEACTBUEM BBICOKOH JIeTYyde-
ctu Fe(CsHs), [24] u, kak pe3yabTaT, PUBOIHTH K J0-
TIOJTHUTEJIFHOMY OTKJIOHCHHIO KOHIICHTPAIMOHHOM 3a-
BUCUMOCTH OT JIMHEHHOCTH.

Jns MCKIMOYeHNsT M3MEHEHHST KOHIICHTPa UK
HCCIIETyeMOro BEIIeCTBAa C TEYEHHWEM BPEMEHU i
CpaBHEHHUS WCCJIEIOBAJIM TAKXKE MPAKTUICCKH HEJIETY-
4Yee COCe/IMHCHHE JKelie3a, B KaueCTBE KOTOPOro ObUT
BeIOpaH okcup skenesa Fe,O3 [25].

[TogyuenHass 3aBUCMMOCTb WHTEHCHBHOCTH
curHana (Ige) OT KOHIEHTpAIWKM >Kene3a MpHU HUCTIONb-
3oBanmn Fe,O3 mpencrabnena Ha puc. 1, kp. 2. Kak
BHIIHO W3 pHC. 1, Kp. 2, mpodib 3aBUCUMOCTH COBIIA-
JIaeT ¢ mpoduieM 3aBUCUMOCTH [T (hepporieHa.

Taxum 00pa3oM, BHE 3aBICUMOCTH OT CTETICHA
OKHCJICHUS aTOMOB JKeJie3a B HCTIONb3yEeMbIX COCIMHE-
HUSX TPOQITs KaJHOPOBOYHBIX KPHBBIX MMEET CXO-
JKAA BUII.

WHTepecHO OTMETHUTH, 9TO HECMOTpPS HAa TO,
YTO B TIOyYCHHBIX 3aBHCHUMOCTSIX OTCYTCTBYET BIIUS-
HUE CTETICHU OKUCIICHMSI Ha MHTEHCUBHOCTH (Iyopec-
LCHIMH, B pabote [26] yKka3bhIBaeTCsl, YTO TAKOE SIBJIC-
HUEe MMeeT MecTo ObITh. Tak, B pabote [26] ormeua-
€TCs, YTO BIMSHAE OKa3bIBAETCS IOCTATOUHO CJIA0BIM
11l HauOonee MHTeHCHBHON K, — nmuHmm, koropas 4a-
CTO WCTIONIB3YeTCS U KOJMYECTBEHHOTO OIpeseie-
HUSL JKeJie3a, HO SIBIISIETCS TOCTATOYHO 3aMETHBIM JIis
Oonee cnabbix caTeuMroB JMHMA Ky v mvmmii cepun
L. Hampumep, B pabote [27] peicTaBIICHbI 3aBUCUMO-
CTH MHT€HCUBHOCTH JIuHMM Fel,;, OT KOHUEHTpauii
KeJie3a B Pa3MIHBIX CTENEHSIX OKHCICHUS, MpHIeM
KO3(PUIMEHT TPOTIOPIHOHATEHOCTH HMHTEHCUBHOCT U
CUr'HaJIa OT KOHIICHTPAIMK OTJIMIaeTcs Oonee 4eM B 3
pasa i JKeJie3a B CTETICH! OKUCIICHHST +3 ¥ B CTETICHN
OKHCJIeHUs +2.

Crnenyet ormeturb, uTo B Y HT, nomygaembix
KaTIMTHYECKIM Ta30(ha3HbIM OCAXJICHHEM, (UKCH-
pyeTcsl OCTATOYHOE JKeJie30 B PA3JIMIHBIX CTETCHIX
okuciienus. Tak, B pabore [22] oOHapyXeHO, YTO B
nponykrax cunresa Y HT npucyTcTBYIOT Takue Coeiu-
HeHus kenesa kak Fe, Fe;C, Fe,O,. Tem He Meree
Ha0JIr01aeMoe OTCYTCTBUE 3aBUCHMOCTH aHAJUTHYe-
CKOT'O CHI'HaJla OT CTETICHH OKHCIICHHs JKeJie3a Mo3Bo-
JSET TPEATIONIOKUTE O BO3MOKHOCTH TPOBEACHHS KO-
JMYECTBEHHOTO onpeaenennst copepxanns Fe B YHT
0e3 TpeIBapUTEeIFHOTO TIePeBOAa OCTATOYHOTO KaTa-
JM3aTopa B €AMHYIO CTETICHb OKUCIICHUS.

