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Bceepoccuniickuii MHCTUTYT aBHManMOHHBIX Matepuanos (PI'YII «BUAM»
I'HI]) — xpymnHeimiee poOCCHMCKOE TOCYIAapCTBEHHOE MaTepHaIOBEIUECKOE
npeanpusaTHe, Ha HpoTsbkeHuM 80 serT paspabarbiBaroliee W IPOM3BOJSIIEE
MaTepHalibl, ONpeAesIomre OOJMK COBPEMEHHOM aBHALIMOHHO-KOCMHUYECKOM
TexHukH. 1700 corpyauukoB BUAM Ttpyzasatcs B Gonee yemM TpUALIATH HAYYHO-
UCCIIEIOBATEIbCKUX JIAOOpaTOpHsIX, OTHeNaX, IMPOU3BOACTBEHHBIX IeXax U
UCHBITATEIbHOM LIEHTPE, a TaKKe B 4YeThlpex ¢uinanax uHcTuTtyra. BUAM
BBIMIOJIHSAET 3aKa3bl Ha pa3padOTKy W TOCTaBKYy METAUIMYECKUX |
HEMETAJUIMYECKUX MAaTepHalloB, MOKPHITHI, TEXHOJIOTMYECKUX IIPOLECCOB U
000pyJOBaHUs, METOJIOB 3alUThl OT KOPPO3UHU, a TaKXKe CPEICTB KOHTPOJIS
UCXOJHBIX MPOJYKTOB, MONy(paOpHKaTOB M M3AEIMH Ha UX OcHOBe. PaboThI
BEIyTCs Kak 0 roCy1apCTBEHHBIM IIporpaMMaM P®, Tak u 1o 3aka3zam BeAyIIMX
MpeaNpUATHI aBUallMOHHO-KOCMUYECKOro KoMIuiekca Poccuu u mupa.

B 1994 r. BUAM npucBoen crtatyc l'ocynapCTBEHHOIO Hay4yHOro LIEHTpa
P®, MHOrOKpaTHO 3aT€M UM IOATBEPKICHHBIN.

3a pa3paboTKy U CO3JaHWE MATEPHAIOB IS aBHAITMOHHO-KOCMHYECKOW U
JIPYTUX BHUJIOB CllENUaNbHON TeXHUKH 233 corpynHukam BUAM mpucyxaeHbl
3BaHUs JIaypeaToB Pa3IUYHBIX TOCYAapCTBEHHBIX npemuii. M3o00perenuss BUAM
OTMEYEHBI HarpaJaMHu Ha BBICTaBKax M MEXIYHApOJHBIX caloHax B JKeHeBe u
Bproccene. BUAM narpaxaeH 4 3010TbiMH, 9 cepeOpsiHbIMU U 3 OpOH30BBIMU
MEIAIAMU, TOJIYYEHO 15 TUIIoMOB.

Boszrnasnser mHCTUTYT JaypeaT rocynapcrBeHHbIX npemuit CCCP u PO,

akanemuk PAH, nmpodeccop E.H. Ka6nos.
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Onucana Memoouxa MUKpogoIHO80U NPOOONO02OMOBKU XPOMA OJisk ONPEOeNeHUsT MACCOBOU
oonu Si, P, Fe, Cu, Zn, As, Sn, Sb, Pb u Bi memooom macc-cnekmpomempuu ¢ uHOYKMUGHO C8s1-
sannou naasmou (UCII-MC), a maxoice 8blnoaneno onpeoenerue cooepIcanusi OAHHbIX dJie-
Menmog 8 obpasye xpoma. I1o0obpanvl cocmagvl cmeceli 0151 pacmeopeHus, Nopsao0oK dobasie-
HUSL peazenmos U napamempsl MUKpO8OIH08020 pasnodicenus. Cnexmpanvhvlie unmep@epenyuu
VCMPAHEHbl ¢ ROMOUWbIO NPUMEHEHUS. PeaKYUOHHO-CIMONIKHOSUmMenb ol suelku. [Ipasunbnocmy
MEMOOUKU UBMEPEHUSL NPOBEPEHA MEMOOOM «B8e0EHO—HANIOeHOY. /[uanazon onpedensemvix co-
oepacanuii cocmasun 0,00001-0,18% (no macce).

