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OueHeHa BO3MOXHOCTb 3KCMPECCHOro peHTreHodnyopecLeHTHoro onpeaenexust Ni B npo-
OyKTax rmaporeHn3aumm pacTuTenbHbIX XNPOB (Caniomacax) C MOMOLLb0 SHEPrOANCNIEPCUOHHOTO
CnekTpoMeTpa C reoMeTpuen NonHoro BHelwHero otpaxeHus (P®A MBO) n cnekTtpomeTpa ¢
BonHoson gucnepcuen (P®A BL). [ns rpagynpoBaHus akcnpeccHbix metoank POA B n POA
MBO, B 0CHOBY KOTOPbIX NONOXeH cnocob ctaHgapTa-goHa, ncnonb3oBany obpasLbl, NpoaHanum-
31POBaHHbIE NOCIEe 030S1IeHUs pa3paboTaHHOW AeCTPYKTUBHOM MeToaukon POA MNBO. OueHeHbl
METPONOrnyeckme xapakTepUCTUKM METOAUK, KOTOPbIE COMOCTaBIEHbl C TPEOOBaAHNSAMUN K TOYHOCTH,
NpeabsABASEeMbIMU K aHanmn3y X1poBbIX NPOAYKTOB.

Knroyeenie crnoea: peHTreHodnyopecueHTHoi aHanua (POA), POA B, POA MNBO, onpe-
penexne Ni, macnoxmpoBas NpoayKuus, canomac.

MawkoBa MNanuHa BanepbeBHa — KaHAMAAT XMMUYECKUX HayK, Hay4HbIA COTPYAHUK
AHanutuyeckoro ueHTpa MHcTUTyTa 3eMHoMn kopbl CO PAH.
O6nacTb Hay4YHbIX UHTEPECOB — PEHTIreHOMTyOpPEeCLIeHTHbIA aHaNMu3 NPUPOAHbIX 06b-

€KTOB.
ABTop 35 ny6nukauun.

CmaryHoBa AHTOHUHA HMKOHOBHa — JOKTOP TEXHUYECKUX HayK, 3acryKeHHbIW aes-
Tenb Hayku PO, npodeccop UpKyTcKkoro rocyqapcTBeHHOro yHMBepcuTeTa.
O6nacTb Hay4HbIX UHTEPECOB: METPOJIONUSA aHaNUTU4YEeCKON XUMUMU, peHTreHodnyo-

pecueHTHbIN aHanus.
ABTOp okono 400 ny6nukauum.

JloBuoBa Hapexpa BsayecnaBoBHa — cTyAeHTKa XumMuyeckoro cakynosreta UpKyTcKo-

ro rocyfapcTBeHHOro yHuBepcureTa
ABTOp 1 ny6nukauum

KopxxoBa EneHa HukonaeBHa — kaHagnAAaT XMMUYECKUX HayK, AOLEeHT MPKYTCKOro rocy-

AapCcTBeHHOro yHuBepcurteTa

O6nacTb Hay4HbIX MHTEPECOB: aHaNUTUYeCKas XMMUS, PEHTreHo(NnyopecLeHTHbIN

aHanus, akonorus,
ABTop 6onee 120 ny6nukauum

BBepeHune

[MaBHbIM >XMPOBbLIM KOMMOHEHTOM B peLenType
MaprapuHOBOW NPOAYKLMN ABASOTCHA TMAPUPOBaHHbIE
pacTuTenbHble Macrna — canomacsl. [MapupoBaHuio
NOABEPratoT COEBbIE, XITOMNKOBLIE, PANCOBbLIE U ApYyrie
Macna B NpUCYTCTBUM HUKENEBbLIX UMW HUKENb-Mea-
HbIX KaTanM3aTopoB, 4O KOTOPbIX B TMAPVUPYEMOM
cbipbe cocTaBnsieT 0.1-0.4 %. [Npu aTom ncnonbaytoTcs
aucnepcHble (B BUAE OYEHb MESKMX MOPOLLUKOB) U
cTalMoHapHble (CNnaBHble — B BUAE rpaHys unm no-
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PUCTOW Macchl) KaTanusaTtopbl. [JoCTOMHCTBOM NePBbIX
SABMSETCS BblCOKasi CenekTMBHOCTb (94-97 %) npu
CTabunbHOM NPOTEKaHNM TEXHONOMMYECKOro NpoLecca;
HeJoCTaTKOM — TPYOHOCTb OTAENEHWS KaTanusaTopa
oT obpa3oBaBLUerocs canomaca BcreacTeme 1X Bbl-
cokou gucnepcHocTn. CTaumoHapHble KaTanusaTopsl
3aKpenneHsbl B annapaTtype HenoABMKHO, NOITOMY He
TpebyeTcs ux cneunanbHoe OTAerNeHMe OT canomaca,
HO HEJOCTaTOK — HU3Kasi CENEKTUBHOCTb Y CIOXHOCTb
nx pereHepauum [1].
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B npounseoactee OAO «MpKkyTCcKuii Macrnoxmp-
kombuHaTy (OAO «MMXK») npuMeHs0T NopoLLKO-
obpasHble HUKenbcoaepXKaLlme Katanmsatopbl, KOTO-
pble OTAENSAT OT rMaporeHn3aTa MHOrocTagnnHeIM
dunsTpoBaHmem. CornacHo TEXHONOrMYECKOM CXeme
ocTaToyHoe cofepxaHue NiB canomace coctaBnsiet
oT 5 o 20 Mr/Kkr, U HaxoguUTCs OH B BUAE HUKENEBbIX
MbIfT U TaK Ha3blBAEMOIO KOMNOMAANbHOIO HUKENS,
CrMocobHOro NpoxoanTb Hepeako Aaxe Yepes Crnown
unbTpoBanbHOro kapToHa. B ngemetannusoBaHHOM
MYLLEBOM CanoMace v XMpOoBOK NpoayKLumm (Maprapu-
Hax, KyfMHapPHbIX, KOHAUTEPCKNX XKUPax) OCTaTOMHOE
cogepxanue Ni He gomkHo npesbiwaTh 0.7 mr/kr [2].