OTKIIOHEHUsl OT JIMHEHHOCTH KaJnOpPOBOYHBIX
KPUBBIX MOTYT OBITh CBSI3aHBI KaK CO CTICIM(UKON HC-
cieyeMoro oopasiia, BKIIOUaroIei B ce0st MaTpud-
wo1it 3¢dekr [28] KI', camonornomenre [29] aTomo
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xKelesa U Jp., TaK U CO CTCIMPHUKOA HCTIONb3yeMOro
000pymoBaHUs ¥ MPOOOTOATOTOBKU. JIJis McclieoBa-
HUSL 3TOTO BOMPOCA WCTIONB30BAJI COEUHEHUE Ke-
Jie3a, B COCTaB KOTOPOTO BXOAUT APYTOM XMMHYECKHI
AIIEMEHT, PETUCTPHPYEMBIH HCTIONIb3yEeMbBIM 000pY10-
BaHUEM, M B Ka4€CTBE KOTOPOro ObLT BEIOpaH reKcalm-
aHoeppat kamst Kz[Fe(CN)g].

[Tomy4yeHHpIE 3aBHCHMOCTH HHTEHCHBHOCTH
curnana K- sxenesa (Ige) u K, -mmmm kamms (lk)
OT KOHILICHTpalMHM >Keje3a (Cr) U Kamus (Ck) MPH HC-
nonms3oBanni  K[Fe(CN)s] mpeacraBiensl Ha puc. 1,
Kp. 3 u puc. 2, COOTBETCTBEHHO.

I, OTH. en.
10000 -
9000 ~
8000 +
7000 ~
6000 H '
5000 +
4000 -+
3000 -+
2000 -
1000 -
0

T

0 0.05 0.1 0.15
Cy» T/eMm®
Puc. 2. 3aBucuMOCTh MHTEHCUBHOCTH curHana Kq-JTHHUM OT KOH-
HeHTpanuu Kanus B oopasuax tadierok ¢ Ka[Fe(CN)s] u KI'
Fig. 2. Dependence of the signal intensity of the iron K, — line on
the concentration of potassium in the samples of tablets with
Ks[Fe(CN)s] and CG

Kax Bunno w3 puc. 1, kp. 3, 3aBUCUMOCTH WH-
TEHCHBHOCTH CHI'HaJla OT KOHIICHTPALMM >Keje3a Mpu
ucrionb3oBann  K3[Fe(CN)g] Takke sBiseTcs Hev-
HEVHOW, TpH4eM NpH MAaKCHMAaJbHOW HCCIEeTYeMOU
xonuenrpammn  kesesa (0,13 r/cm?®) Habmomaemble
3HAYEHUS MHTEHCHBHOCTH CHTHAJIA B/IBOE HIDKE, YEM B
ciy4ae (eppolieHa M OKCHIIa JKeJie3a, YTO MOXKET CBU-
JETEIbCTBOBATH O BIMSHAM JIMTAHIHOTO OKPYKCHHS
Ha KBaHTOBBII BBIXOJT (ITyOpeCIICHIHM.

C npyroii CTOpOHBI, TIOMyYeHHAsI 3aBUCUMOCTh
MHTEHCHUBHOCTH curHana kaiwms (Ix) oT KoHIeHTpamuu
kaims (ck) npu ucnonb3oBann Ks[Fe(CN)g] nmeer
BUJ JINHEWHOW 3aBUCHUMOCTHU C BBICOKOH JOCTOBEPHO-
cThio. [lonydyeHHsie pe3ynbTaThl MO3BOJISIIOT CIENATh
TPE/ITIOIOKEHHE, YTO Ha OTKJIOHEHWS OT JIMHEHHOCT U
3aBHCHMOCTH MHTEHCUBHOCTH JKeJie3a OT €ro KOHICH-
Tpal BJIMSIIOT HE TMPOOONOATOTOBKA M CTICIM(HKA
HCTIONIE3YEMOr0 000pY/I0BaHMs, a MaTPHIHBIN 3(DPEeKT
KTI', camonornomienue u Ipyrue KauecTBa UCCIEye-
MoOro oopasra.