Knwouesnvie cnosa: macc-cnekmpomempusi ¢ UHOYKMUBHO-CEA3AHHOU NIA3MOU, XPOM, Onpe-
Oefienue co0epHCanusi BpeOHbIX npumeceli, MUKPOBOIHOB8A NPOOONOO20MOBKA.

A.V. Alekseyev, P.V. Yakimovich

Microwave sample preparation of chrome for determination
of contaminants by method of ICP-MS

The technique of microwave sample preparation of chrome for determination of a mass frac-
tion of Si, P, Fe, Cu, Zn, As, Sn, Sb, Pb and Bi by mass spectrometry with inductively coupled
plasma method (ICP-MS) is described, and also test for content of these elements in a chrome
sample is carried out. Compositions of mixes for dissolution, an order of addition of reagents
and parameters of microwave decomposition are chosen. Spectral interferences are eliminated
by means of reaction-collision cell application. The correctness of measurement techniques is
verified by the «added—foundy method. Range of the determination contents made 0,00001-0,18
mass %.

Keywords: mass spectrometry with inductively coupled plasma, chrome, determination of
contaminants, microwave sample preparation.
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BBenenue

B HacTosimee BpeMsi XpoM 4pe3BbIYafHO HIMPOKO MCHOJIb3YETCs] B KaueCTBE JIETHPY-
IOIIETO AJIEMEHTA MPH MPOU3BOJCTBE CaMbIX Pa3sHOOOpasHbIX cTanei [1], uyrynos [2], amro-
MHUHUEBBIX [3], MOIMOICHOBBIX [4] CIUTaBOB, a TaKKe YKAPOIPOUHBIX HUKEICBBIX CILUIABOB
(KHC) u apyrux, noBbllias UX MEXaHUYECKYI0 IPOYHOCTh, KOPPO3UMHYIO CTOMKOCTh U Ka-
ponpoyHOCTS [5].

Ocoboe MecTo cpeH CIUTaBOB, MPH MPOU3BOACTBE KOTOPBIX HCIIONB3YETCS XPOM, 3a-
aumatot JKHC [6]. YKaponpouHbsle HUKeNEBbIE CIUIABBI MPUMEHSIOT TPH M3TOTOBICHUU OT-
BETCTBEHHBIX JIETAJICll B COBPEMEHHOU aBHAIMOHHOW MPOMBIIUICHHOCTH W JIBUTATEIIECTPOE-
HUM. JlaHHBIE JeTaau B MPOLECCe HKCIUTYaTallMH UCIIBITHIBAIOT OIPOMHBIE TEIIJIOBbIE U CHIIO-
BbIE HArpy3kH, 1mo3romy mpu npomssojactee JKHC HeoOXomaumMo Mpou3BOINUTE KOHTPOJb XH-
MHYECKOT0 COCTaBa JIETMPYIOLINX MaTEepUaoB, B TOM 4ucie U xpoma. OCOOEHHO BaXXHO MPU



ITOM OMPEIEISATh COJACpPKAHNE BPEIHBIX NPUMECEH, OKa3bIBAIOIINX HETATUBHOE BIMSIHUE HA
csoiictBa JKHC. K uncny takux npumeceii otHocsites Si, P, Fe, Cu, Zn, As, Sn, Sb, Pb u Bi
[7-11].

OmHUM W3 CcaMbIX JIyYHIMX METOJOB MHOTORJIEMEHTHOTO aHajHM3a SBIAETCS Macc-
CHEKTPOMETpUs ¢ MHAYKTUBHO cBs3aHHOW tumasmoit (MCII-MC). lanubiii MeTon oOmagaer
BBICOKOI YyBCTBHTEIBHOCTBIO, HU3KUMH MPEAETaMi OOHAPYKCHHS U BO3MOXKHOCTBIO OJTHO-
BPEMEHHOTO OMpE/ICICHNs OOJIBIIOro KojuyecTBa dieMeHToB [12—15]. Mcnonb3oBaHne MHK-
POBOJIHOBBIX CHCTEM PAa3JI0KEHHsI CYIIECTBEHHO YMEHBINACT MPOJODKUTEIBHOCTh PacTBOpE-
HUSI IPOOBI, TO3BOJISIET COKPATHTh KOJIMYECTBO MCIIOJIb3yEMbIX PEareHTOB U BPEIHBIX BHIOPO-
coB B aTMoc(depy, a TaK)Ke YMEHBIIUTh BEPOSTHOCTH MOTEPU BELIECTBA B PE3yNbTaTe pas-
OpBI3rMBaHUS TIPU KUIICHUU PACTBOPOB, a OTACIbHBIC 3JIEMEHTHI yOepeub OT MOTEPh MpU 00-
pa3oBaHUU JIETYYHUX coeauHeHumii [16].