B nuLLeBOM cbipbe 1 NPoAyKTax Anis onpeaeneHns
Ni, coegnHeHMs KOTOPOTO MPU BbICOKUX COAEPXKAHUSX
06n1agaroT TOKCUYHOCTBHO [3], MICNOMb3YTCHA CNOCOObI
CYXOW, MOKPOW MUHepanusaumm n KNCSIOTHOM 3KC-
Tpakuum [4]. Cywecteyet FOCT 28414-89 [5], B npu-
NOXEHWUU KOTOPOro U3NOoXeHa MeToanKa onpeaeneHus
Ni B KynMHapHbIX, KOHOUTEPCKNX 1 XI1ebonekapHbIX
Xupax B YCIOBMUSIX 3aBOACKUX NabopaTopuii ¢ nc-
Nnofib30BaHNEM CyXOro 030S1IeHNs maTepmana npoobi.
MeTopg ocHOBaH Ha obpa3oBaHMM PacTBOPUMOTO
OKpaLLEHHOro B KpAaCHO-KOPUYHEBBIN LIBET KOMIIeKca
npu B3anmogenctemm Ni ¢ AMMETUNTNIMOKCUMOM B
NPUCYTCTBUN OKUCIIUTENEN B LenoYHom cpeae. [ua-
NasoH U3mMmepseMbIX 3Ha4YEHN MacCOBOW J0MNW HUKENS
coctasnseT 0.5-20 mr/kr. Npegen nosBTopsemMocT
(r,)™ B amanasoHe 0.5-2 Mr/kr cocTaBnsieT He 6onee
30 %, B gnanasoHe 2-20 mr/kr — 15 % [5].

B na6opatopun OAO «MIMXKK» copepxaHue
Ni B npogyKkTax npv NpoM3BOACTBE MaprapuHa onpe-
0ensaT KONopuMeTpuyecknuMm MeToLoM COrfnacHo
TY 9145-181-00334534-95 [6]. [Ina nogrotoBku npo6
ncnonb3yeTcs cyxoe o3oneHne. Metog npymeHnm
B Amana3oHe 3HayeHun maccoBon gorm Ni oT 2 go
20 wmr/kr. MNpeaen NoBTOPAEMOCTY 1, HE [OIKEH npe-
BbllWaTh 1.3 Mr/Kr npy OBEPUTENBHOW BEPOATHOCTU P
=0.95. Kpome TOro, Ha KOMbUHaTe ong 3aTUX Lenemn
NCMNOMb3yT METOAMUKY, OCHOBAHHYIO Ha XNOKOCTb-
XMOKOCTHOW SKCTpaKLm Npobbl Xnpa cnnpTo3rpHbIM
pacTBOPOM OKCUITUNUAEHANDOCHOHOBOW KNCMOThI
c nocnegyoLwmm o6BOgHEHNEM peaKLMOHHOM CMe-
CW, N 3aTEM KONTOPUMETPUYECKUM ONpeeneHnem
maccoBon gonu Ni B BOAHOM 3aKcTpakTe. [lnanasoH
cogepxaHunm 0.3-57 mr/kr, npu AONyCTUMOW No-
rPELHOCTN, XapakTepusyemMon KoaPULNEHTOM
Bapuauunn 15 % [6].

[nsa Bcex MeTOAMK, N3MNOXEHHbIX B 4ENCTBYO-
LWMx cTaHaapTax, nogrotoeka npob npegcrasnseT
cobon Tpygoemkmi gnutensHbIn npouecc [7]. Lenb
HacTosLWwen paboTbl — OLEHNTb BO3MOXHOCTb UCMOSb-
30BaHUSA IKCNPECCHOr0 PEHTreHOMNyopeCLIEHTHOIo
aHanusa (P®A) onsa KOHTPOrsi TEXHOOrMYECKOro
npolecca gemetannusauum canomaca. B sapybex-
HOM N OTEeYEeCTBEHHOW NpPaKTUKe 3TOT MeTon peaKko
NCnonb3yeTcs NPy aHannse MOrIoYHO-KMPOBOW NPo-
aykuumm [8]. ccnepoBaHuMs BbINOMHANM C MOMOLLBIO
3HEeproamncrnepcnoHHOro CNEKTPOMETPA C reoMeTpren

MOSHOro BHelwHero otpaxeHus (P®A MBO) n cnek-
TpomeTpa ¢ BonHoBow gucnepcuen (PPA B[D).

Y akcnpeccHon metoankn POA dmsnko-xmmm-
Yyeckme CBOWCTBA rpagympoBoYHbIX 06pasuos (F0)
OOMXHbI OblTb aHaNOrMYHbI CBOMNCTBaM aHanumaunpye-
Moro o6bekTa. OBbIMHO ANS 3TUX Lenen NpUMeHsoT
npo6bl AaHHOro NpoAykTa, NpoaHann3npoBaHHbIE
apyrum metogom [8]. Ana cosganusa FO Heobxoanmo
pa3paboTaTb AeCTPYKTMBHYHO MeToamky POA, koTopyto
MO>XHO OTrpagyMpoBaTh C MOMOLLbI CUHTETUYECKNX
pacTBOPOB.

