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BBEJAEHHUE

Axkmyanvbnocms padbomul

XuUMHsI BBICOKOYHMCTBIX BEIIECTB OXBATHIBACT JiBa IIOOANBHBIX ACMEKTa Mpo-
O5emMbl — GyHIaMEHTAIBHBIN U MPUKIaaHON. DyHIaMEeHTaIbHBIN aceKT 00yCIOBICH
MpEeXE BCErO TEM, UTO MPOCThIE BHICOKOUUCTHIC BEIIECTBA SBJISIIOTCS MPOTOTUIIAMHU
sanemMeHToB llepuogmyeckoid cucrtembl. UeM BbIIIE JOCTUTAETCS YHCTOTA 3TUX Be-
IIECTB, TEM OJIMKE MBI TTOJIXOIMM K UX CBOMCTBAM, 00YCIIOBICHHBIM COOCTBEHHOM XH-
MUYECKON U (PU3UUECKON CYIIHOCTBIO DJIEMEHTOB, a HE BIMSHUEM COJIEPKAIIUXCS B
HUX npumeced. [IpukiagHOl acneKT XMMHUH BBICOKOYMCTBIX BEIIECTB HEPA3IAECIBHO
CBSI3aH C Pa3BUTHUEM HAYKU U TEXHUKU B CAMBIX pa3HOOOpa3HBIX MPOSBICHUSX, 3/1€Ch
YHUKaJIbHBIE CBOMCTBA BBICOKOYMCTBIX BEIIECTB MPUBHOCSAT HOBBIE BO3MOKHOCTH B
oOyact mpaktuieckoro npumeHerus [1]. [IpucyTcTBue npumeceit HUBEIUPYET COO-
CTBEHHBIE CBOMCTBA BBICOKOUMCTOI'O BEILIECTBA, NPUYEM BIIMSIHUE KOHKPETHOW MpPH-
Mecu Ha (YHKIMOHAIbHBIE CBOMCTBA 3a4acTyIO0 ONpPENeNsieTCs KOHIIGHTpaluen mpu-
MECH U HOCUT MOPOTOBBIN XapakTep. Y CHexX pa3BUTUSI METOJIOB MOJYyUYEHUS! BBHICOKO-
YUCTBIX BEIIECTB, CO3/JaHNE HOBBIX MaTEpUAJIOB U MPUOOPOB HA UX OCHOBE BO MHOTOM
3aBUCUT OT MaKCUMAJILHO TMOJTHOTO 3HAHUS MPUMECHOTO COCTaBa.

BrICOKOUHCTHINA KaAMUHN SIBISIETCS KIIOUEBBIM KOMIOHEHTOM (DYHKIIMOHATBHBIX
MaTEPUAJIOB, UCIIONL3YEMBIX [UIS IOIydeHus noaynpoBogaukos Tuma A'BY! nerek-
TOPOB, PETUCTPUPYIOIINX TaMMa U PEHTIEHOBCKOE U3JIydeHUe, POTOITIEKTPUUECCKUX
A4eeK. BhICOKOUHCTBIA OKCUJ KaJAMUSL — MPEKYPCOP I CUHTE3a KPUCTAIIJIOB BOJIb-
dbpamara KkagaMusi, KOTOPbIC MEPCIEKTUBHBI JJIs1 UCIIOIB30BaHUS B KQUECTBE CIIMHTHUII-
JISIUOHHBIX MAaTEPUAJIOB JIJI1 PEHTT€HOBCKOM TOMOTrpaduu, MpU IETEKTUPOBAHUH ME/I-
JIEHHBIX HEUTPOHOB.

V3BeCTHBI METOAMKH KOJUYECTBEHHOI0 XuMudeckoro ananusa (KXA) kaamus u
€ro OKCHa, 00JIbIlIast YacTh U3 HUX OCHOBAaHA HA MCIIOJIH30BAHUN CIIEKTPATIBHBIX TIPH-
0opoB BTopoit mojoBuHBEI XX Beka. 3a nocienane 20—30 neT MmosSBUINCH HOBBIC HC-
TOYHUKHU BO30YXKEHUS U MOHU3AIUMH, ONTUYECKUE CXEMBbI, 3HAUUTEIHHO yBEIMYCHA

CKOPOCTb U HYYBCTBUTCIIbHOCTD JCTCKTUPOBAHMA. DTO CTaBUT HOBEIE 3aJa4M 110 OOCHKC



AHAIMTHUYECKUX BO3MOJKHOCTEH M COBEPIICHCTBOBAHMIO CYIIECTBYIOIIUX METOAMK
KXA.

CodeTanre BO3MOKHOCTEH MHCTPYMEHTAIBHBIX METOOB C IPEIBAPUTEIBHBIM
KOHIICHTPHUPOBAHNEM MUKpOTIpUMeEceil sBisieTcst 3QPEeKTUBHBIM CITIOCOOOM CHUKECHHUS
npenesoB oOHapyKeHUs MUKporpuMeced. [Ipumenenne aHaIUTHYECKUX BO3MOXKHO-
CT€ COBPEMEHHOI'O AaHAIIUTUYECKOT0 000pYI0BaHUS IpU pa3pabOTKe KOMIUIEKCA UH-
CTPYMEHTAJIBHBIX U KOMOMHUPOBAaHHBIX MeTOAUK KXA Kagmus u ero okcuaa 4ucTo-
Toil oT 2N 1o 7N siBisieTcs akTyalbHBIM BBHUJY HEIOCTATOYHOM MH(POPMATUBHOCTU
cymecTByromux Mmetoauk KXA kagmust.

Cmenens pazpabomannocmu memvl UCc1e006aHUA

B Hactosimiee Bpemsi Oouibllio€ BHUMaHUE YAENSAETCS CHUHTE3Y M HU3YUCHHIO
CBOMCTB COEMHEHUI HAa OCHOBE Kaamusi. OcoOblii HHTEPEC BBI3BIBAIOT COCAUHEHUAM
kaamus tana A''BY!, koTopbie NposBIISIOT BEICOKYIO 4YBCTBUTEIBHOCTD K PA3IMIHBIM
BUJIaM 3JIEKTPOMarHUTHOTO U3iydeHHst. OCHOBHBIMU CIIOCOOAMU MOJTyYEHUS BBICOKO-
YUCTOrO KaJMHUSI ABJISIFOTCS SJIEKTPOJIMTUYECKOE papUHUPOBAHNE, BAKYyMHAas TUCTUJI-
JSUs ¥ 30HHAs miaBka. [lomydyenune kaaMmus Hanbosiee BBICOKOM CTETEHU YMCTOTHI
JIOCTUIaeTCsA COYETAaHUEM YKa3aHHBIX BbIlIe criocoOoB. Kaxapiii cnocod ouncTKu 3¢-
(deKTuBEH Il ONpEAeNICHHON Ipynibl npuMeceil. Pa3paboTka, cOBEpILIEHCTBOBAHUE
METOJIOB ITyOOKOW OUMCTKU U KOHTPOJIb KaueCcTBa MOJYNPOBOJHUKOBBIX MaTEpHajIoB
HEBO3MOKHBI 0€3 Pa3BUTHs BHICOKOUYBCTBUTEJIbHBIX U MHOTO3JIEMEHTHBIX METO/IOB
KOJINYECTBEHHOTO XMMUYECKOI'0 aHaJIN3a.

NHpopMaTUBHOCTh METOA ABJISIETCSI MHTETPAJIbHON XapaKTEPUCTUKON aHa-
JUTHYECKUX BO3MOxkHOCTeW KXA, onpenensercs kak miomaab Mol KpuBOM, OCTPO-
CHHON B KOOpAMHATAX, TJ€ MO OCH aOCLUCC OTIIOKEHBI MpeIebl 0OHAPYKEHUSs, a I0
OCH OPIHMHAT KOJMYECTBO OMNPEAECIAEMBIX IIPUMECEN U3 OJHOW HaBECKU. B kadecTBe
npumMepa Ha puc. | nmpuBeneHa HHPOPMATUBHOCTh MHCTPYMEHTAIBHBIX METOAUK (0e3
IIPEIBAPUTEIBHOTO KOHLIEHTPUPOBAHUS ), UCIIOIb3YEMBIX JUIS XapaKTePU3aLMH BBICOKO-

YUCTBIX KaIMHA 1 €10 OKCHAA.
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Puc. 1. ConocraBnenue napopmatuBHOCTH MeTOAMK KXA KagMus u ero okcuaa
BBICOKOH YHCTOTHI 0€3 MpeIBapUTEILHOTO KOHIICHTPUPOBAHUS TTPHUMECEH.
1-®M, 2 -ADC AIIT, 3 - ADC UCII, 4 — MC UCIIL, 5 — MC TP.