Ha naHHBI MOMEHT HE CYIIECTBYET HOPMATHUBHBIX JIOKYMEHTOB, B TOM YHCIIC aTTe-
CTOBAHHBIX METOJIHK, PETJIIAMEHTHPYIOLINX ONpPEAeIeHHe XUMUIECKOTO COCTaBa XpoMa METO-
nom UCIT-MC.

Takum oOpa3omM, menb JaHHOW pabOThI 3aKIII0YAETCS B BBIOOPE ONTHMAIBHBIX PEKH-
MOB PAacTBOpPEHHsI, CMECEH KHCIIOT IJIsi BCKPBITHA 00pa3oB XpoMma (IIOJHOTO PaCTBOPEHUS
oOpasia ¥ 1mepeBo/ia UCCIeIYeMbIX IEMEHTOB B PaCTBOP) IPH ONPEIEIICHHH MAacCOBOM J0JIN
BpenHbIxX npumeceit metoom MCII-MC.

MaTepna.m)l U ME€TObI

Annapamypa

Onpenenenue conepxanus Si, P, Fe, Cu, Zn, As, Sn, Sb, Pb u Bi metogqom UCIT-MC
BBIMOIHsIH Ha Macc-criekrpomerpe ICAP-Qc (pupma Thermo Fisher Scientific, I'epmanus).
Conepkanue KpeMHUs OTIPEICISUTH B CTaHAapTHOM pexnme STD, a comepikanne BCeX 0CTallb-
HBIX DJIEMEHTOB — B PEXKHUME C UCIIOJIb30BAHUEM PEaKIIMOHHO-CTOIKHOBUTENbHOM stueiiku KED.
[TapameTpsr paboThl TTprOOpa, MPU KOTOPBIX MPOBOIMINCH IKCIICPUMEHTHI, MPEICTABICHBI B
tabn. 1. MHCTpyMEHTalIbHBIE ITapaMeTPhl U PACXOJIbI TOTOKOB aproHa YCTaHABIUBAIM B TIpelie-
7ax, 00eCneunBaIoNMX MaKCHMAaIbHYI) UYyBCTBHTEIBHOCTH OIPEICIICHUS HOHOB H30TOIOB
"Li>35000 (umrv/c)/(mxr/mv’), °In>190000 (umrvc)/(mxr/av’), “2U>300000 (umrv/c)/(Mkr/mmd),
HAaUMEHBIIUNA YpPOBEHb OKCHJHBIX HOHOB (OTHOIIECHUE 156CeO/MOCeSO,OZ), HaNMEHbBIIUH
YPOBEHD JIBYX3apsUIHBIX HOHOB (oTHOmeHHe ' Ba’'/**’Ba<0,02) B HacTpOECYHOM pacTBOPE,
coxepskarem Li, In, Ba, Ce u U koHuenTpanueii 1 MKF/,Z[Mg.



Tabruya 1
ITapamMeTpbl HACTPOWKHU NMPUOOPA U N3MEPEHUI

[TapameTp npubopa 3HaueHue mapamerpa
[Tna3zmooOpa3yromwuii ras, 1/MuH 14,0
BcniomorarenbHbIi ras, 1/MuH 0,8
PacnslnuTenbHbIH ras, 1/MuH 1,03
CKOpOCTh IEPUCTATUYECCKOTO HACOCA, 00./MUH 40
I'my6una nnazmootbopa, MM 5
Momnocts RF reneparopa, Bt 1400
Urcno kaHaJIoB HA Maccy 1
Umncino cKaHOB B PEIUIMKE 30
Yucio pemiuk s oopasia 3
[IponomkurenbHOCTh HHTErpUpoBaHus (Dwelltime), ¢ 0,01
Hanpsiokenue Ha sxkcrpaktope (Extraction Lens 2), B -170
Hanpsokenue Ha pokychoii muaze (CCT Focus Lens), B +2,5
Pasperienue, a.e.m. 0,7
TemmnepaTypa pacnsuinTenbHON Kamepsl, °C 20
ITapaMeTpbl pabOThI PEaKIIMOHHO-CTOJIKHOBUTEIBHOH SIUCHKH

Pacxon raza*, mir/mMuH 55
Hanpspkenue Ha BXoze B kBajapymous Pole Bias, B 18
Hanpsokenue Ha Beixose u3 sueiiku CCT Bias, B 22

* T"a3 sueiiku — cMmech 8% H,, 92% He.