Pa3spaboTka 4ecTpyKTUBHON MEeTOAUKMN
P®A NBO

WccnenoBaHms BbIMOAHANN C NOMOLLbIO MPO6
canomaca, npegcrtaBneHHbix OAO «MMXK». Co-
nepxaHune Ni B npobax nameHsnocb B guanasoHe
0.5-20 wmr/kr. Mpy nogroToBke k aHanuay B COOTBET-
ctBum ¢ FTOCTowm [4] n3 maTepmana npobbl canomaca,
npegBapuTenbHO pacnaBneHHOro Ha BoasiHow 6aHe,
oTOUpanu HaBecKy Maccou 2 I 1 NoMeLLanu B npesa-
BapUTENbHO NPOKaneHHbI Turenbs. MNokpbiB Npoby
6e330nbHbIM UnNbTPoM (1/4 YacTb), COXEHHBLIM B
BUAe nupamuibl, nogxuranu ero. lNocne nonHoro
cropaHus unsTpa TUrenb CTaBUIN Ha ANEKTPONMUTKY
W HarpeBanu ero 4o obpasoBaHus BA3KON TEMHO-KO-
pYYHEBON Macchl (MpumepHO B TeveHwne 3 4). MNocne
3TOro, MOMECTUB TUreSlb B XONOAHYI0 MydErnbHYHO
neyb, Harpesanu ee BHavane o 200 °C, a 3atem go
600 °C, noBbiwas Temnepatypy Ha 100 °C yepes
kaxkable 20 muH. INpu TemnepaTtype 600 °C npokanu-
Banv npoby B TeyeHve 1 4 40 Nony4YeHUss CEPOW 301bl,
3aTem Npoby oxnaxganu cHavana B BbIKITHOYEHHOWN
neyn c OTKPbITON ABEPKOW, a 3aTeM, MOMECTMB TUreNb
B 9KCMKATOP — 40 KOMHATHOW TeMnepaTypbl. [1ns pac-
TBOPEHUS 305kl B TUrenb Aobaensanu 0.5 mn 20 %-Houn
HCI 1 6 mn GugmucTUnNMpoBaHHOW BOAbI.

PacTtBopbl aHanM3mMpoBarnu Ha peHTFeHOBCKOM
CNeKTpoMeTpe C reoMeTpmen NOfTHOrO BHELLUHEro
oTtpaxeHus (MBO) S2 PICOFOX (lfepmanus, dompma
Bruker), cHaGxeHHOro meTansnokepaMmyeckon MUKpo-
OKYCHOM peHTreHoBCcKon Tpybkon ¢ Mo-aHoaoM.
Pexwnm paboTtbl: HanpsikeHune 50 kB 1 cuna Toka 750
MKA, MakcumanbHasa mowHocTb 37 BT. [nsa Bbige-
nexus MoKa-n1MHmMm nepBUYHOrO U3nyYeHust B Crek-
TPOMETPE UCMONb3YyeTCA MHOFOCIONHbIN U30MHY Thil
MoHoxpomatop Ni/C. VanyyeHne pernctpupyercs
NonynpoOBOAHUKOBbLIM AETEKTOPOM C 3HEPTETUYECKUM
paspeweHmem meHee 150 aB Ha MnKa-nunHuun. ns
006paboTkM 3aperncTpMpoBaHHbIX CMIEKTPOB M pacye-
Ta cofepXaHui aneMeHToB B Npobe ncnonb3oBanu
nporpammMmHoe obecneyeHune «Spectra-6».

B ocHoBy paspabaTbiBaeMoi METOAMKM NMOSNOXEH
cnocob BHYTpPEHHEro ctaHaapTa, Koraa 3fieMeHTOM
cpaBHeHus cnyxuT Ga; aHanMTU4eCKMMn NNHUSMN
asnatotca Ka-nmHmm Ni n Ga.

[ns npurotToBneHnsa nanyvartens ¢ noMoLbo
posaTtopa otbupanu 1 mn pacteopa, Nofy4YeHHo-
ro nocne o3oneHus nNpobbl, n gobaBnsanu B HEro
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10 mkn ctaHgapTHoro pacteopa Ga (Merck, 1 r/n), T.e.
KOHLIEHTpaLMsa BHYTPEHHEro cTaHAapTa B pacTBope
npobbl coctaBuna 10 mr/n. MNMocne nepemelunBaHmus
oTbupanu anukBoTy o6bemom 10 MkN, HaHOCKUNK ee
Ha KBapLEeBYO NOAJIOXKKY W BbICYLLUMBANN B TEYEHME
10-15 muH. Bpems nsmeperus cnektpa 1000 c.

lMocne npoBeaeHns aHanu3a KBapueBble nog-
NOXKM, MOMELLEHHbIE B CNieLmarnbHy MOEYHYH KacCeTy,
OTMbIBaNM B HECKOJIbKO 3TarnoB: 04MCTKa HEBOPCSHBIMMU
candgeTkamm, CMOYEHHbIMM aLEeTOHOM MapKu 4Aaa; npo-
MbIBKa B JeTepreHTe 1 ganee B ANCTUIMPOBAHHON
BoAe; HarpeBaHue npu 90 °C B TeyeHne OByX YacoB
B 10 %-HOM a30THOM KMCMOTE; NpOMbIBKa BugmcTunn-
NMPOBaHHOWN BOOOW U BbICYLUMBAHUE.

[nsa oueHkn norpeLHoCcT! NOAroTOBKN Npob
K aHanuay C MOMOLLbIO AECTPYKTUBHON METOAUKU
nnaHMpoBanu SKCNEPUMEHT MO CXeMe OBYXCTYMNeH-
YyaToro AMCNepPCMOHHOro aHanusa. M3 kaxaon npoobl
canomaca 6panv nBe HaBeCku Maccom 2 r v nony4anmu
pacTBOPbI MO yKa3aHHOM BbILLE METOAMKE; U3 KAXXO0ro
pacTBOpa roTOBWM N0 ABa U3NyyaTens; v OT KaX4oro
N3 HUX OBaXxgbl M3MEPSININ UHTEHCMBHOCTY CPaBHU-
BaeMbIX NUHWIA MPU HE3ABNCUMOWN YCTaHOBKE €ro B
cnekTpomeTp. Takoe nnaHMpoBaHue 3KCnepuMeHTa
MO3BOMMIIO PA3NOXUTL CyMMapHyto aucnepcuto V.2
Ha criegyloLLne cocTaBnsoLmne:

V22 = VT23 + Vnzsn + Vo3+p,
rae V. — KoahdumumeHT Bapuaumm xapaktepusyet
TEXHMWKY 3KCMEPUMEHTA M 3aBUCUT OT CTATUCTUKUN cHETa
NUMMYNbCOB, UAEHTUYHOCTW YCTAHOBKM U3Ny4YaTens B
CMNeKTpoOMEeTp, CTabunbHOCTM paboTbl annapaTypbl
npy NocTaHoBKe ONbIToB; V. — KO3(PUUMEHT Ba-
puaumnm xapaktepmsyeT HeCcTaburbHOCTb YCIOBUN
NPUroTOBMEHUS U3Ny4aTenen n3 ogHoro pacTeBopa;
pr — KO3(bDULMEHT Bapnaumm xapaktepusyeT He-
CTabunbHOCTb YCMNOBUIM 030f1eHMs canomMaca v pac-
TBOpEeHMS 305kl (Tabn. 1).

Kak BungHo u3 tabn. 1, Hanbonblwunn BKNaa B
CYMMapHY0 MOrpeLlHOCTb aHannsa BHOCUT norpeLu-
HOCTb NPUrOTOBMEHUA U3ryYaTens U3 pacTBopa, YTo
06yCcnoBrneHo HEPaBHOMEPHOCTLIO pacrnpeaeneHus
CyXOro octartka no noBepxHOCTU noanoxku [9]. Us-
BECTHO, YTO A5 CHXEHUS 9TOr0 3dhdpeKkTa KBapLeBble
NOAMNOXKM MOKPbIBAKOT rMAPOOOBHON XUOKOCTLIO
— pacTBOpPOM CUIMIMKOHA B M30MponaHone, 4To no-
3BOSISIET NONYyYNTb NPOBY B BUAE FOMOrEHHOro NATHa
MUHUManbHoro anametpa [10]. Ans 3Toro Ha YncTyto
KBapLeByt noanoxky HaHocunu 10 mkn pacteopa
CUIMKOHA B U30MPOMaHore 1 BbICYLLMBANMW Ha NInTke
B TedeHue 30 MuH. [pn 3TOM NOBEPXHOCTb NOANOXKU
nokpblBaracb TOHKOW MPO3pavyHOn MIEHKON.

[ng konuyecTBeHHOW OLLEHKM BNUSIHWA rapogo-
Busaumm NOBEPXHOCTU NOANOXKM Ha pe3ynbTaTbl POA
N3MNOXEHHbIN BbILLE 3KCNEPUMEHT, CMIIaHMPOBAHHBIN NO
CXemMe QMCnepCcMoHHOro aHanusaa, nostopunu (tabn. 1).

ConocTaBneHue pe3ynsTaTtoB QUCNEPCUOHHOMO
aHanusa, npmMBefeHHbIX B Tabn. 1, nokasbiBaeT, YToO
rmgpocobmsaunst NOBEPXHOCTM CHUXAET 3HadYeHne
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Tabnuua 1

Pesynbratbl AUCNEPCUOHHOrO aHanu3a norpeLuHo-
CTW NOAroToBKKM Npob canomaca K 4eCTPYKTUBHOWN
meToanke POA NMBO

Komno- KoadpunumeHT Bapuaunm (%) npu
HEHTbI MCMOSb30BaHNM NOAOXKM

norpel- 1 6e3 o6paboTku CUMVKOHN3U-
HOCTY poBaHHas

V., 3.0 16

V. 7.8 27

V... 6.5 47

v, 11.0 5.7

V. NpubnuantensbHo B 3 pasa. YMeHbLUEeHMe Noytu

B 2 pasa KOMMoHeHTa V., BEpOSATHO, CBA3AHO C Tewm,
YTO NPV paBHOMEPHOM pacnpeaeneHny pacteopa no
NOBEPXHOCTUN NOAMOXKN CHUXKAETCH BNUAHNE HECTa-
OUNBLHOCTUN YCTaHOBKM M3MydaTensi B CNEKTPOMETP,
TaK Kak ero NoBepXHOCTb HE NMOMHOCTLI0 06nyyaeTcs
nepBuYHbIM U3nydeHnem. Habngaemoe HekoTopoe
YMeHblUEeHMe 3HaYeHust V, . sBNSeTCs CryyaiHbIm:
npoBepka aucnepcuii no F-kputeputo (F = (6.5)%/(4.7)?
=1.90 < F(0.05, 14, 14) = 2.5) nokasana ux ogHopoa-
HOCTb. [103TOMY NOMyY€HHbIE 3HAaYEHNSI KOMMOHEHTA
norpeLuHoCcT NpobonoAroTOBKM CneayeT yCpeaHUTb
W MPUHATL PaBHbIM pr: 5.6 %, ycTaHOBNEHHbLIM
npw ynucne cteneHen ceoboabl f= 28.

Takum 06pa3om, NpoBefeHHbIE NCCEA0BaAHSA
nokasarnu, 4YTO B OCHOBE AEeCTPYKTUBHOW METOAMKM
P®A MoxeT BbITb MCNOMb30BaH cnocob pa3noxeHns
npob canomaca, npegnoxeHHoii B FOCTe [4]; n3 no-
Ny4YeHHOro pacTBopa narnyyatenv cnegyet roToBuTb
C MCMNOMb30BaHMEM CUITMKOHU3NPOBAHHbIX KBapLie-
BbIX MOAMNOXeK. Ecnv gocturHyTast TodHocTb BygeT
HeyaoBNEeTBOPUTENBHON, TO N3 MaTepuana Kaxaon
npobbl criegyeT HE3aBMCKMMO MONyYaTh Ba pacTBopa
n ganee Ans HUX roTOBUTb MO OAHOMY U3nyyaTento,
Tak kak HaMbombLUINI BKMad B BENUYMHY V; BHOCUTCSA
Ha 3Tane 030J1eHNsi NPOObI U PaCTBOPEHMS 305TbI.