Crour OTMETHTH, UTO OTKJIOHEHHE OT NPSIMO-
JIMHEWHOCTH MOYKET OBITH CBA3aHO CO CTICTI(PUKON HC-
noJib3yemoro npudopa. Tak, cauraeTcs, 4To AJIs OJTHO-
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KaHaJIbHBIX MPHOOPOB, Y KOTOPBIX MEPTBOE BPEMS U3-
MepeHus coctasisieT Oonee 40%, He Bce UCITyCKaeMble
KBaHThl BTOPHYHOTO PEHITEHOBCKOIO M3JTydEHHS
YCIIEBAIOT 3aPErHCTPHPOBATHCS MPUOOPOM, IOITOMY
IpY BBICOKOM KOHIICHTPAlU AHAJIM3HPYEMOro »Jje-
MEHTa MOXKET ObITh UCKYCCTBEHHO 3aHIDKCHA MHTEH-
CUBHOCTb IOJTydaeMoro curuana. Hecmorps Ha To, 4T0
HCTIONB3YeMBIN PUOOP SBIISIETCS MHOTOKaHAJIBHBIM, U
MEpTBOE BpEMSI COCTABJAET CYILECTBEHHO MEHbBILE
10%, ObuM TaKKe MOCTPOSHBI KaJIMOPOBOYHBIE KPH-
Bble 11 Kg-nmuHun skene3a, MHTEHCUBHOCTh KOTOPBIX
Ha MopsiioK Hiwke K,-nmmHup, 4To MCKIIIOYaeT Hemol-
HyI0 PETHCTpPAIMIO HCIYCKa€MbIX KBAHTOB BTOPHY-
HOI'O pEeHTreHOBCKoro mnyueHust Fe. IlomyuyenHnbie
pe3yAbTaThI MPEACTaBICHBI HA PUC. 3.

IFev OTH. €]I.
25000
2004 .
SIS b
15000 A
/./
10000 B
A e .
5000 { ° .1
.2
0 T r : | | |
0 0,06 0,12 0,18 0,24 0.3
Cre» r/ems

Puc. 3. 3aBHCHMOCTh MHTEHCUBHOCTH curHana Kp— JMHHHM sKe-
JIe3a OT KOHIEHTP allK JkeJle3a MP U UCTIOIb30BAHNN P a3JIMIHBIX
coemunennii xenesa: 1 — Fe(CsHs)2, 2 — Fe 03, 3 — K3[Fe(CN)s]
Fig. 3. Dependence of the signal intensity of the iron Kg — line on
the iron concentration when using various iron compounds:
1 - Fe(CsHs)2, 2 — Fex03, 3 — K3[Fe(CN)s]

Kak BumHO W3 puc. 3, KamMOPOBOYHBIC KpUH-
BbIE, TIOCTPOCHHbIE HAa OCHOBaHMU Kg— MHMM kenesa
HE 3aBHUCSIT OT CTEIICHH OKUCIICHHS JKeJie3a, HO 3aBUCST
OT JIMTAHHOTO OKPY)KCHMS aTOMOB Kejie3a U UMEIOT
CXOXKHH TPOPWIH C KaJTMOPOBOYHBIMH KPUBBIMH, TIO-
Jy4eHHBIMH Ha ocHOBaHmM K, — imHnm sxenesa.

Jnist BBISICHEHMST IPUPObI TIOBEEHUS KamO-
POBOYHOM KpHMBOM OBLI TPOBEAEH SKCIEPUMEHT C
YMEHBIICHHEM TONIIMHBI (IyopeCMpYIONIEro  CJosl,
cozepkalero sxene3o. [lomyueHHas 3aBUCUMOCTD HH-
tercuBHOCTH curHana (Ig) oT TommmHbl (ryopecim-
pytowero cnost (hir-re,0,) NPEACTaBICHA Ha PUC. 4.