B nmpouecce Bcex M3MeEpeHUN UCIOIb30BAIM KBapLEBYIO LHUKIOHHYIO PaCIHbLINTEIb-
HYIO KamMepy ¢ TePMODJIEKTPUUECKUM OXJIXKICHUEM, MOIypa300pHYIO TOPENKY ¢ KBapIEBbIM
WHXXEKTOPOM 22,5 MM M MUKPOIIOTOYHBIN KOHIIEHTpuIeckuii Tedpmonossbii (PFA) pacribuirens
(Opal Mist) ¢ HOMHHAIEHBIM PACXOI0M KHIKOCTH (CKOPOCTH pacibuieHst) 400 MKJI/MUH.

DKCIEpUMEHTHI TI0 PACTBOPEHHIO XPOMa IPOBOIMIN B CHCTEME MHUKPOBOJIHOBOTO pa3-
noxenusst MARS 6 (pupma CEM, CIHIA) B tednonoBsix aBrokiaaBax MARS Xpress Plus
(dupma CEM, CIIIA) o6semom 100 cm® ¢ aBapHitHBIM cOPOCOM JABIICHHIS.

N3oTombl onpenensieMbIx 3IEMEHTOB IIPUBEACHBI B Ta0M. 2.

Tabnuya 2
Hcnonb3yemble H30TONBI U X PACIPOCTPAHEHHOCTH
OnpenensgeMplii 3IEMEHT N3oTon PacnipocTpanenHocTs n3orona, %

Si Si 92,23

P p 100

Fe *'Fe 2,20
Cu ®Cu 30,83

Zn ¥zn 48,60
As "As 100

Sn 185 24,22

Sh #gp 57,30

Pb 2%pp 52,35

Bi B 100

Peazenmui u 00vekmul ucciedosanus

Azotnyto (HNO3) u constayro (HCI) xucnoTsl mommydanu ¢ momMonipto cyo0oiIepHoit
JUCTHILISIINK, UCXOIHBIE PAcTBOPBI KUCIOT ObUTM Mapku «ocu» B ammapare BSB-939-IR
(dbupma Berghof, I'epmanus), Taxke ucnonb3oBain 40% (1o macce) GTOPHUCTOBOIOPOIHYIO
kucnory (dupma Merck, I'epmanus). JlenonusoBanHyro Boay (IPOBOJAMMOCTh HE MEHeEe
18,2 MOwM) ncnosbp30Baid BO BCEX IKCIIEPUMEHTAaX KaK PacTBOPUTENb. B kauecTBe BHYTPEH-
HEro CTaHJIapTa BO BCEX M3MEPEHHSX MPUMEHSUIN WHAWN KOHIEHTpaIen 2 MKr/J, i 1o0a-
BOK KOTOPOTO MCIIOJIb30BAJIM CTAHAAPTHBIN pacTBOp IN kKoHIeHTpaimed 1 /1 (mpou3BoacTBa



dupmbr High-Purity Standards, CHIA). [Ins kanuOpoBKu crieKTpoMeTpa (METOJ0M 100aBOK)
no Si, P, Fe, Cu, Zn, As, Sn, Sb, Pb u Bi ucnosp30Baau cTaHaapTHBIE PACTBOPHI ATHX 3JIc-
MEHTOB KoHLleHTpauuei 1 r/n (mpousoacta pupmer High-Purity Standards, CILIA).

B pabote ncnoan3oBanu obpaser; xpoma (X99H4), macca oOpasiia ajisi paCTBOPCHHS
BO BCEX AKcHepuMenTax cocrasisuia 0,5 r. Mcnonb3oBanue o0pasiia MEHbBIIEH MacChl HE T03-
BOJISICT ONPEEIATh COJCPKAHUE BPEIHBIX NMPUMECEH HHU3KOH KOHIEHTpaluu, a o0pasell
0OJIBIIIEH MACChl PACTBOPSIETCS B ABTOKJIABE HE TIOJTHOCTHIO.