[MpoBefeHbl METPONOrnYecKne NCCreaoBaHus
pa3paboTaHHO AeCTPYKTUBHOW METOAMKN PEHTTEHOd-
nyopecueHTHoro onpegeneHus Ni B Macnoxmnposomn
NpoAyKUMmK. ToYeYHbIe OLLEHKN MPELU3NOHHOCTM yCTa-
HaBnMBanu no pesynsratam aHanuaa npob canomaca:
NOBTOPAEMOCTb XapakTepuayeTca KOadPULNEeHTOM
Bapuauum 6 %, BHyTpunabopaTopHas NpeLn3noHHOCTb
— 7.2 %. lNpwn ncnonb3oBaHUN HaBECKU Matepuana
nNpobbl Maccom 2 r 3HayeHne npeaena obHapyXeHus
Co 007 B MEPEPACYETE HA MCXOAHYIO NPOBY COCTaBUIIO
0.05 wmr/kr. MpaBunbHocTb onpeaenennsa Ni KOHTpoO-
nuposanu metoaom fobasok (Tabn. 2). B kayectse
JobaBkuM Mcnonb3oBanu pacTBop XJiopuaa HUKens
(NiCl,-6H,0), koTopbIii BBOAWMM B pacTBOp npobbl
nocre o3oneHus. Kak BugHo 13 tabn. 2, BenuymHa
BBeAEHHON J06aBKu BXOAUT B AOBEPUTENbHbBIN UHTEP-
Ban HaAEHHOro 3HA4YeHNs, YTO CBMAETENLCTBYET 00
OTCYTCTBUM 3HAYMMBIX CUCTEMATUYECKMX MOrPELLHOCTEN
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OueHka npaBurnbHOCTU pe3ynsratoB POA

Tabnuua 2

MeTtoguka Ne npobbl | Copgepxanue Ni B npobe, BenuunHa gobasku Ni (AC),
Mr/Kr Mr/Kr

B paboyen | c gobaBkon BBeAeHHas HangeHHas
[ecTpykTrBHas 1 41 7.6 4.0 3.5+0.5
(PPA MBO) 2 57 9.9 5.0 42+09
3 1.0 2.2 1.0 1.2+0.2

4 0.5 1.05 0.5 0.55+0.10

5 0.15 0.39 0.2 0.24 £0.04
SkcnpeccHas 1 0.7 2.0 11 1.3+0.3
(PPA MBO) 2 13.3 241 11.7 10.8+1.7
3 3.1 5.9 3.0 28+0.6
4 18.5 35.8 16.0 17.3+25
AkcnpeccHas 1 3.1 6.2 3.0 3103
HedeCTPYKTMBHas 2 13.3 24.3 11.7 11.0+£0.7
(P®A BL) 3 18.5 33.7 16.0 15.2+ 1.0

B pesynbratax POATIBO. Bpewms, 3aTpaumBaemoe Ha
aHanms ogHon nNpobbl, COCTaBNAET OKOMO 6 u.
Pa3spaboTaHHO MeTOANKOWM NpoaHanmM3npoBanu
rpynny npob canomaca, KOTopyH 3aTeM UCMOMb30Banm
AN rpagyvpoBaHns ABYX 9KCMPECCHbIX MeToauk POA.

Pa3paboTka aKkcnpecCcHOW MeTO4UKMN
P®A NBO canomaca

MoproToBka Npob macen K 3KCNpeccHoOMy aHa-
nn3y Ha peHTreHoBcKoM criekTpomeTpe ¢ [1BO 0bbl4HO
BKJIHOYa@eT pacTBOpeHue unu pasbasneHme npobbl
C NOMOLLbIO NOAXOASLLEro neTyyero opraHn4ecKo-
ro pacteoputens (xnopodopma, Tonyona), otbop
anuKBOTbI pacTBOpa, HaHeCEeHWe Ha MOANOXKY U
BbiCylInBaHue (ncnapexHune pacteoputens) [11-13].
B psane pabot [14-16] npn aHanu3e opraHN4eckmx
BELLECTB Ha crnekTpomeTpe ¢ reomeTpuen NBO peko-
MeHOyeTCH MCMnonb3oBaTh cnocob cTaHgapTa-goHa,
Korga CTaHOapTU3MPYOLWNM NapaMeTpoM CryXnUT
WHTEHCUBHOCTb pPacCesiHHOro 06pasLioM NEPBUYHOIO
N3ny4eHns NMHUKM aHo4a PEHTreHOBCKON TPYOKM.

Mpu pa3paboTke akcnpeccHon meToamku POA
MBO npobbl canioMaca roToBunv nyTeM pacTBOpPEHUS
HaBeckun maccon 0.25 r B 2.5 mn Tonyona ¢ nocnegy-
IOLLMM HaHeceHneM 10 MK pacTBOpa Ha CUITMKOHK-
3MPOBaHHYI0 KBapLEBYO NOASOXKY, KOTOpas nocne
BbICYLLMBaAHMWS CMyXuna nsny4dartenem. B kadyectse
CTaHOapTM3MpPYyIoLLEro napameTpa 1cnosb3oBanu
MHTEHCUBHOCTb (/) MOKa-nnHMK, HEKOTePEHTHO
paccesiHHON 0bpasuom.

[ns onpeaeneHns TO4e4HON OLIEHKM MOrPELLHOCTM
npuroToBrieHns usnyyarens (V.. ) nnaHnposanm aKkc-
NEePUMEHT Mo cxeMe 0A4HOMAKTOPHOIo UCNEPCUOHHOTO
aHanusa: gns 3Toro u3 kaxgoro pactesopa npobbl B
TOnyorie roToBUNN No ABa uany4vaTtens v oT KaXk4oro
N3 HUX HE3aBUCUMO PETNCTPUPOBAV UHTEHCUBHOCTU
NiKa-nuHum ([ )n | . OTHoweHue | /I, ncnonb3osanm
Onst o6paboTKM MO cXxemMe AUCNEPCUOHHOMO aHanusaa.
Mony4eHHble oueHkn (koadduUMeHT Bapuaumm) V.