BricoTa cT0011a COOTBETCTBYET KOJIMYECTBY ONPEAEISIEMbIX IPUMECEH, ILITPU-
XOBKa 30HBI COOTBETCTBYET KOJWYECTBY MPUMECEH, ONPENEIAEMBbIX ¢ KOHKPETHBIM
npenenoM odoHapyxkeHus. CrenoBarenbHO, HHHOPMATUBHOCTh METOAUKHU OMPEIEIIs-
€TCsl BBICOTOM €cTOJI0A U pa3MepaMu 30HbI, COOTBETCTBYIOLEH MUHUMAJIBLHBIM Ipee-
j1am obHapyxeHusi. BunHo, 4To nHGOPMATUBHBIMU CPEId OIMyOIMKOBAHHBIX METOIUK
KXA kagmus 1 ero okcuja sBIsitOTCS aTOMHO-3MHUCCUOHHBIE U MacC-CIIEKTPAJIbHbIE Me-
TOJIBI C BO30Y)KJICHHEM B MHAYKTUBHO cBsizaHHOM tuiazMe (ADC UCITu MC UCII), MC
¢ Tierontum paspsaom (MC TP).

B cBsa3u ¢ aktuBHbIM pazsutueM ADC UCIT u MC UCII meTtonoB ananmsa oye-
BUJICH MOTEHIMAN JJIsl COBEPIIEHCTBOBAHMS CYLIECTBYIOLIIMX METOIUK IS XapaKTe-
pHU3alui BHICOKOYUCTBIX BelecTB. Heo0X0qumo pacipuTh aHaIUTHYECKHUE BO3MOXK-
HOCTH CYLIECTBYIOLIMX METOJMK aHalIM3a KaJMHUs, JOMOJIHUB HA0Op ONpenessieMbIX
npuMecei, He 3a0bIBasi O BaXKHOCTH CHUIKEHMS YPOBHS MPEAEIOB OOHAPYKEHUS dJie-
MEHTOB-TIPUMECEN.

Heabio padoThbl sBisUIach pa3paboTka KoMIUIEKca WH(POPMATUBHBIX aTOMHO-
YMUCCUOHHBIX U MACC-CIIEKTPAJIbHBIX METOAUK aHAIM3a KaAMUs U €ro OKCUAA YUCTO-
To#1 0T 2N 10 7N Ha cOBpeMeHHOI MHCTpyMEHTaIbHOM 0a3e. B paMkax mocTaBieHHOM
LY PEIIAIN CIAeAYIOIIHe 3a4a4H:

- pa3paboTka WH(DOPMATUBHON U IKCIPECCHOM WHCTPYMEHTAIBLHON aTOMHO-

OMHCCHOHHOW C BO30YXICHHEM B WHIYKTHBHO cBs3aHHOW miazme (ADC UCII)

7



Metoaukn KXA kaamus u ero okcuaa yuctoroid oT 2N 10 SN BEIOOp onTUMAaNbHO-
KOMITPOMHUCCHOM KOHIIEHTPAIIMd MAaTPUYHOTO KOMITOHEHTA, aHATUTHYCCKUX JIMHHMA
JUIsL JOCTOBEPHOTO OMPEEICHUS 3JIE€MEHTOB-TIPUMECEH, ONTUMU3AIUS UHCTPYMEH-
TajabHBIX apameTpoB (MomHoctu UCII, ckopoCcTH NOTOKA ra3a HOCUTEN);

- pa3paboTKa MacC-CIIEKTPAIbHON ¢ BO30Y)KJICHHEM B WHIYKTUBHO CBS3aHHOU
mnazme (MC UCIT) metonuku KXA kanmus u ero okcuaa unctorord 2N-4N: Beioop
ONITUMAJIbHO-KOMITPOMHCCHOM KOHIIEHTPAIIMH MaTPUIHOTO KOMITOHEHTA, aHAJTUTHYC-
CKUX M30TOIOB 3JIEMEHTOB-TIpUMECEH, BBIOOp MHCTPYMEHTAIbHBIX MMapaMeTpoB (MOIII-
Hoctu UCII, ckopocTu mOoTOKa ra3a HOCUTEIs);

- pazpabotka meroauku ADC VUCII ananuza kaaMus ¢ UCTIOIb30BaHUEM AJIEKTPO-
tepmudeckoro ucnapenus (ITH) mis BBoma npod, 0O6ecTeunBaroIero pasiebHOe
MCIIAPEHNE MATPHULbI U MUKpoInpuMecel. [IpoBenenne ontnMuzanuy TeMIepaTypHOu
nporpammbl DTH, HaBecku ucciemnyeMoro odpasiia, aHATUTUUECKUX JIMHUN ornpee-
JISIEMBIX JIEMEHTOB;

- pa3zpaboTka koMOuHupoBaHHO ADC MCII MeTonuKy aHanu3a KaJMHusl YUCTO-
Toit 4N-6N ¢ npenBapuTeIbHBIM KOHIICHTPUPOBAHUEM MUKPOTIPUMECEH Ha COOCTBEH-
HOM OKCHJIE, TTPOBEPKa MOJHOTHI KOHIICHTPUPOBAHMS TIpUMecel (BBIOOP ONMTHUMAah-
HBIX TEMITepaTyphl M JABJICHUS JUTs POBEJCHUS BAKYYMHON OTTOHKHW KaJIMHUS );

- pazpabotka komOouHUpoBaHHOU MC VCII MmeTonuku aHamu3a KaaMus YUCTOTOM
4AN-7N c npeaBapuTelIbHBIM KOHUEHTPUPOBAHUEM MUKPOIIPUMECEN Ha COOCTBEHHOM
OKCHJIe, TIPOBEpKa IMOJTHOTHI KOHIICHTPUPOBAHUSI MpUMECEH (BBHIOOP ONMTUMAabHBIX
TEeMITepaTyphl ¥ TaBJICHUS 71 TIPOBEICHUS BAKYYMHON OTTOHKU KaJIMFsl );

- MPOBEJICHUE JIJIsI KaXKJIOW pa3pad0OTaHHON METOAMKHU CIEIUaIbHBIX JKCIEPH-
MEHTOB JJIS OIEHKH METPOJIOTHYECKUX XapPaKTEPUCTHK.

Hayunaa noeusna padomul

Hayunast HoBu3Ha pabOThI 3aKJIFOYAETCS B CO3AHUH KOMITJIEKCA MHCTPYMEHTAIb-
HbIX 1 KoMOuHUpoBaHHBIX ADC NCIT u MC UCII meTonuk aHanu3a KagMus U €ro
OKCH/JIa Pa3JIMYHON CTETICHU YUCTOTHI C IEJIBI0 MOJYYeHUsI MAaKCUMaJIbHO MOJTHOM WH-

dbopmaruu 00 IEMEHTHOM COCTaBe 0OBEKTOB aHAIN3A.



PazpaboTtanbl 1B HHCTPYMEHTAIbHBIE METOAUKH:

- ADC HCII meronuka aHanu3a, MO3BOJISIOIAS OMPEAEINUTh CTEIIEHb YHCTOTHI
kaamus u ero okcuaa ot 2N 1o SN3. CornacHo JaHHON METOAMKE BO3MOXKHO OIpe/ie-
nenue 51 npumecu ¢ npeaenamu odnapyxenus: (1-7)-107" % mac. nna Ba, Be, Ca, Cu,
Dy, Er, Eu, La, Li, Lu, Mg, Mn, Nb, Sr, V, Y, Yb, Zn u Zr; (1-5)-:10° % mac. gua Al,
As, Cr, Ga, Gd, Hf, Mo, Ni, P, Pr, Re, Sb u Ti; (1-5)-10° % mac. nna Ag, Au, B, Bi,
Ce, Co, Fe, In, K, Na, Pb, Rb, Se, Si, Sm, Sn, Ta, Tb u W;

- metoauka MC UCII ananuza, ¢ MOMOIIBIO KOTOPOH BO3MOXKHO OLICHUTH YH-
croty kagmus u ero okcuaa ot 2N 10 4N8 o 50 nmpumecsm ¢ mpenenaMmu oOHapyxe-
aus:  (2-7)-10% % wmac. mma Er, Ho, Lu, Pr, Th, Tm wu Yb;
(1-8)-10 " % mac. nns Be, Ce, Co, Ga, Gd, Hf, La, Mn, Nb, Rb, Re, Sh, Sm, Sr, Ta, V,
Y u Zr; (1-7)-:10° % mac. nna Ag, As, Au, Ba, Cr, Cu, Dy, Eu, Mo, Nd, Ni, Pb, Sc, Sn,
Te, Ti, Tlu W; (1-5)-10"° % mac. s B, Bi, In, Mg, Zn; (4-10)-10* % mac. aus Ca n Na.

Jnsa npanubix Metonguk KXA ompeneneHpl aHaTUTUYECKUE JTUHUN/U30TOIIBI dJie-
MEHTOB-TIPUMECEH B IPUCYTCTBUU MAaTPUIHOIO KOMIIOHEHTA (KaJIMHs1), BRIOpaHa KOH-
LIEHTpalys KaamMus. BeInojHeHa ONTUMU3AIUS TIEPBUYHBIX ONIEPALIMOHHBIX MapaMeT-
poB UCII (ckopoCTh TpaHCIIOPTUPYIOIIETO MOTOKA aproHa, momHocth MCII), Tak kak
M3MEHEHHE JTaHHBIX MapaMeTPOB MPUBOJUT K 3HAYUTEIIbHBIM BapUallUsIM UHTECHCHUB-
HOCTH aHAJIMTUYECKUX CUTHAJIOB W BIMSICT Ha MPeeibl OOHAPYKEHHUS aHAJIUTOB, CTe-
MICHb MPOSBJICHUS CIIEKTPATBHBIX U HECTICKTPATIbHBIX MATPUYHBIX TOMEX.