Co6op u 00pabOTKY JaHHBIX MPOBOIMIM C MOMOIIBIO MPOTPAMMHOTO OOECIICYCHUS
cnektpomerpa Qtegra. [IpaBUIBHOCTS METOUKU PACTBOPECHUS U M3MEPEHUS MPOBEPSUIA Me-
TOJIOM «BBEJIEHO—HAiIeHO» IMyTeM J00aBICHHS CTaHAapTHHIX pactBopos Si, P, Fe, Cu, Zn,
As, Sn, Sb, Pb u Bi B aBTOKIaBBI IIEepe/r HArPEBOM K 00pasily XpoMa TaKMM 00pa3oM, 4TOObI
KOHIIEHTpaIus 100aBKH COOTBETCTBOBAIA cojaepskanuio mpumeceit Si, P, Fe, Cu, Zn, As, Sn,
Sb, Pb u Bi B xpome 0,5 u 5 mr/i.

PesyabTaTsl
Jlnst pacTBOpeHMsI MPOO UCIOJIB30BAIM CMECh MUHEPAIbHBIX KUCIOT (A30THAs, COJs-
Has U IJIaBUKOBAsi), B KOTOPBIX XOPOILIO PacTBOPSAIOTCS OTAENIbHbBIE 3JIEMEHTHI, BXOJSLINE B
coctaB XpoMa. OT UCHOJIb30BAHUS CEPHON KUCIIOTHI OBLIO PEIIEHO 0TKa3aThCs U3-3a €€ BICO-
KOH BSI3KOCTHU U CJI0)KHOCTH OYHMCTKH.
ITpoBenen noadop cMecu KUCIOT Ul PACTBOPEHHSI HUKEJIEBbIX CIUIABOB.

Bnusanue konuuecmea a3ommnoil Kucjiomeol Ha pacmeopeHue Xxpoma
U nepesoo onpeoeaemulx 1J1eEMEHN 08 8 PACHIEOD

XpoM, Kak OTACIbHBIN 3JIEMEHT, XOPOIIO PAaCTBOPSETCS B COJISIHOM KUCIIOTE, HO MPH
ATOM COJISIHAsI KUCJIOTA, SABISISICH CIIA0BIM OKHUCIIMTENEM, TNIOXO PACTBOPSET OCHOBHBIE IIPUMeE-
cu. B nanHO#W paboTe B Ka4eCTBE OKUCIUTENS MCIOIb30BAIM KOHIICHTPHUPOBAHHYIO a30THYIO
KUACIOTY. J{J1s1 YyCTaHOBJICHUS BIMSIHUAS a30THOM KUCIIOTHI HA MPOIECC PACTBOPEHUS AJIEMEH-
TOB 00pasibl Xxpoma Maccoit 0,5 T pacTBopsu B cMecH (3aBeIOMO BBIOpaH H30BITOK COJISIHOM
kuciotel) Boja (10 mu)+HCI (20 M) ¢ nobGaBneHnemM pa3IMYHOrO KOJUYECTBA a30THOW KHC-
70THI (Tabs. 3). PacTBopeHre MPOBOAMIN B OJIHY CTAAUIO 1O pekumy: Harpes g0 120°C B Te-
yenue 15 muH, Beigepkka mpu 120°C, 20 muH.

Tabauya 3
Pe3yabTaThl onpenenenus coaep:xkanus Si, P, Fe, Cu, Zn, As, Sn, Sb, Pb u Bi B xpome
(n=2, P=0,95) npu pa3jau4HOM KOJHYECTBE A30THOIM KMCJIOTHI B CMECH J1JIsl PACTBOPEHHUS

O0bem CopepxaHue 2JeMeHTOB, % (10 Macce)
HNO3, mn Si P Fe Cu Zn As Sn Sh Pb Bi
0 0,09 |0,0002 | 0,16 | 0,0002 | 0,0009 | <0,00001 |0,0002 | <0,00001 | 0,00004 | <0,00001
1 0,08 | 0,0002 | 0,16 | 0,0003 | 0,0009 | 0,00001 |0,0001 | <0,00001 | 0,0001 | <0,00001
3 0,09 |0,0006 | 0,17 | 0,0002 | 0,0010 | 0,00005 |0,0002 | 0,00003 | 0,0004 | <0,00001
5 0,10 | 0,0010| 0,18 | 0,0003 | 0,0010 | 0,00007 |0,0001 | 0,00004 | 0,0003 | <0,00001
7 0,09 |0,0011| 0,18 | 0,0003 | 0,0009 | 0,00007 |0,0002 | 0,00004 | 0,0003 | <0,00001
10 0,10 | 0,0010| 0,17 | 0,0002 | 0,0010 | 0,00006 |0,0001 | 0,00004 | 0,0004 | <0,00001