T3

n 'V, _ 3aBUCAT OT HECTAbUNBbHOCTM TEX XKe YCIOBUN,
YTO YKa3aHbl B NpeablayLlem nrnaHe akcnepMmMeHTa no
cxeMe ABYX(PaKTOPHOro ANCNepPCUOHHOIo aHanmaa, n
paBHbl cooTBeTCTBEHHO 3.1 1 15.3 %. KoadhuumeHT
Bapvauun, xapakTepusyoLnin CyMMapHyo norpeLu-
HOCTb V;, paBeH 15.6 %. Bbicokne 3HaveHus V,
yKas3bIBatoT Ha TO, YTO, HECMOTPS HA CUINTMKOHN3aL M0
NOANOXKW, pacTBOP HEPAaBHOMEPHO pacnpeaens-
€TCs Mo ee NOBEPXHOCTU, a BonbLIoe pasnuyne B
AnvHax BonH NiKa- n MoKa-numHuin (CooTBETCTBEHHO
A, = 0.1658 Hm 1 A, = 0.0711 Hm) genaet y4yeT aT0-
ro adpdgekta MmeHee 3aPPEKTUBHBIM, YEM ITO UMe-
N0 MEcTOo B AeCTpyKkTMBHOI meToauke POA MNMBO
(As, = 0.1340 Hm). [inA ymeHbLUEeHUSA NorpeLHocTyn V;
cnepyeT u3 pacteopa npobbl roToBUTL 2-3 n3nyvarens,
YTO MO3BOMUT YMEHBLLUTL 3HaYeHne V..

Ons onpeneneHust Ni B npobax canomaca uc-
nonb3oBanu cnocob ctaHgapTa-goHa. JIMHENHOCTb
rpadpouka I /I = f(C,,) xapakTepnayeTtca koadduum-
€HTOM koppensuun r, = 0.991 npmn rxy(0.01, 12)=0.661.
KoadhpuumeHT Baprauum V,, xapakTepuayoLum
pacceB 3KCNepUMEHTalbHbIX TOYEK OTHOCUTENBHO
TeopeTn4eckom NPSAMON NMMHUKN (OCTaATOYHYHO OM1C-
nepcuio), coctasnsiet 14.7 %. [Npu aToM Kaxaas akc-
nepuMeHTarnbHasa To4ka nofnyyeHa npu ycpegHeHnum
2-3 He3aBNCUMbIX M3MepeHUi. [1ony4eHHble AaHHbIe
yKasbIBatoT, YTO XapakTepun3oBaTb Ka4eCTBO JIMHENHOWN
3aBMCUMOCTM TOSBbKO C MOMOLLIbIO KO3dhdmLUMeEHTa Foy
HEA0CTaTo4HO, HeOBX0AMMO NPUBOANTL 3HaYeHne V.

[MpoBedeHbl MeTponornyeckne nccnegosa-
HUSA pa3paboTaHHOW 3KCMPECCHON MeToaukn POA
MBO. MNpu pacuete C ,, CTAHAAPTHOE OTKNOHEHNE
o,., onpenenanu kak pasépoc mMexay sHauyeHus-
MW MHTEHCUBHOCTEN (POHA, N3MEPEHHbIX PALOM C
aHanuUTMYecKoW NMMHNEN 3rieMeHTa OT HECKOISTbKUX
nanyyartenen, MPUroToBeHHbIX OT NPO6bI C ManbIm
cogepxanunem Ni. MNpegen obHapyxeHusa Ni B cano-
mace C,,,, coctaBnset 0.5 mr/kr. lMoBTOpSIEMOCTb
xapaktepusyetcs koadpuumeHTom Bapmaumm 10 %
n 7 % cooTBETCTBEHHO ANnsa nogananasoHoB 0.5-5u
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5-20 wmr/kr; BHyTpunabopatopHas npeLn3MoHHOCTb
cooTtBeTcTBEHHO 13 1 9 %. MNpegen noBTopsiemMocT
(r,)°’™ paBeH 27.7 1 19.4 % cOOTBETCTBEHHO AN NnoA-
aunanasoHoB 0.5-5 n 5-20 mr/kr. Bpems, 3aTtpaynBa-
€MOoe Ha NpoBeJeHVe O4HOro aHanu3a, coctaBnseT
npumepHo 30 MUH.

YyutbiBas npusegeHHble B FOCT [5] 3HaueHus
(r,)°™, MOXHO 3aKMO4MTb, YTO paspaboTaHHas MeTo-
OVKa He yaoBrneTBopsieT TpeboBaHMAM K TOYHOCTH,
0Cc0BEeHHO Npu aHanm3e Npob C BbICOKNM COAEPKAHNEM
Ni. BmecTte ¢ Tem cnegyeT oTmeTuTb, 4to FOCT [5]
npeabsaBnseT TpeboBaHMs K pesynsrataMm aHanuaa
roTOBOW NPOAYKUMM. MOXHO OXnaatb, YTO NpU KOH-
TpoJie TEXHONOrM4YeCcKoro NpoLiecca OHN MOryT ObITb
MeHee XeCTKUMMU.

MpaBunbHocTb pesynstatoB POA MNMBO koHTpO-
nupoeanu metogom gobasok (tabn. 2). B pacnnas-
NEHHBIN canomac BBOAWUIM pacCYMTaHHOE KONMYECTBO
nobaBku B BuAe pacTBopa aueTunasetoHaTa HUKens
B TOMyone, TwaTtenbHO NepeMeLLmBany 1 pacTBOPSM
B Tonyone. M3 kaxxgow npobkl ¢ gobaskon n 6e3 go-
GaBKkM NPUrOTOBWIY MO ABa U3ny4vaTens, Kaxabli U3
KOTOpbIX NpoaHanuanpoBanu asaxabl. Kak BngHo n3
OaHHbIX, NPYBEAEHHbIX B Tabn. 2, cuctemaTnyeckas
norpeLHocTb B pesynbtatax POA MNMBO He3Hauvnma.