[IpennoxxeHsl Tpu KOMOMHUPOBaHHBIE MeTOIMKN KX A Kaamust, 1711 KOTOPBIX OII-
TUMHU3UPOBAHBI TApaMETPhl, 0OECIIeunBarole HaudoJee MOJHOE OT/ICICHUE MaTpUU-
HOT'O KOMIIOHEHTa U MUHUMAaJIbHbIE TOTEPU MUKPOTIPUMECEH.

- ADC UCII metoauka C anektpoTepmudeckuM ucrnapennem (OTHU) mis BBoaa
kaamus B ICII. s pa3padoTku qanHoi Metoauku KXA Ob10 BIepBbI€ UCIIONB30-
BaHO ycTpoucTBo maia OTU st aHanmM3a METaNIMYECKOro KaJaMUs, JaHHBIA CIIOc00
BBEJCHUA JAET BO3MOXKHOCTb Pa3/ejeHUs BO BPEMEHH MOCTYIIJIEHUSI OCHOBBI M MUK-
porpuMeceil B UCTOYHUK BO30YXJEHUsI, HE TPeOyeT MOMOIHUTEILHON MPOoOOMoro-

TOBKHM. I[J'IH OIITUMH3AalIUHU KOJIMYCCTBCHHOI'O OIIPCACIICHUA BHeMeHTOB-HpI/IMeCCfI BbI-



OpaHbl aHATUTUYECKHUE JTUHUH, TeMIepaTypHblid pexum DTHU, BenuunHa HaBeCcKu Me-
TaJUTMYECKOTO KaaMUsi 00€CIIeUYNBAIOIINE TOCTIHKCHIE MUHUMAIBHBIX TIPEIETIOB 00-
Hapyxxenus (IIO) u gocroBepHOEe KOJMUYECTBEHHOTO ompexaeneHus 20 mpumeceit
Ha yposHe: 6-1078% mac. qua Be; (2-9)-107 % mac. ana Au, Bi, Eu, Ga, Mn, Tiu V;
(1-3)-107° % mac. nua Al, Ba, Co, Cr, Fe, In, Ni, Sb, Smu Sn; 1-10° % mac. s Mn;

- ADC UCII meToauka aHainn3a KaJMHs C MPEIBAPUTEIbHBIM KOHIIEHTPUPOBA-
HUEM MUKPOTPUMECE Ha COOCTBEHHOM OKCHJIE MOCJIC BaKYyMHOUN OTTOHKH KaJMHS,
KOTOpast TO3BOJISIET OIIEHUTH cTerneHb YucToThl OT 4N 1o 6N8. Metoauka no3BonsieT
onpenenuts copepsxanue 40 npumeceii ¢ npeaenamu ooHapyxenus: (3-8)-108 % mac.
ans Ba, Li, Lu, Mg, Mn, Sr, Y u Yb; (1-7):10~" % mac. s Ag, Au, B, Be, Co, Cr, Cu,
Dy, Er, Fe, Ho, La, Mo, Ni, Sn, Ti, V, Zn u Zr; (1-5)-10° % mac. ana Al, As, Ce, Ga,
Gd, Hf, K, Nb, Pb, Re, Sb, Tb u W;

- MC UCII meroanka, KoTopas JaeT BO3MOKHOCTh OIEHKH CTENEHU YUCTOTHI
kaamus oT 4N 1o 7N8 mo 39 mpumecsam ¢ mpenenamu obHapysxkenus: (2-7)-1071° %
mac. 11 Ho, Lu u Re; (1-8)-:10° % mac. nus Ag, Au, Ba, Be, Co, Dy, Er, Ga, Hf, La,
Mn, Pb, Sm, Ta, Th, V u Yb; (2-6)-108 % mac. nua As, Bi, Cr, Cu, Gd, In, Mo, Ni, Sb,
Sn, Sr, Ti, Y u Zr; (2-3)-107 % mac. s B, Ce, W u Zn.

MeTonuku ¢ TpeaBapuUTEIbHBIM KOHIIEHTPUPOBAHUEM NPHMECEH IO3BOJISIOT
o0ecreunTs HanboJee HU3KUE MpeIebl 0OHAPYKEHUST MUKPOTIPUMECEH.

Ilpakmuueckas 3nauumocmso padomot

Nuctpymentanbabsie ADC UCIT u MC UCII MeToauKkun NpUMEHUMBI JUIsl IO~
TBepKIeHus cienyromux Mapok kaamus: Ka00 (4N7), KnOAC (3N8), Kn0C (3N5),
Kn0A (3N8), Kn0 (3N5), Kn1C (3N), Kn2C (2N5), Knl (3N3), Ka2 (2N8). C nomo-
b0 komOouanpoBaHHbIX ADC NUCIT 1 MC UCII meToauk MOXKeT ObITh OXapaKTepH-
30BaH kaamuit Mapok Kn0000 (6N), Kn000 (5N7), Kn00 (4N7).

Komrinekce pazpaboTaHHBIX METOIMK MOKET OBITh UCTIOJB30BaH B HAYYHO-HUCCIIE-
JIOBATEIHCKOM MPAKTUKE OPTaHU3AINH, 3aHUMAIOIUXCS KOHTPOJIEM YUCTOTHI BBICOKO-
yucThix BemecTB: MHX CO PAH (r. HoBocubupck), UXBB PAH (r. Huxuuit Hosro-
pon), MOHX PAH (r. Mockga).
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Memooonozus u memoovt OuccepmayuoOHHO20 UCCIE006AHUA

JluccepTanioHHOE HMCCIIeIOBaHNEe 0a3upyeTcs Ha HAyYHBIX pa3paboTkax oTede-
CTBEHHBIX U 3apyOE€KHBIX aBTOPOB, MOCBAIIEHHBIX BOMpPOCaM MPUMEHEHUs, MOIyde-
HUSI, OYMCTKU U XapaKTepHU3alMh XMMHUECKOTO COCTaBa KaJIMUsl U €ro OKCHIa METO-
JTaMHU: aTOMHO-DMHUCCHOHHOW CHEKTPOMETPUHU, MACC-CIEKTPOMETPUU M aTOMHO-a0-
COpOIMOHHON criekTpoMeTpuu. [lociie TIaTeabHOro U3yyeHus JIMTepaTypHbIX JaH-
HBIX OBUTM W3YYEHBI METOJIBI XapaKTepU3alUd KaaIMUs U €T0 OKCUJA Pa3IndHOU CTe-
MIEHU YUCTOTHI U pa3pabOTaH KOMILJIEKC HOBBIX HHCTPYMEHTAIbHBIX 1 KOMOMHUPOBAH-
HBIX BBICOKOUYBCTBUTENBHBIX U MHOro3jieMeHTHbIX MeToauk ADC HCII, OTHU ADC
NCII m MC HUCII anamusa. C nenbro MpegoTBpPalICHUs 3arpsI3HEHUM U3 BHELIHEU
CpeIlbl UCCIIeyEMbIX 00pa3IoB, TPOOOMOATOTOBKY MPOBOAMIN B CIEIUATBLHO 000pY-
JTOBAHHOM YHCTOM MTOMEILCHUH, KOHIIEHTPUPOBAHNE MUKPOIIPUMECEH MPOBOIUIIH MY-
TE€M BaKyyMHOW OTTOHKHA OCHOBBI B T€pMETUYHOM yCTaHOBKE. [IoMHOTY coxpaHeHus
puUMecel B KOHIICHTPATax U MPOBEPKY MPABMILHOCTH METOIUK MPOBOAMIIN CIIOCOOOM
«BBEJICHO-HAWJICHO» U CcomocTaBieHueM pe3ynpTatoB KXA ¢ pesynpraramu HE3aBU-
CUMBbIX MeTo/10B. KonuecTBEHHbIE JaHHBIE MOJIyYald MNP MOMOIIM BHEIIHEN CTaH-
JapTU3alluU C UCTOJIb30BAHUEM MHOTOXJIEMEHTHBIX CTAHJAPTHBIX PACTBOPOB C aTTe-
CTOBAHHBIM COJIEP)KaHUEM DJIEMEHTOB.

Ilonosxcenus, epinocumole Ha 3auiuny:

JIBe MUHCTpYMEHTAIbHBIE METOIUKU:

e ADC UCII metonnka a"Haimm3za KaaMusg U ero okcuaa uuctoroit or 2N go SN3,
KOTOpasi TO3BOJIAET oOmnpeaenuTs 51 mnpuMech ¢ mpefenaMu  OOHAPYKEHUs
1-107-5-107° % mac.;

e MC UCII meronnka anannsa kagMusa U ero okcuma ynuctoror ot 2N mo 4N8,
COTJIACHO KOTOpOM BO3MOXHO omnpeaenenue S50 mnpumecedl ¢ mpeneiamu
ooHapyxkenus 2-10%-4-10 % wmac.