[To nanHBIM Tabn. 3 BUIHO, YTO a30THAs KHUCIOTa CIIOCOOCTBYET PACTBOPEHHUIO TaKHX
syieMeHTOB, Kak P, As, Sb u Pb. /Iis mepeBoa Bcex omnpeessieMbIX SJIEMEHTOB B PacTBOP J10-
CTaTOYHO 5 MJI a30THOM KHCIOTHI mpu Macce HaBecku 0,5 r. OTMeueHOo Takke, 4TO MOPSI0K
BBEJICHUS KHUCJIOT WMEeT OOJIBIIOE 3HAYeHHWe: MpU JOOABICHHHM CHAadala a30THOW KHCIIOTHI
XPOM IMMAaCCUBUPYETCS U YXKE HE PACTBOPSETCS IMOCIIe BBEJACHHS COJITHON KHCIOTHI U HarpeBa-
Hus. Takum 00pa3oM, cHadaaa HEOOXOIUMO JO0ABISATh CONISTHYIO KHCIIOTY, 3aTeM IPOU3BECTH
HarpeB U, MOCJIEe TOTO KaK aBTOKJIAaBbl OCTHIHYT, BBECTH a30THYIO KHUCIIOTY.



Biusnue Konuuecmea coyiAHol KUCI0Mbl HA PACHMEOPEHUE XPOMA
U Nepeeoo ONpPeoensieMpix INEMEHN 06 6 PACHEOD
Ha crnenyromem stane paboThl H3ydalld BIMSHHAE COJSHON KHUCIIOTHI Ha MPOIECC pac-
TBOpeHust xpoma. Jlius sToro obpasisl XxpoMa maccoil 0,5 © pacTtBopsuin B CMeCH BOJa
(10 mu)+HNO3 (5 mi1) ¢ no6aBIeHHEM PA3IMIHOTO KOJMUECTBA COJSTHON KUCIOTHI (Tadi. 4).

Tabnuya 4
Pe3yabTaThl onpeaenenus cogeps;xkanus Si, P, Fe, Cu, Zn, As, Sn, Sb, Pb u Bi B xpome
(n=2, P=0,95) npu pa31u4HOM KOJIMYECTBE COJSTHOIH KHCIOTHI B CMECH JIJIs PACTBOPEHUS

O0Bem CogeprxaHue 3JeMeHTOB, % (10 Macce)
HCI, mn Si P Fe Cu Zn As Sn Sh Pb Bi
0 —* - - - - - - - - -
5 — — — _ _ — — _ — _
10 - - - - - - - - - -
15 0,10 | 0,0011 | 0,18 | 0,0004 | 0,0011 | 0,00008 | 0,0002 | 0,00004 | 0,0002 | <0,00001
20 0,09 | 0,0011 | 0,19 | 0,0003 | 0,0009 | 0,00007 | 0,0002 | 0,00003 | 0,0003 | <0,00001

* Obpazer XpoMa He PaCTBOPHJICS WIIM PACTBOPWIICS HE TIOJIHOCTBIO.

BEIsSIBIICHO, YTO MpU KOJUYECTBE COJSTHOW KUCIOTHI <15 Mir oOpaser; xpoma He pac-
TBOPSIETCSI, JINOO PACTBOPSETCS HE MOJHOCTHIO, a Tipu KosmuuectBe HCl >15 mn — nusmenenue
€€ COJICp’KaHUSI B CMECU HE OKa3bIBAET 3HAYMMOIO BJIMSHHUS HA CTEICHb U3BJICUYECHHUS ONpEJie-
JSIEMBIX JIEMEHTOB U3 Xpoma. Takum o0pa3zom, JUIsl MepeBo/ia BCEX OMPEENIIeMbIX JIEMEH-
TOB B PaCTBOP JOCTATOYHO 15 MJT CONSTHOM KUCIIOTHI pu Macce HaBecku 0,5 T.