Pa3paboTka aKkcnpeccHOW MeTOAUKMN
P®A B[] canomaca

ViccnepoBaHus NpoBOAUIM Ha CKaHMpPYOLLEM
cnektpomeTpe VRA-30 (pmpma Carl Zeiss, [epmaHus).
PeHTtreHoBckas Tpybka ¢ Ag-aHogoMm, paboTatoLlas
B pexunme — HanpsbkeHme 50 kB, cuna Ttoka 20 MA.
WanyyeHune pasnaranu B cnektp no metogy Connepa
kpuctannom LiF(200) n peructpupoBanu CuMHTU-
naumoHHbIM aetektopoM Nal(Tl). AHanuTudeckom
nuHuen cnyxuna NiKa-nnmHnsa, MHTEHCUBHOCTb hOHa
N3Mepsnn ¢ KOPOTKOBOMHOBOW U ATIMHHOBOJSTHOBOWN
ctopoH oT NiKa-nuHun. CpegHee 3HavyeHue (Iqa) uc-
nonb3oBanu Ans yyeta goHa (/= INi+dp_ ch) M B Ka-
YeCcTBe CTaHAAPTU3MPYIOLLLEro NnapameTpa B cnocobe
cTaHgapTa-oHa, NONOXEHHOro B OCHOBY 9KCMPECCHOW
(HegoecTpyKTUBHOW) METOAMKM aHanmaa.

WM3nyyarenu rotoBunn, noMmeLas pacnnasneH-
HbIi MaTepuarn B N1acTMacCOBYHO KIOBETY C AHOM 13
ManrnapoBOW NMEHKW, a 3aTeM oxriaxgas ux B Xono-
annbHuke. OueHnBany BNMsiHME Macchbl (m) MaTepuana
NpoObl Ha pe3ynbTaTbl aHanM3a, USMeHsS 3Ha4YeHne
mot 3 o 15r. YcTaHoBUAN, YTO NpY NCNONb30BaHUMU
HaBecku m < 5r nog Bo30encTBMEM PEHTTEHOBCKOIO
n3ny4veHus matepuan 6bICTpO HarpeBaeTcs 1 pac-
cnavBaeTcsl, U3MeHsIs NOBEPXHOCTb uanyyatens. MNpu
ncnone3oBaHum Haseckn m = 10 r hopma nuanyyarens
COXpaHAETCH B TeYEHMNE BPEMEHN U3MEPEHUS UHTEH-
CVBHOCTW NYHUK 1 poHa.

Ansaonpeaenexns norpewHoctn V. npo6onoa-
rOTOBKM MIIaHUPOBaIn 3KCMEPUMEHT MO CXeMe OfHO-
¢aKkTOpPHOro AMCNEPCUOHHOMO aHanmsa, aHanorn4yHon
TOW, YTO NPUMEHSANN Npy paspaboTke MeToankm POA
MBO. N3 maTepmnana kaxzaon npobbl roToBMAM ABa
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Ta6bnuua 3

PesynbTaThl MCNEPCMOHHOro aHanmnaa norpeLuHocT
noaroToBkM Npob canomaca Kk HeAeCTPYKTUBHOM Me-
Toauke POA B4

C,» Mr/kr KoMnoHeHTbI KoadpcpuumeHT
MOrpeLHOCTH Bapuaumu, %
0.5-1.0 V., 10.5
7 H/3
V; 10.5
1.0-20 V., 6.1
V.. H/3
vy 6.1

I'Ipmmeanme: H/3 — norpeLHoCTb He3Ha4Ynma.

nanyyatena maccoun 10 r n OT Kaxaoro n3mMepsnu
WHTEHCUBHOCTU NIMHUU U (poHa npu HeE3aBUCUMOK
ycTaHoBKe obpa3La B CNEKTPOMETP.

Mpu cTatnctuyeckon ob6paboTke 3HAYEHUN
l\/l, Npobbl B 3aBUCMMOCTM OT COAEPKaHUS B HUX
Ni pa3bunu Ha gse rpynnbl: 0.5-1.0 n 1.0-20 mr/kr
(Tabn. 3). Ana obounx nogananasoHOB NOrPeLLUHOCTb
V .. He3Hauuma Ha doHe cocTaBnstowen V. 310
yKa3bIBaeT Ha TO, YTO NP NOAroTOBKe NPob K aHanu3y
uenecoobpasHo roToBUTb OOMH U3nyyaTernb 1, No
KpanHen Mepe, ABaX bl U3MEPSATb OT HEFr0 3HAYEHMUS
I V1 -

[ns nocTpoeHus rpagympoBOYHON (OYHKLINN
INi/Iq)= f(C,;) B kauecTBe 'O ncnonbaosanu npoodsi
canomaca, npoaHanua3npoBaHHbIe 4eCTPYKTUBHOW
meToankon PPA MBO. Npaduk nuHeeH: = 0.991,
V, = 13%.