Tpu KOMOMHHPOBAHHBIE METOJIUKH:

o ADC UCII C »neKTpoTepMUYECKUM CIIOCOOOM BBOJIa KAJMUSI B ICTOYHHK BO3-

Oy KIeHUsI, TO3BOJISIONIAs onpenenath 10 20 npumeceit ¢ mpeaenaMu oOHapyKEHUsI

or 6:10°8 10 1-107° % Mmac.:
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e ADC UCII MeTtonuka aHaliv3a KaJAMUsA C NPEABAPUTEIBHBIM OTAECIECHUEM OC-
HOBBI BAKYYMHOU OTTOHKOMW Yepe3 TNIEHKY COOCTBEHHOTO OKCHA, KOTOPas TO3BOJISIET
OLIeHUTH cTerneHb YUCToThl 0T 4N 10 6N8 no conepxanuto 40 nmpumeceil ¢ npeaenamu
ooHapyxenus 3-1078-2-10° % mac.

e MC UCII MeToanka aHaiu3a KaJMHs ¢ IPEIBAPUTEIbHBIM OTAECIEHUEM OCHOBBI
BaKyyMHOHN OTIOHKOW uUepe3 IUIEHKY COOCTBEHHOTO OKCHa, KOTOpas JaeT BO3MOXK-
HOCTb XapakTepu3aluu kaamus o 39 mpumecsm ¢ npeaenaMmu ooHapykeHus ot 2-10°
10 110 3-10" % mac, 03BOJIAET OLIEHUTD CTeneHb YucTOTh! oT 4N 10 7NS8.

Jluunwlit 6kn1a0 aemopa

Bxnan aBTopa B AuCCEpPTAllMOHHYIO pabOTy COCTOUT B aHAIU3€ JINTEPATYPHBIX
JIAHHBIX TI0 TeME JUCCEePTAIuU, TUIAHUPOBAHUU U BBITIOJTHEHUH SKCIIEPUMEHTOB, BbI-
MOJIHEHUH UCCIIEIOBAHUMN 110 HHCTPYMEHTAIBHBIM METOJIMKAM, METOJIMKAM C MIpe/IBa-
PUTEIBLHBIM KOHIIEHTPUPOBAHUEM MIPUMECEH U DJIEKTPOTEPMHUUECKHUM BBOJIOM MpOO B
W CII. BeinosHeHbI METPOJIOTHYECKAs OIICHKA pa3paboTaHHBIX METOAMK, 00CYXKICHHUE
MOJIYYEHHBIX PE3yJIbTaTOB U MOATOTOBKA MAaTEPUAIOB JIJIsl TyOJUKAIMI MPOBOAMINCH
COBMECTHO C HAYYHBIM PYKOBOJUTEIEM U COABTOPaMHU.

Anpoodayus padomuwt

Martepuainsl paboThl JOKIAIBIBATUCH U 00CYXIIUCH CO CIIEUAIUCTaMU B 00J1a-
CTH XUMHH BBICOKOYMCTBIX BEIIECTB U MOJYYCHUS, OUUCTKHA U IPUMCHCHUS KaaMUs U
ero okcuza Ha 11 Bcepoccuiickux v MeKIyHapoaHbIX KoHbepeHusax: XV koHdpepeH-
must 1 VI mxona momonbix yuensix (Hwxamit HoBropoa, 2015), |1 Beepoccutickas
KoH(pepeH M 1o aHanuTruyeckoi criekrpockonuu (Tyarce, 2015), 1V IlIkona-koHbe-
PEHIIUSI MOJIOJIBIX YueHbIX «Heoprannueckrue CoOeIMHEHUS U (PyHKIIMOHAJIbHBIC MaTe-
puansy (HoBocubupck, 2017), Kondepennus/mayunas ceccust « Xumus B 21 Beke: J0-
ctwkeHus u nepenektuby (HoBocubupck, 2017), XV MexayHapoaHas KoHpepeH-
IS CTYJICHTOB, aCIUPAHTOB U MOJOJBIX y4eHBIX «llepcriekTuBbl pa3BuTus (yHIa-
meHTanbHbIX Hayk» (Tomck, 2018), XVI Beepoccuiickas kondepennus u IX [lkomna
MOJIOJBIX YYeHBbIX, mocBsmieHHbie 100-nmeturo axagemuka [.I. JleBsareix (Hrokauit

Hogropon, 2018), Konkypc-koH(bepeHIns MOIOAbIX YYEHbBIX, ocBsAmEHHas 110-J1e-
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THIO CO JTHS POXKJEHUs 1.X.H., mpodeccopa Banentuna Muxainosuya [llynsmana (Ho-
Bocubupck, 2018), XIX xoHKypc-KOH(pEpeHLns: HaAydHBIX pabOT MMEHHU aKaJleMHUKa
A.B. HukomaeBa (HoBocubupck, 2019), MexayHapoaHas HaydHas KOHG(EPCHIIHS
«[TonmudyHkuroHaNbHBIE XUMHUECKHE MaTepralibl U TexHoaorum» (Tomck, 2019), XX
MexayHaponHass HaydHO-TIpaKTHYECKass KOH(MEPEHIHs CTYICHTOB M MOJIOABIX yde-
HBbIX «XuMus 1 xumudeckas TexHosorus B XXI Beke» XXT-2019 (Tomck, 2019), 111
Bcepoccutiickast koH(MepeHITHs M0 aHATUTHIECKOHN CIIEKTPOCKOITUH ¢ MEXKTyHAPOTHBIM
yaactueM (Kpacnonap, 2019).

Ilyonuxayuu

OcHOBHBIC Pe3yJIBTAThl PaOOTHI ONMyOJUKOBAHBI B 3 POCCHHCKHUX M 3apyOEKHBIX
pelEeH3UPYEMBIX JKypHAJIaX, BXOASIIUX B IEPEUCHb MHACKCUPYEMbBIX B MEKIYHAPO/I-
HOU HH(POPMAIMOHHO-AaHATUTUYECKOM CHCTEME HaydHOro mnutupoBaHus Web of
Science. B marepuanax BCepOCCUICKUX U 3apyOeKHBIX KOH(GEPEHITNI OmyOJIMKOBaHbI
Te3uchl 11 qoKIamgoB.

Cmenenv 0ocmosepnocmu

JIoCTOBEPHOCTH MPEACTABICHHBIX PE3YIHTATOB OCHOBBIBAETCS HA BHICOKOM Me-
TOJUYECKOM YPOBHE MPOBEACHUSI PabOThI, HEMMPOTUBOPEUUBOCTH SKCIEPUMEHTAIb-
HBIX JIAaHHBIX C JAHHBIMH APYTUX HccienoBanuid. O mpu3HaHUA HHPOPMATUBHOCTH H
3HAUYMMOCTH OCHOBHBIX PE3YJIbTaTOB pPabOThl MHUPOBBIM HAYYHBIM COOOIIIECTBOM
TaKXe TOBOPUT UX OMYOJUKOBAHUE B PELICH3UPYEMBIX JKYpHaAJaX pa3IudHOr0 YPOBHS
Y BBICOKAs OIICHKA HA POCCUMCKUX U MEKIYHAPOIHBIX KOH(PEPECHITUSX.

Coomeemcmeue cneyuanvrocmu 02.00.02 — ananumuueckan xumus

JuccepTanrionHas paboTa COOTBETCTBYET M. 2. «MeTo bl XUMHYECKOr0 aHaIn3a
(xummueckue, GU3NKO-XUMHUUIECKHUE, aTOMHAsI U MOJICKYJIIpHAs CIIEKTPOCKOTIIHSI, XPO-
Martorpadus, peHTT€HOBCKasi CIEKTPOCKOIHS, MAaCC-CIIEKTPOMETPHS, siACpHO-Pu3nue-
CKHE€ METOJIBI U Ip)», 1. 4. «MeToaudeckoe 00ecieueHne XMMIUIEeCKOTO aHaIn3ay mac-

nopta creruanbHocTh 02.00.02 — aHaTUTUYECKAS XUMUSL.
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Cmpykmypa u 006vem padomuot

PaGota u3noxkena Ha 121 crpanunax, wimocTpupoBana 18 pucynkamu u conep-
XKUT 25 Tabmui. [{uccepraus COCTOUT U3 BBEACHMS, YSTHIPEX TJIaB, BKIIIOYAs JIUTEPa-
TYypHBIH 0030p TI0 00JIACTSM MPUMEHEHHSI, CIIOCOO0B MOTYISHHUS U OUYHUCTKH, METOJIaM
aHaNMM3a KaaMUs U €r0 OKCHJIa, IKCIIEPUMEHTAILHON YaCTH, BBIBOJOB, CIIMCKA ITUTH-
pyeMoii TuTepaTypbl U puiiokeHuil. CIUCOK TUTepaTypsl coepxut 121 padoty ore-