Bausanue niasukosoii Kuciomsl Ha paAcmeopeHue Xpoma u nepeeoo onpedeiaemolx
I/1EMEHM 08 6 PACME0P
Jlanmee OBUIO M3YYEHO BIUSHUE TUIABHKOBOW KHCIIOTHI Ha MPOIECC PACTBOPEHUS XPO-
Ma. [l1aBuKOBasi KMCIOTa pacTBOPsET TyromiaBkue 3iemeHtsl — Ti, Zr, Nb, Mo, Ta, W, a
TaK)Ke YacTh BPEIHBIX NpuMmeced, B ocobeHHoctn (ochop. OOpasmbl xpoma maccor 0,5 T
pactBopsuii B cmecu Boaa (10 mn)+HCI (15 ma)+HNO3 (5 mi) ¢ mobaBieHrEM Pa3IUYHOTO
KOJINYECTBA IUIABUKOBOM KUCIIOTHI (Tab1. 5).

Tabruya 5
Pe3yabTaThl onpeaenenus cogeps:xkanus Si, P, Fe, Cu, Zn, As, Sn, Sb, Pb u Bi B xpome

(n=2, P=0,95) npu pa3au4yHOM KOJHYECTBE MIABHKOBOI KHCJIOTHI B CMECH JIJIsl PACTBOPEHHA
O0bem CopepxaHue 2J1eMEeHTOB, % (10 Macce)
HF, M Si P Fe Cu Zn As Sn Sh Pb Bi

0 0,10 | 0,0010 | 0,17 | 0,0003 | 0,0010 | 0,00006 | 0,0002 | 0,00004 | 0,0004 | <0,00001
1 0,06 | 0,0011 | 0,16 | 0,0002 | 0,0009 | 0,00007 | 0,0001 | 0,00004 | 0,0004 | <0,00001
3 0,01 | 0,0011 | 0,17 | 0,0003 | 0,0010 | 0,00007 | 0,0002 | 0,00004 | 0,0004 | <0,00001
5 0,005 | 0,0010 | 0,17 | 0,0002 | 0,0010 | 0,00006 | 0,0001 | 0,00003 | 0,0003 | <0,00001

[To manHbIM Tabm. S BUIHO, YTO HATMYKE TJIABUKOBOI KUCIOTHI B PACTBOPE YMEHBIIIa-
€T M3BJICUCHUE KPEMHHS, YTO, BO3MOXHO, CBSA3aHO C 00pa30BaHUEM JIETYUEro COCTUHEHUS —
terpadropuna kpemuus (SiFs), KOTOpBIH ymamseTcs W3 pacTBOpa B BHJIE ra3a W Jajiee He
YYacTBYET B OINPEIEICHUH COJICPKAHUS KPEMHHUS, 3aHWKasi 3HAYCHUS €ro KOHIICHTpAIMH B
xpome. JlaHHbIH PaKT CBUIETENLCTBYET O TOM, UYTO MPH OMPEACICHUU COACPKAHMS KPEMHUS
B Pa3JIMYHBIX MaTepHaliaX, B TOM YHCIIC ¥ B XpOME, IJIAaBUKOBYIO KUCIIOTY JUISI PACTBOPSHUS
UCIIONIb30BaTh HENb3sl. Ha mepeBosl OCTaNbHBIX AJIEMEHTOB B PAcTBOpP IJIAaBUKOBAask KHCIOTA
BJIUSTHUS HE OKa3bIBaCT.

Taxum 06pa3oM, ONITUMANILHBINA COCTaB CMECH JIJISl pAaCTBOPEHUs 00pa3iia XpomMa Maccoi
0,5 r mpu onpenenenun coaepkanus Si, P, Fe, Cu, Zn, As, Sn, Sb, Pb u Bi: Boxa (10 mn)+HCI
(15 mu)+HNOs3 (5 mi). Crauana mo0aBisieTcss BOJIa, 3aTEM — COJISTHAsI KUCIIOTa, JJAJiee CMECh



HarpeBaercs 10 120°C B reuenue 15 muH, BoiiepxkuBaercs npu 120°C, 20 muH 1, ocie Toro
KaK aBTOKJIaBbI OCTBIHYT, IPOU3BOANTCS J0OABKA a30THOM KHCIIOTHI.