Kaxk Bunno u3 puc. 4, 3HaueHUE UHTEHCUBHO-
ctu currana K, -jqmain xeie3a npakKTHIeCKU He MEHsI-
eTCsl MU TOJMIMHE (ITYOPECIMPYIONIETO CJIOS BHIIIE
0,39 mmM. HabmrogaeMoe noBeieHue 3aBUCHM OCTH HH-
TCHCHBHOCTH CHTHAJIA OT TOJIIMHBEI (HIyOpecCIHpyIO-
[IETO CJIOS TO3BOJSIET ClIeNaTh MPEINONIOKEeHHE, YTO
IIyOWHA TIPOHMKHOBEHUSI PEHTTEHOBCKOTO M3ITYdCHUS

M3B. By30B. Xumus u xuMm. texnosnorus. 2023. T. 66. Bem. 10



B oOpasipl Tadnetok m3 Fe,0; + KI'/KI' cocrarma
npumepHo 0,39 + 0,01 mm.

Crout OTMETHUTH, YTO 3aBUCHMOCTH UHTEHCHB-
HOCTHU CUI'HaJIa OT BBICOTHI (TyOPECIMPYIOIIETO CJIOS
JI0 TOCTIDKCHMS] 3HAUEHMs TIIyOMHBI MPOHHUKHOBE H U
PEHTTEHOBCKOTO M3ITYYCHUSI UMEET MPOGMTh, OIM3KHMA
K mpodwo KaimmOpoBodHOM KpuBor ¢ Fe,O; Takmm
00pa3zoM, IpeATIOI0KEHNAE O TIOTJIOMICHAN PEHTTEHOB-
ckoro miydennss Mmarpuneii KI' B o0beme oOpasin
TabneTku (Hammuue MatpuaHoro 3ddexra KI' B uccre-
JyeMoii cucTeMe) He MOATBEPAWIOCh.

Jlnst Toro 4ToOB! NPOBEPUTDH TPEATIONIOKEHUE
0 CaMOIOIJIONICHAN aTOMOB KeJe3a, Kak OCHOBHOT'O
(akTopa, BIUAIOMETO HA TPOQWIH KaJIHOPOBOTHBIX
KPUBBIX, Ha 00pa3erl Ta0JIeTKH HAHOCIIN B HECKOJIBKO
pa3 cnoxxenssli ucT Y HT onpe nenennoit maccel. [1o-
Jy4eHHbIE pe3y/bTaThl peicTaBaeHb! B Tabmie. Kak
BUITHO M3 TaOmmipl, pu mMenennn macchl YHT #,
COOTBETCTBEHHO, KOIMYECTBA jKene3a B o0pasie B 4
pa3a BeJIMUMHA CUIHAJIA YBEJIMIWIACH BCETO B 2 pasa
(Tabmma).

lge, OTH.€II.

120000 -
100000
80000
60000
40000

20000 +
n

0 0.2 0.4 06 0.8 1 12

hirsre203> MM
Puc. 4. 3aBUCHMMOCTh MHTCHCHBHOCTH CHMTHaja OT TOJIIIUHBI CJIOA
cmecu Fe203+KI Ha obpasue Tabnerku u3 KI'
Fig. 4. Dependence of the signal intensity onthe layer thickness
of the Fe,O3+ KG mixture on a tablet sample from KG

Taonuua
HMarencuBHocTh curnasa m macca Y HT-nuienkn, pas-

MelleHHOl Ha oOpasue Tabiaerkn u3 KI'
Table. Signal intensity and mass of a CNT film placed

on a sample of a tablet from KG

Ne Tab. YHT-mienka MyHT-n, T | IFe, OTH.€M.
1 CrnoxeHa B 2 cios 0,00171 15976
2 CnoseHna B 8 clloeB 0,00645 30826