YECTBEHHBIX U 3apyOeKHBIX aBTOPOB.
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IJIABA 1. JUTEPATYPHBI OB30P

Kanmuii u ero coeimHEHUST HAXOIAT MPUMEHEHUE B PA3IUYHBIX 001aCTsIX, HAUH-
Has OT XUMHYECKUX UCTOYHUKOB TOKA M 3aKaHYMBAs JIE€TEKTOPAMU JJIsi PETUCTPALIH
ramMmma-usiydeHusi. TpeOoBaHUS K YHUCTOTE KaaMHS M TEXHOJIOTHYCCKUU MPOIIECC
OUYHMCTKH ONPEAEIIAIOTCS UEIbI0 €r0 KOHEUHOTO UCIIOJIb30BaHUsA. 3HAYUTEIBHOE KOJIH-
YEeCTBO MCCJIEIOBAHUI MOCBSIIIEHO METO/IaM MOJYyYEHUS KaaMUs pa3IMuyHON CTENEeHU
qucToThI 0T 99 (2N) 10 99,9999 % mac. (6N). Haubomnee 3ppekTHBHBIME METOAAMHI
MOJIyYeHUS KaIMUSI BRICOKOM CTENEHU YHCTOTHI SBIISIOTCS AIEKTPOJIU3, BAKYYMHAs JH-
CTWJUTSALINAS W 30HHAS IUIaBKa. [[/1sl ycrenHoro mpuMeHeHus KaJMusl, TTIOJIy9eHHOTO B
pe3yabTaTe OUYUCTKHU, TPEOYETCS KOHTPOJIb MpUMECEN B Juaria3oHe KOHIIEHTpaIui OT
0,000001 mo 0,5 % mac. u Mmenee. Haubosnee pacripocTpaHeHHBIMU METOJIAMU aHATN3a
KaJIMUSL SABJISIIOTCS] CIIEKTPAJIbHBIC: aTOMHO-3MUCCHOHHBIN (AIC), aToMHO-a0CcopOIIHU-
OHHBIN (AA) U MacC-CIIEKTPAIbHBIN, peXke JIJIs ONpeIesIeHUs TPUMECHOTO COCTaBa UC-
MOJIB3YIOT MoJisiporpaduyeckuii U HOTOMETPUUECKUI METO/IBI.

3ajavya NmoJiydeHHsl ¥ aHaJIh3a KagMus 0co00i YHCTOTHI BCErJa akTyalbHa, TaKk
KaK Ha €ro OCHOBE CO3/[al0T MaTepHabl C YHUKaIbHBIMU cBOMcTBaMuU. [losToMy mpu-
OpPUTETHBIC METObI aHATUTHYECKOTO KOHTPOJIS KaJMHsl JTOJDKHBI 00J1a1aTh BEICOKOM
YyBCTBUTEIHHOCTHIO U MHOTOJIEMEHTHOCTBIO, TO €CTh BO3MOXHOCTBIO ITOJTYYUThH HH3-
KH€ TIPeIeIIbl OOHAPYKEHUSI OJTHOBPEMEHHO JJIsl HECKOJIBKUX JIECATKOB TPUMECEH; XO-
polel BOCIPOU3BOAUMOCTBIO U IOCTOBEPHOCTHIO, SKCIIPECCHOCTHIO.

[Tpu moucke aUTEpaTyphl UCHIOIB30BAIA MaTEPHAIbl KOH(GEPEHITNH, TOCBAIICH-
HBIX aHAIN3y HEOPTaHWYECKHUX MATEpPHANIOB M COCAMHCHHM, OTCYCCTBEHHBIC U WHO-
CTpaHHBIC TIEPUOJWYCCKHE W3MaHMsI, a Takke pedepaTuBHbIE 0a3bl JTaHHBIX

«SciFinder», «Scopusy», «Springer» u «Royal Society of Chemistry.
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1.1. Cpepvi npumenenua kaomus u e2o coeOunenuil, mpedoanus K Yyucmome

CoBpeMeHHbIE HCCIENOBATENU MPOSABISAIOT MHTEPEC K CHUHTE3y M H3YYCHHUIO
CBOWMCTB COCIMHEHHWI Ha OCHOBE KaJMWsl. boIllbIlioe BHUMaHHE YIEISIETCS COCTUHE-
ausaM kagmus tuna A''BY!) koTopele SBIsI0TCS B OCHOBHOM IIPSAMO30HHBIMH HOJIYIPO-
BOJHHUKaMH. MeX30HHOE MOTJIONIEHUE FIEKTPOMArHUTHOTO U3JIy4YEHUS B MPSIMO30H-
HBIX TOJIYIPOBOJHUKAX COMPOBOXKIACTCS MPSMBIMH (BEPTUKATBLHBIMU) MEPEXO0TaAMHU
AJIEKTPOHOB W3 BAJICHTHOM 30HBI B 30HY IPOBOJAMMOCTH. DTHUM 00YCIIOBIIEHA BBICOKAs
4yBCTBUTEIBHOCTL coenunenuii kaqmus tina A''BY! k pasnmuunbiM Bumam snekrpo-
MAarHUTHOTO M3Ty4YCHUSI.

Cynbdun xaamusi 1 KOMIIO3UTHBIE MaTepHaibl HA €r0 OCHOBE IIMPOKO HCIOJIb-
3YIOT JUIsl M3TOTOBJICHUS COJMHEUHBIX OaTapeit [2, 3, 4]. ABtopsl [5] cunTe3MpOBaIH
HAHOKOMITO3UTHBIN MaTepHal, TJIe KIIF0UeBbIM KOMIIOHEHTOM siBisieTcst CdS. [Ipeario-
JlaraeTcsi, 4TO JaHHBIA MaTepual CTAHET OCHOBOM JJI ONTUYECKUX PUOOPOB HOBOTO
MOKOJICHHSI, XUMUYECKUX WM OMOJOTHYECKUX CEHCOPOB, ONMTOAIEKTPOHHBIX MPUOO-
poB. ABTopamu [6] 061 M3roToBiICH ToHKOCIOWHBIN MaTepruan CAS/CAdWO,/WOs, ko-
TOPBIN MOXKET OBITh UCIIOIB30BaH B KauecTBe (poToaHo1a, 00Ia1aeT MOBBIIIEHHON a0-
copO1mel BUANMOTO CBETa M UMEET BHICOKYIO (DOTOITEKTPOXUMHUECKYIO aKTHBHOCTb.
B pab6ore [7] onucano nmonyuyenue ek CAWO4/g-C3N4, koTOpas o0sagaet BbICO-
KO (hOTOKATATUTHUECKOW aKTUBHOCTHIOB BUAMMOM 00JIacTH.

Oco0oe BHUMaHHE CIEAyeT yAETUTh NPUMEHEHHI0 BBICOKOUHCTOTO KaaMHUs,
OCTaHOBHMMCSI Ha TIOHATHUH BEIIECTBA BHICOKOW CTETIEHU YUCTOTHI. BHICOKOUHCTHIM Be-
IIECTBOM MPUHATO CYUTATh WHIANBUAYATHHOE MPOCTOE MIIN CIOKHOE BEIIECTBO C Ipe-
JETHHO HU3KUM CYMMAapHBIM COZepKaHueM mpumMeceit. [Ipu paccMOTpeHUH YHCTOTHI
BEII[ECTBA KOMIIOHEHT, aTOMBI HJIA MOJISKYJTBI KOTOPOTO MPE00IIaatoT B HCCIICTyEMOM
(uconp3yeMoM) 00pasile, Ha3bIBalOT OCHOBHBIM (0cHOBOM). CoaepxaHue npuMecu
KOJIMYECTBEHHO BBIPAKAIOT B MACCOBBIX, aTOMHBIX MJIM MOJIIPHBIX IMPOIEHTaX, KaK
YHUCJIO YacTe MPUMECH Ha 3aJJaHHOE YMCJIO YacTell OCHOBBI, UM KaK YHCJIO aTOMOB
WM MOJIEKYJ ipuMecH B eauauie o0béMa (1 cm®) ocHOBBL. Paznuuaror creneHs 4u-

CTOTBI IO OTACIIBHBIM IIPUMCECAM MU 110 CYMMC BCCX HpHMeCGﬁ. KomuuectBenHnas xa-
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PAKTEPUCTUKA MOHATHUS «BBICOKOYMCTOE BEUIECTBO» IOJIBU>)KHA BO BpeMEHM. Bere-
CTBO CUMTAETCS BHICOKOYKCTBIM IIPH COIEPKAHUK CYMMBI IIpuMeceii okono 107 ar. %,
a oTaenbHbIX npumeceii 10°-10~ at. % n Hmxke [8].