Wany4aTtenu, npuroToBreHHbIE N3 canomaca,
4edopMmpyoTCS NOCINE HECKOMbKUX U3MEPEHMUI OT HUX
WHTEHCUBHOCTEMN INM’ " l(b, YTO 3aTpyAHSAET KOHTPOIb
rpagyMpoBOYHOro rpadmka co BpemeHeM. [1oatomy,
B COOTBETCTBMM C pekomeHgaumsmn pabotol [17],
ObINM co34aHbl KOHTPObHbIE 06pas3Lbl, CTabunbHbIE
BO BPEMEHW, KOTOPbIM ObININ NPUCBOEHbI YCNOBHbIE
coaepxaHus (Cycn). [lns aToro HaBecky GOPHOM KuC-
noTbl Maccon 25 r noMeLlann B araToByl CTYMNKY
W BBOAUNW Tyaa onpeaeneHHbii 06beM BOAHOrO
pacTtBopa coeauHeHus Ni. lNocne nogcywmsaHna
B CYLUMNBbHOM LUKady maTtepman nepemelumsanu B
TeyeHue 40 MnH ¢ gobaBneHnem ataHona. 3atem
13 Hero 6Gpanu HaBecky maccor 10 r 1 npeccoBanu
TabneTky-n3ny4atens. Taknum 06pasom, NPUroToBmm
7 kOHTpornbHbIX 00pa3uoB (KO). YTobbl ycTaHOBUTL
ycnoBHble 3HaveHus anst KO, 0oqHOBPEMEHHO OT HUX 1
'O pernctpmpoBanu MIHTEHCMBHOCTU lNi+qo " l¢. Takune
N3MepeHNs B YCINOBUSIX BHYTprunadbopaTopHOM npe-
LIM3NOHHOCTM MOBTOPANN TPUXAbI M pacCUMTbIiBaNu
cpeaHve sHadenns (I/1,)° ans O u (I/1,) ans KO.
C nomoLLbto (INi/Icp)ro onpenensnv rpagynpoBOYHYHO
hYHKLIMIO, C MOMOLLbHO KOTOPOW yCTaHaBnmMBanm 3Ha-
yeHus C  Ans KO, ucnonb3ays (1/1,)°. KO xpanunu 8
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3KCUKATOpPE 1 B AanbHewwen paboTte NPUMEHSANN UX
ANA KOHTPONA rpaayMpoBoYHoro rpadpuvka /, /I o f(Cy)-

MpoBeaeHbl METPONOrMYeCcKMEe UCCea0BaHMSA
HeJecTpykTuBHon metoaukm POA canomaca. Mpegen
obHapy>xeHus Ni coctaBnsiet 0.6 mr/kr. [loBTOpsieMocTb
XxapakTepusyeTtcsa KoadumLneHToM Bapmaumm 5.2 n
2.5 % cooTBeTCTBEHHO Ans nogauanasoHoB 1-5 1
5-20 mr/kr; BHyTprnabopaTtopHas NPeLn3noHHOCTb —
COOTBETCTBEHHO 6.4 1 3.5 %. Npegen noBTOpsseMocTu
(r,)°™ paBeH 14.4 n 6.9 % cooTBeTCTBEHHO. Bpems,
3aTpaynmBaemoe Ha nNpoBefeHne OJHOro aHanmsa,
coctasnsieT okoro 30 MUH.

[MpaBunbHOCTb OUEeHUBann metogom goba-
BOK. [lo6aBKy BBOAMMW B pacnnaBneHHbINn cano-
Mac B BMAe pacTBOpa aueTunaleToHaTa HUKens B
Tonyone. N3 npob ¢ pobaskon n 6e3 nobasku ro-
TOBUNK no ABa mnsny4varensa maccoun 10 r, kKoTopble
ABaxabl npoaHanuauposanu (tabn. 2). Kak BuaHo us
Tabn. 2, cuctematmyeckasi CocTaBnsitoLLLasi norpeLw-
HOCTW HEe3Ha4Ynma.

3aknryeHue

lMpoBeaeHHbIe nccrneaoBaHns nokasanu, 4To
PEHTreHO(NyOPECLEHTHLIN METOL MOXET ObIThb MC-
MONb30BaH A1 KOHTPOIS TEXHOMOMMYECKOro npouecca
O4YUCTKM canomaca OT JMCNEePCHOro KkatanuaaTopa
npv NPON3BOACTBE MACIOXUPOBON NpoayKumu. Mpu-
MEHeHMe 3KCnpeccHbIX MeToank onpegeneHuns Ni B
cariomace MCK4aeT CTaanto 030M1eHUsa MaTepmana
NpoBbl, YTO CYLLLECTBEHHO COKpaLLaeT BpeMs aHanms3a
oaHon npobbl (8o 30 MuH) 1 no3BonuT Gonee ad-
hEeKTMBHO CreamnTb 3a MpoLEeccoM AemeTannmaaunm.
MpyMeHeHe cnekTPoOMETPOB C TPaAAULIMOHHOW reo-
meTpuen (POA BLl) ona onpeaenexus Ni B canomace
bonee npegnoYTUTENBHO, Tak Kak B 3TOM Cryyae
CyMMapHasi NorpeLHoOCTb aHann3a MeHbLUE, YEM
npv ncnons3osaHum POA MNBO. [ina onpegenexHus
cogepxanus Ni B rpagynpoBOYHbIX 06pasLax MOXHO
NCnonb3oBaTh AECTPYKTUBHYO MeToamky POATIBO, B
OCHOBE KOTOPOW UCMONb3yeTCs CNocob pa3noXeHus
npo6, onucaHHbin B FTOCT 26929-94.
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STUDYING THE POSSIBILITY OF XRF APPLICATION TO THE
CONTROL OF NICKEL CONTENT IN HYDROGENATED FAT IN THE
MARGARINE PRODUCTION

G.V. Pashkova', A.N. Smagunova?, N.V. Lovtsova?, E.N. Korzhova?

! Institute of the Earth’s Crust, SB RAS
128 Lermontov Str., Irkutsk, 664033, Russia
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The possibility of rapid X-ray fluorescence determination of Ni in the products of hydrogenation
of vegetable oils (hydrogenated fats) was evaluated using the energy dispersive total reflection
spectrometer and wavelength dispersive spectrometer. For the calibration of rapid wavelength dispersive
X-ray fluorescence (WDXRF) and total reflection X-ray fluorescence (TXRF) techniques, which are
based on the signal-to-background ratio method, the samples were used which were analyzed by
TXRF after ashing. Metrological characteristics of the techniques were evaluated and compared with
the accuracy requirements specified to the analysis of the fatty products.

Key words: X-ray fluorescence analysis (XRF), WDXRF, TXRF, Ni determination, fatty products,
hydrogenated fat.