I/ICXO)ISI 3 TOro, 4TO yBCJIMYCHUC HHTCHCHB-
HOCTHU CUI'HAJIa HC TMPOINOPHAOHAJIbHO YBCJIMYCHHIO
KOHILICHTpAalMr K€Jie3a, MOXKHO CACJIATh BBIBOA O TOM,

JUTEPATVYPA

1. Rakov E.G. //Russ. Chem. Rev. 2013. V. 82. N 1. P. 27-47.

DOI: 10.1070/rc2013v082n01abeh004227.
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YTO OCHOBHOM NPUYIMHON HEJMHEWHOCTH KaJMOpPOBOY-
HBIX KPUBBIX JJI1 KOHIIEHTPALMH JKeJie3a SBIAETCS Ca-
MOTIOTJIOIICHHE aTOMOB JKeJe3a.

Takum oOpa3oM, BIHSHAEC Ha TPOQWIL Kaano-
POBOYHBIX KPUBBIX OKa3bIBACT JIMTAHITHOE OKPY)KCHHIE
aTOMOB eJie3a U €ro IVIOTHOCTb, OJIHAKO OCHOBHBIM
(hakTOpOM, BIUSIONIMM Ha TPO(WIH KaJIMOPOBOYHBIX
KPUBBIX, SIBJISIETCS CAMOIIOTJIONICHHE aTOMOB JKeJe3a.

BBLIBOJIBI

[TocTpoeHsp! KaMOPOBOYHBIE KPUBBIE ISt 00-
pas3loB TaOJNETOK C TPEeMsl paziIMdHbIMH COEINHEHH-
SIMH JKeJIe3a, B KOTOPBIX JKeJIe30 HAXOJUTCs B Pa3HbIX
XUMHMUECKHUX COCTOSHMSX (CTENeHb OKUCJIEHMS, JIU-
TaHIHOE OKpY)KeHHE). Y CTAaHOBJICHO, YTO JAJSI BCEX
TPEX COeTMHEHHI KaJIMOPOBOYHbIE KPUBBIE MMEIOT He-
JIMHEHYIO 3aBUCHMOCTD C 3aTYXaHHEM aJIIUTUBHOCTH
CUTHAJIa 110 MEpe YBEJIMUEHMS KOHLICHTPALMU JKeJe3a,
npraeM KO3(OUIMEHT TPONOPIMOHAIFHOCTH HHTCH-
CUBHOCTH CHUI'HaJIa OT KOHLICHTpAlM! JJIs BCEX COeIu-
HEeHUH pa3HbId. BRIIBHHYTO MpeIonoKeHue, YTO Oc-
HOBHAsl TIPUYMHA HEIMHEHHOCTH KallMOPOBOYHOU KpH-
BOM 3aKJIFOUAETCS B CAMOIIOIJIOLICHUN aTOM OB XKeJle3a,
MPUYEM JIMTAHIHOE OKPYKCHHE aTOMOB KeJe3a B HC-
TOJTb3YEMBIX COEIUHEHISIX OKa3bIBAET BIMSHHAE HA WH-
TEHCHUBHOCTb CHTHAJIA.

OxcrniepuMeHTsl ¢ mieHkamMu w3 YHT, ton-
IIMHA KOTOPBIX MEHBIIE TOJIMHBI (DIyopecimpyo-
IIEeTo CJIOS, TIOKAa3aJH, YTO Ha KO3(HIMEeHT Tporop-
LMOHATBHOCTH HMHTEHCHBHOCTH M3JIYY€HHS OT KOH-
LECHTPALMM CYIIECTBEHHOE BIMSHHE OKa3bIBACT HE
KOHLIGHTpallsl Jkene3a B oOpasle, a ero oObeMHas
IUIOTHOCTb.

[ToyuenHsle pe3yIbTaThl MO3BOJSAIOT PEKO-
MEHAOBATh JJIsI KOJIMYECTBEHHOI'O OMpElENICHUs Ke-
ne3a B nponykrax cuHre3a YHT TmarensHo nucnep-
THpOBaTh HCCIenyeMble 00pa3ipl BO BCIIOMOraTelb-
HOI MHEpPTHOW MAaTpHILE.
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