BricOKOUHCTHIM BElllECTBAaM MPUCYIIY CBOMCTBA, OTCYTCTBYIOIIUE WIIH C1a00 BbI-
paXKEHHBIE Y ATUX K€ BEIIECTB ¢ 00Jiee BBICOKHM COJIEp KaHHeM npumeceil. B o0mem
BUJIE€ JUISl TBEPABIX BEUIECTB M3MEPEHHOE 3HAYECHHUE CBOWMCTBA P MOKHO IIPEACTAaBUTH
CyMMOM:

P =Py + Py + P, + P13 + Py + P1p, rie Po — 3HaueHue CBOMCTBA BEIIECTBA, CBO-
0oxHOTO OT MpUMeceit u AeQeKkToB CTpyKTyphl; P1, P, — Bkmaa npumeceit u nedextos
CTPYKTYPBI COOTBETCTBEHHO; P11, P22, P12 — BKIIam OT mapHbIX B3aMMOAEHCTBUN MPHU-
Mecelt u gedektoB. [Ipu 6ombIIIOM cofep:kaHuy MpUMecel MPUMECHBIN BKJIa]] IPeoo-
nanaet (P1 > Pg). CHmkeHue cofepkaHusi IpuMeceid MOXKET OTUETIUBEE BBISIBUTH COO-
CTBEHHOE CBOMCTBO BellecTBa (P1 << Pp), yTo HabmogaeTCst HAa MpUMepe MOTYIPOBO/I-
HUKOBBIX CBOMCTB KajnMus. [Ipu HU3KOM cojep:kaHuM pUMeceil BKJIaa OT AedEeKTOB
CTPYKTYPBI MOXET MPEBBIIATh MpUMecHbIN BKiaa (P = Py + P, + P2,). MuTepBan co-
JepKaHUW MIPUMECH, B KOTOPOM PEANU3YETCA MPOMEKYTOUHASI CUTYyalusl, IPEACTaB-
asieT co0oi 001aCTh MPUMECHON YyBCTBUTEILHOCTU JAaHHOTO CBOMCTBA K JaHHOM MpH-
Mmecu. JIro6ast mpumecs npsimo (depes P1, P11) unu onocpenosanno (uepes Py, P12) Biu-
seT Ha JIFo00e CBOMCTBO BellecTBa. B KOMTWYECTBEHHOM IJIaHE 3TO BIUSHUE M30upa-
TeJIbHO. BKJIa 0AHOM M TOM K€ MPUMECH B pa3JIMUHbIE CBOMCTBA BENIECTBA HEOIUHA-
KOB. JlencTBuEe pa3HbIX IPUMECEH Ha KOHKPETHOE CBOMCTBO BELIECTBA PA3JIMYHO U
4aCcTO UMEET MOPOTOBBIN XapaKTep.

OcHOBHBIE 00J1aCTH TPUMEHEHUS BLICOKOUHUCTBIX BEIIECTB — CO3/JaHUE MaTepua-
JIOB Ha MX OCHOBE M HAay4YHBIC MCCIIEIOBaHUA. B HcciienoBaHUAX HEOOXOIUMBI Bellle-
CTBa C COJIEpKAHUEM MPUMECEH, HE JArOIMM 3aMETHOTO BKJIaJla B KOJUYECTBEHHOE
3HAYEHUE U3Y4aeMoro CBOMCTBa. B MaTepuanax U3 BHICOKOYUCTHIX BEUIECTB peaInu3y-
IOTCSl YHUKAJIbHBIE CBOMCTBA MOCTIETHUX.

B nanHowm ciyuae, kaAMUN BBICOKOM YUCTOTHI CIY>KUT OCHOBHBIM KOMIIOHEHTOM

B (I)YHKHI/IOHEU'IBHI)IX MaTcpuaiax, UCIOJIb3YCMbIX IS ITOJYYCHUS ITOJTYIIPOBOJHUKOB
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tina A'"BY!, 1eTekTopoB, perncTpupyromux raMmMa 1 peHTT€HOBCKOE H3iTydenue, (o-
TOSJICKTPUUSCKUX S9eeK. DPPEKTUBHOCTH MPUMEHEHHS JAHHBIX MaTEPHUATIOB BO MHO-
T'OM 3aBHUCHUT OT OTKJIOHCHHI B CTEXUOMETPHH, 1e(HEKTOB KPUCTAIUTMUECKOMN PEIICTKH,
B OCOOCHHOCTH OT KOHIICHTPAIIUU IPUMECHBIX JJIEMEHTOB — IMOTCHIIMAILHBIX HOCHTE-
JIEN DIEKTPUYECKOTO 3apsia.

Tennypun kagmust (CdTe) ucrmonb3yeTcst B KauecTBE MOIYITPOBOJIHUKOBOTO Ma-
TepHaja JiyIs pETHCTpaliK raMMa U peHTIeHOBCKOTO U3IydeHus, B padotax [9, 10, 11,
12] onucanbl CrIOCOOBI OMYYCHHS KPUCTAIUIOB TEIUTYpHIa KaJIMUS BEICOKOH CTETICHN
YUCTOTHI.

Kaamus nuaka tesurypun (CdZnTe) BEICOKOM CTEIeHH YMCTOTHI SBIICTCS OCHO-
BOH JIJIsl TIONyYeHUs TEIUTypUAa KaJMHS PTYTH, KOTOPBIA MPUMEHSIOT B JETEKTOpax
BBICOKOT'O pa3pelieHus i najabHel nHdpakpacHoii oonactu [13, 14]. Apropamu [15]
ObUT BBIpAIlEH MOHOKPHUCTAUT KaJMUH IIMHK TeJUTypa JETHUPOBAHHBIA WHIHEM
(CdZnTe:ln), xotopsiit obmagaeT OONBIIMM KO3(D(PHUIIMEHTOM IMOTJIONICHUS, HU3KON
YYBCTBUTEIHHOCTBIO K M3MCHCHHUSM HAIPSKCHHUS M TMPUMEHSCTCS JUISl perHCTPaIiu
SZICPHOTO M3JTyYCHUS ITPU KOMHATHOM TemnepaType. B ctarbe [16] moxpoOHO onrcana
TEXHHKA TMOJyUYeHHUsT 0COO0YHCTOr0, ¢ TOYHO 3aJaHHoM cTrexuomerpueit, CdogZngiTe
METOIOM (PU3HYECKOTO TPAHCIIOPTA MAPOB; KOHTPOJIb YHCTOTHI (DYHKITHOHAILHOTO Ma-
Tepuaja MPOBOIMIN METOJIOM MacC-CIIEKTPOMETPHUH C TICIOIIUM Pa3psiIoM.

Jlsist BBIpaIBaHUST MOHOKPHUCTAIIOB KaaMui-pTyTh-Teutyp (CdHgTe) [17, 18]
C 3aJIaHHBIMH CBOMCTBAMH TaKXKe HEOOXOIUMBI BHICOKOUHMCTHIC KaIMU HITH TSIUTYPHT
KaJMUs, B 3aBUCHMOCTH OT TEXHOJIOTHYECKOIr0 TpoIiecca, MPUMEHSIEMOTo JIJIs BbIpa-
IIMBAHMS KPHUCTAILIA.

JIns mostyyeHHsi KaYECTBEHHBIX KPUCTAJIOB C MOHOKJIMHHOW CTPYKTYpPOM, CBO-
OOMHBIX OT BKJIFOUEHHUH, UCIOJIB3YIOT BEICOKOYMCTHIN OKCH KaIMHS B Ka4eCTBE Ipe-
Kypcopa IpH BbIpallliBaHUKM KPHCTALIOB BoJbhpamarta kaamus (CAWO,) [19, 20].
JlaHHBIE KPUCTAJUTBI IIEPCIICKTUBHBI JJISI KCITOJIb30BAHUS B KAUECTBE CIIMHTHIUISIIHOH-
HBIX MaTEPHAJIOB JIJISl PEHTTEHOBCKOM ToOMOrpaduu, Mpu IETSKTUPOBAHUN MEIJICHHBIX

HEHUTPOHOB U SBIIIOTCS OCHOBOM IIPH CO3/IaHUU (DOTOIEKTPUUECKHUX STUECEK.
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W3 BBIIEU3I0KEHHOTO MOXHO CJIeJaTh BBIBOJI, YTO KaJMUW U €r0 COCIMHEHUS
SIBJISTFOTCS KJTFOYEBBIMU KOMIIOHEHTAMH JTsI U3TOTOBJICHHS (DYHKITMOHAIBHBIX MaTEPH-
aJioB HOBOT'O TIOKOJIeHUsI. CTeNeHb YUCTOThI KaIMHUs U €r0 COSMHEHUMN periiaMeHTH-
pyeTcsl MHAUBUIYATBHO I KOKIOTO (PYHKITMOHAIIBHOTO MaTepralia B 3aBUCUMOCTH
OT TeIM KOHEYHOTO mpuMeHeHus. ClieqyeT OTMETHTh, YTO KaJMUH, UCIOJIb3yEeMbIN
JUTSL CO3JIaHUS TTOJIYITPOBOJJHUKOBBIX MaTepUaloB, MOABEpPraeTcs Hanboliee TIIaTelNb-
HOMY aHAJTUTUYECKOMY KOHTPOJIIO.