Onpeoenenue cooepacanua Si, P, Fe, Cu, Zn, As, Sn, Sb, Pb u Bi
MEMOOOM (86€0EHO—HAIOCHO
Omnpenenenne conepxanus Si, P, Fe, Cu, Zn, As, Sn, Sb, Pb u Bi metomom «BBemeHo—
HalIeHO» MPOBEACHO JUTst 100aBoK 0,5 ¥ 5 MI/JT HCKOMBIX 3JIEMEHTOB B XpoMe (Tabt. 6).

Tabauya 6
Pe3yabTaThl onpeneienus coxepxanus Si, P, Fe, Cu, Zn, As, Sn, Sb, Pb u Bi
METO/IOM «BBeJleHO—Haiiaeno» (n=2, P=0,95)

OmnpesiessieMble HJIEMEHTBI BBe/ieHHOE KOJIMYECTBO JIEMEHTa/ero HaiJIeHHOE 3HAUCHHE, MI/JT
Si 0,5/0,49 5/5,45
P 0,5/0,53 5/5,62
Fe 0,5/0,47 5/5,03
Cu 0,5/0,54 5/4,85
Zn 0,5/0,48 5/5,33
As 0,5/0,56 5/4,65
Sn 0,5/0,51 5/4,79
Sh 0,5/0,51 5/5,90
Pb 0,5/0,47 514,77
Bi 0,5/0,44 5/4,97

Takum 00pa3oM, cojepKaHuEe BPEIHBIX MPUMECEH OIpenesseTcss B XpoMe C JI0CTa-
TOYHOM TOYHOCTBIO.

Pe3ynbrarhl ucneiTaHUi 00pa3ia Xpoma, a TAaK)Ke TMOTPEITHOCTH ONPEICIICHHS TIPUBE-
eHsl B Ta0I. 7.

Tabnuya 7
Pe3yabTaThl onpenenenus coaep:xkanus Si, P, Fe, Cu, Zn, As, Sn, Sb, Pb u Bi B xpome
(n=5, P=0,95)
Ob6paszen CogeprxaHue 2JeMeHTOB, % (110 Macce)
Si P Fe Cu Zn As Sn Sh Pb Bi

Xpom X99H4 |0,100| 0,0010 | 0,18 | 0,00030 | 0,0010 | 0,00007 | 0,00010 |0,000040| 0,00030 | <0,00001

Iorpemnocts, |0,008|0,0001 | 0,01 | 0,00002 | 0,0001 | 0,00001 | 0,00002 |0,000005| 0,00004 |<0,000001
% (o mMacce)

O0cykaeHne u 3aKJII0YCHUA
B pesynbpTare mpoaenaHHoM paboThl MOKHO CHENATh CIEAYIOIINE BBIBOIBI:

— BBIOpAHBI YCJIOBUS MUKPOBOJIHOBOW MPOOOIMOATOTOBKH XpoMa ISl ONpeeNieHus: ColIep-
»kanus Si, P, Fe, Cu, Zn, As, Sn, Sb, Pb u Bi meronom UCIT-MC;

— XpOM MOJHOCTBIO pacTBopsiercss B cMecu Boga (10 mu)+HCI (15 mm)+HNO3 (5 mi),
ompesieNiIeMbIe JIEMEHTHI TIPU 3TOM TIOJHOCTHIO MEePEeXosIT B pacTBop. HaBecka xpoma mpu
pactBopeHu# coctasisa 0,5 r;

— YCTaHOBJICH CJICIYIONTUH MOPSIOK PaCTBOPEHUS XpOMa: CHadaja Jo0aBiseTcs BOja, 3a-
TEM — COJIsTHas KHCTIoTa, fanee cMech HarpeBaercs no 120°C B reuenue 15 MuH, BbIIepKHUBa-
ercsa npu 120°C, 20 MHH W, TOCJIEe TOTO KaK aBTOKJIABBI OCTBIHYT, ITPOHM3BOJUTCS JOOABKa
a30THOM KHUCJIOTHI,

— TI0Ka3aHa BO3MOYKHOCTh TOYHOTO omnpezencHus conaepxkanus Si, P, Fe, Cu, Zn, As, Sn,
Sb, Pb u Bi (B auanazone xonnentparuu ot 0,00001-0,18% (mo macce)) B XpoMe METOI0M
NCII-MC ¢ npumeHeHneM peakIMOHHO-CTOJIKHOBUTEIBHON STYEHKH.
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