Tpebosarnus k uucmome KaOMust

Ha cerogusiiamii 1eHb HE CYIIECTBYET €AMHOM KJIacCU(UKALINA XUMUYECKUX Be-
IIECTB O CTENeHU WX YUCTOTHL. IIIupoko pacmpocTpaHeHa KiacCUpUKAIUS YPOBHS
YUCTOTHI 0 COAEP>KaHMUIO OCHOBHOTO BEIIIECTBA, BEIPAKEHHASI B IEBSATKAX, ONPEIEIIs-
eTcs Kak pasHOCTh 100 1 BETMYMHBI CYMMAapHOTO COAEPKAHUS YCTAHOBJIICHHBIX IIPH-
Mecel, ¥ Kak MPaBUJIo, BEIPAXKEHHAsI B MAcCOBBIX nporieHTax (% Mac.) uin 00 beMHBIX
nporeHTax (% 00.). CTeneHb YUCTOTHI MOXKET OBITH BBIpa)KCHA B BUJIC MHJICKCA YH-
crotel N = -IgC + 2, rne C — cymmapHasi KOHIIEHTpAIysl IpUMecel, BRIpaKCHHAS B
MpOoILIeHTax 1Mo Macce. Tak, ypoBeHb YMCTOTHI 99,99 cooTBeTCTBYET MHIEKCY YUCTOTHI 4N.

B cBsI3u ¢ TPYIHOCTHIO TJIYOOKOTO yAaJ€HUs M3 BEIECTBA BCEX UMEIOIIUXCS B
HEM MPUMECEH TPOW3BOAUTCS PA3ACIICHHE HA JTUMUTHPYEMbIE W HEIMMHUTHPYEMBIC.
K miMuTHpyeMbIM OTHOCSTCS T€, KOTOPBIE MOTYT OKa3bIBaTh 3HAYUTEIIHHOE BIIUSHUE HAa KOH-
KpeTHOE (DM3UYUCSCKOE WITH (PH3UKO-XUMHIECKOE CBOMCTBO OUHMINaeMOro Beiectra [21].

TpebGoBaHus kK COJIEP >KaHUIO IMMUTUPYEMBIX PUMECEH B KAJIMUU OTIPEACITIIIOTCS
cormacao 'OCT 1467-93, 'OCT 22860-93, TY 48-0515-067-88, ETO.028.011.TV.

I'OCT 1467-93 pernamentupyet coctaB mapok kaamus KJI0A (Cd-99,98 umu
Cd-3N8), K10 (Cd-99,95 mmu Cd-3N5) u K/I1 (Cd-99,93 mnu Cd-3N); nomycrtumoe
conepkanus 9 npumeceii (As, Cu, Fe, Ni, Pb, Sb, Ti, Sn, Zn) Ha ypoBHe KOHIIEHTpaLHi
3:103- 3:10* % mac. [22]. B TOCT 22860-93 npuseneHsl TpeOOBaHUS K KaJIMHIO BbI-
cokoit unctotel Mapok Kn0000 (Cd-99,9999 mnau Cd-6N), Kn000 (Cd-99,9997 nau Cd-
5N7) u Kn00 (Cd-99,997 umu Cd-4N7); Hopmupyercs coaepkanue 13 npumMeceii Ha
ypoBHe 3-1074- 1-:10°° % mac. [23]. IIpouenypa ananusa kagmus merogom ADC JIIIT

onucana B [24, 25, 26, 27], npuBeicHHbIC CTAHIAPTHI SBJISIOTCS JICHCTBYIOIIUMH.
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CymuiecTByroniye BBICOKOUUCThIE 00pa3iibl kaamust (14 06pas31ioB) npecTaBIEHBI
Ha BeicTaBke B IHCTUTYTE XMMUU BBICOKOYUCTHIX BemiecTB PAH, B mydmeM u3 HuX
OXapaKkTepu30BaHO cojepxanue 60 nmpumMecen (Macc-CreKTPAIbHBIM U XUMHUKO-CITEK-
TpaJdbHBIM  MeToJamMu  aHanuza). OOpaszeny  coxepxkutr 11 npumeceit
Ha yposHe 10°- 107° % ar. [1].

Crnenyer OTMETUTh, YTO MPU U3TOTOBJICHUH MOJYIPOBOJHUKOBBIX COEIMHEHUN
Ha OCHOBE KaJMUs TOIYCKAETCsl KOHIIEHTPAIHSI U303JIEKTPOHHBIX (HETUMUTHPYEMBIX )
npumeceit 10 104 % mac., Torma Kak KOHIEHTPALKs SJIEKTPOAKTUBHBIX (JTUMUTHDYE-
MBIX) TIPUMECEH TOJKHA OBITh CHUKEHA JI0 YPOBHS HOcHUTeleH 3apsina MeHee 10 HO-
cuTeneit/cM® B KOHEYHOM IOJYHPOBOJHUKOBOM U3IEIUM. B GONBUIMHCTBE CIIydaeB
OTIpeJICIICHHE AIEKTPOAKTUBHBIX NMPUMECE Ha TAKOM YPOBHE KOHIIEHTpAIUH 3aTPy/I-
HEHO. XapaKkTepu3anusi CTETeHN YUCTOTHI MO AJIEKTPUIECKOMY COMIPOTHUBICHUIO TIPH-
MEHSETCS JOBOJBHO YacTO, HO BEJIMUYMHA CONTPOTUBJICHUS HE 1aeT HHGOPMAIIMH O BITU-
SSHUM KOHKPETHOW MPUMECH Ha JaHHBIN MapaMeTp, 4To e1ile OOoJIbIe 3aTpyIHSET Mpo-
IECC UICHTU(PUKAIINHU DIIEKTPOAKTUBHBIX IPUMECEA.

Hanpumep, B MOHOKpUCTa/UTax Teutypuaa kaamus-pryta CdHgTe n-tuma, uc-
MOJIb3YEMBIX Ui W3TOTOBJICHHUS (POTOMPOBOIAIIMX HWHPPAKPACHBIX JAETEKTOPOB,
JOIKHO coziepkathest He Gonee 10%° mocureneli 3apsna Ha cM®, 4TO COOTBETCTBYET
3-:10°° ppm mm 3-10712 % mac. JlaHHas KOHUEHTPALMS HOCUTENEH COMOCTaBUMA C YH-
croroit CdHgTe — 8N. JlocTmkenue JaHHON CTENEHW YHCTOTHI BOSMOXKHO, €CJIH CTE-
neHb 4ucToThl mpekypcopoB Cd, Hg u Te Oyner e menee 6N [28]. [Toxnepkanue uu-
CTOTBI IPEKYPCOPOB HA TpeOyeMOM YpOBHE HEBO3MOKHO IMPH JAOJITOCPOYHOM XpaHe-
HUU, TOOTOMY aKTyaJIbHOW 3a/laueid sIBJISIETCSl pa3paboTka METOMK aHaiau3a, uHMOp-
MAaTUBHBIX JJISI MTUPOKOTO CIMCKA OMPEEISIEMbIX TPUMECEH U HE TPEOYIOMINX JIJTH-

TeJILHON MPOOOIOTOTOBKH.
1.2. Memoowl noiyuenus Kaomus 6b1COKOU UUCH ONLbL

BemiecTBa, xapakTepHu3yIoluecs: BBICOKOW CTENEHbIO0 YUCTOThI, HE BCTPEUYAIOTCS
B npupo/ie. JIroboe mpocToe M ClI0KHOE BEIIECTBO — 3TO CMECh MHOTUX BEIIECTB, U
3a/1aya MOJIYYCHUS] WHANBUIYaTbHOTO BEIIECTBA COCTOUT B BBIACICHUH TPEOYEMOTO

n3 cmecu. Otianuue IMOJY4YCHHUA BLICOKOYHMCTOI'O BCIICCTBA OT OOBIYHOTO pasaciICHusA
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CMECHU COCTOMUT B TOM, UYTO CTENEHb pa3JIeJICHUs I0JKHA ObITh BBICOKOM, a MaTepual
anrmaparypbl He JIOJDKEH B 3aMETHOM CTETIeHH 3arpsi3HATh OYHIaeMoe BemecTBo [29].
[Ipu nmoayd4eHU TOTO WM UHOTO BEIIECTBA B PE3YJIHTATE XUMUUECKON PEAKIINU MPHU-
MECH, COJIEpKaIIUEeCcs B peareHTax, MOryT MeperTH B MPOAYKThl peakiuu. [loatomy
MPUOPUTETHBIMU METOJIAMU OYUCTKH KaIMUS SIBIISFOTCS (PU3UKO-XUMHUIECKHE, OCHOB-
HBIM IIPEUMYIIECTBOM TaKUX METOJOB SBISETCA MUHUMAJIbHOE KOJIUYECTBO MCIIOJb-
3yEMBIX pEareHTOB.

[To mpupoze ucnonbzyemoro 3¢ exra 3TM METOBI MOKHO Pa3/IeTUTh Ha TUCTUJI-
JSIAOHHBIC, KPUCTAJUTM3AIMOHHBIC, COPOIMOHHBIE H MeToh TepMmoauddysum.
Jl1st pazeneHus UCIob3yIOTCS PA3IMYUsl B COCTABE AKUAKOCTH U PABHOBECHOTO C HEH
napa, TBEpJIOro BEIIECTBA U PABHOBECHOTO C HUM paciliaBa, T'a3a U COPOIIMOHHOTO
CJIOSI; BO3HUKHOBEHHMS TpaJIMEHTAa KOHIICHTpAaIlMid B TEMIIEPATypHOM cJioe (30HHas
wiaBka). [Ipumenenue GuU3NKO-XMMUYECKUX METO/IOB OYMCTKHU BEIIECTBA MO3BOJISIET
JIETKO OCYIIIECTBUTH UX B MHOTOCTYIIEHYaTOM BapuaHTe, KOT/1a OJTHOKPATHBIN 2P ekt
pa3feneHrusl MHOTOKPATHO YBEJIMYUBAECTCA. MHOTOCTYNEHYATHIA JUCTUIUISIIIHOHHBIN
npoiiecc Ha3bIBalOT pekTudukanueii [30].

Kaamuit B npupojae CONyTCTBYET IIUHKY U LIMHKCOJEPKAIIUM MOJIMMETaTnIe-
CKMM pyaaM. B xoe nepepaOoTku KaAMUN KOHIEHTPUPYETCS B TOOOYHBIX MTPOAYKTaX
METAJLTYPTrUYECKUX MPOLIECCOB MOJyYeHUs IMHKA, CBUHIIA U MEU, OTKY/1a €r0 MOTOM
u3BiekaT. ABTopamu [31] omucan mpoiecc BOCCTaHOBICHUS KaaMus yucToToir 4N
U3 OTXOJI0B [IMHKOBOT'O TIPOU3BOJICTBA.

OTHOCUTENILHO BBICOKAs YUCTOTA KaJMUS, BBITYCKAEMOTO METaUTypru4ecKon
MPOMBIILJICHHOCTHIO, 00YCIOBJICHA 3HAUUTEIbHBIMU PA3TUYUSIMUA B HEKOTOPBIX (HU3H-
YECKUX U XMMHUYECKHUX CBOMCTBAX MEXAY KaJMHUEM U COIYTCTBYIOIIUMHU METaJIaMHU.
[Ipu meTamypruyeckoM padhMHUPOBAHUY KaIMUSI UCTIOIB3YIOTCS Pa3HUIIA B AJIEKTPO-
XUMHUYECKUX TMOTEHIHaNaX (LEMEHTALMS [IUHKOM, JJIEKTPOXUMHUYECKOE M3BJICUCHHE
KaJMUsl), B TOYKAX KUIEHUs (HOpMallbHasi TeMrepaTrypa Kumnenus kaamus 767°C, uro
Ha 140°C Huxe, yeM y 1IuHKa). MHOrOCTyIeHYaTas OYMCTKA METAUIMYECKOTO KaIMHUS
1o crernieHr YucTtoThl SN 1 GoJiee Tak)ke OCHOBaHA HA Pa3IUYUK B XUMHUYECKUX U (PU-

3M4EeCKUX cBoMcTBax. Cpeau pazHooOpa3us GU3MKO-XUMHUYECKUX METOJIOB OUUCTKHU
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HanOOoJIblIIeE BHUMAHUE B JIUTEPATYPHBIX UCTOYHUKAX YAENSIETCS CASAYIOIMUM METO-
JlaM OYMCTKH KaJIMHUS: DJICKTPOJIN3, BAKYyYMHAs TUCTAUISINS (peKTU(hUKAINS) U 30H-
Has 11aBka. OCTaHOBUMCS MOJPOOHEE HA KaXKJIOM M3 HUX B MOPSAIKE YBEIUUYCHHS d-
(EKTUBHOCTH OYUCTKU KaJMHsI OT IPUMECEH.

1.2.1. Dnexmponus3

JlaHHBIN MeTOT SIBISIETCST OTHUM U3 d(PPEKTUBHBIX METOJ0B OUYUCTKHU METAILIOB.
[TpenmyI1€CTBO COCTOUT B TOM, YTO OH MO3BOJISIET BECTH MPOIECC B OOJIBIINX MACIIITa-
0ax W MpakTUYECKH HenpepblBHO. Hepeako 31eKTposin3 ciyKUT HadaJlbHOW cTajuen
JUTS TalibHEHIIel ri1y0oKol OYMCTKH, TaK KaK B KATOJHOM METaJlIe COIep KaTcs MOUYTH
BCE€ DJIEMEHTHI, KOTOPbIE€ MPUCYTCTBYIOT B PACTBOPE U B aHOJE (IIPHU ANEKTPOJIUTHYE-
CKOM paMHUPOBAHKH ), TOJIBKO B 3HAUYUTEIILHO MEHBIINX KomndyecTBax [32].

DIEKTPOXUMHYECKOE paMHUPOBAHUE KaJAMUS BO3MOXKHO OJ1aroaaps pa3HOCTH B
MOTEHIMANIAX KaJMUS M IIUHKA, Ha KaTOJE OCaXJaeTcs 00Jee AIEKTPOIOIOKUTETb-
HBIN 10 CpaBHEHUIO ¢ IMHKOM Kaamuid [33]. ABtop [34] moapoOHO OMUCHIBAET MPO-
1ECChI ANEKTPOXUMUYECKON OYUCTKH KaIMHUSI MIPU UCTIOJIb30BAHUM BOJIHBIX M KOH/ICH-
CUPOBAHHBIX JIEKTPOJIUTOB H IMPOLECCA AMAIBIAMHOTO AJIEKTPOJIN3A.

Hebounbioe konu4yecTBO padoT, HOCBSIIEHHBIX JAHHOMY CIIOCO0Y OYUCTKHU, 00Y-
CJIOBJIEHO TE€M, YTO APYTHE€ METOAbl NOJYUYCHHS] KaAMHUSI BBICOKOW CTENEHU YUCTOTHI,
OoJee MpOCThIE B amnmapaTypHOM COMPOBOXKICHUM U HE TPEOYIOT HCIOIb30BaHUS
OOJBIIOr0 KOJMYECTBA XUMUYECKH arpeCCUBHBIX CPE/I.

1.2.2. Bakyymuas oucmunnayusi

JIMCTUIIALIMOHHOE Pa3eieHHe CTAaHOBUTCS BO3MOXHBIM OJiarojiapsi TOMy, 4TO
COCTaB MCXOJHOM (pa3bl U PAaBHOBECHOTO C HEM mapa, a, CIeA0BATENbHO, U 00pa3ylo-
MIETOCS U3 HETO TUCTUIUISITA OTIIMYAIOTCS IPYT OT Apyra. [Ipu aTom nuctusist obora-
aercs 0oJiee JIeTyYuMH KOMITOHGHTaMHM, a UCX0IHas daza MeHee JeTydnuMHu (MMEIOT
Oosiee BbICOKOE 3HaueHHWe naBieHus mnapa) [35]. DdbdexkTrBHAsS OUMCTKA KaaMHUs
OT MMPUMECEU TOCTUTAETCSA 3a CUET 3HAUUTEBHBIX PA3JIMUNN B IaBJIEHUIX mapoB. Kan-
muii ipu remrepatype 400°C numeeT HanboJsiee BbICOKOE JaBJIEHUE HACHIIIIEHHOTO Mapa
10 CPAaBHEHUIO C OOJILITUHCTBOM MPUMECHBIX DJIEMEHTOB, XapaKTEPHBIX JJI KaJIMHUS

(cm. Ta6m. 1) [36]. ITpu ypoBHe naBnenus 0,01 I1a u remneparype Harpesa 450 - 475°C
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C KOHJEHCAIIUEH Mapa Ha XOJOAHOW MOBEPXHOCTH CTENEHb OTTOHKHU KaIMHUsI COCTaB-
aset 95 % [37].

PaccmoTpum HEKOTOpBIE pabOThI, MOCBSIIEHHBIE TOJTYYSHUIO YUCTOTO U BHICOKO-
guctoro kaamus. B [38] npemioxkeHa cxemMa v MCIBITAaHA YCTAHOBKA C HEIIPEPHIBHOM
10JIa4YeH YEPHOBOTO U BBITYCKOM papHHHPOBAHHOTO KaaMus; B [39] onuckiBarOT cam
nporiecc pahuHUPOBaHUS KaaMueBou aymiku (60 - 65% kaaMus) Mpu MOMOIIU OJTHO-
KpaTHOW JTUCTHILISIINH, KOHSUHBIN MMPOIYKT COEPKUT 99,95 % kaamust. B padote [40]
paccMOTpEHA TEXHUKA OUMCTKH UCXOTHOTO KaAMUS YUCTOTOMN 99,98 % 1o crenenu yu-
ctoThl 99,999 % (5N), mpu ycIioBUH, YTO UCXOIHBIA 00pa3ell He COACPKHUT MBIIIbSIKA

M MaJIO 3arps3HCH MUHKOM U APYT'MMH IPUMECAMHU C BBICOKUM JIABJICHUCM IIapa.

Tabnumal
JlaBJieHHe HACHINIEHHBIX IAPOB KAMHUSI H PACIPOCTPAHEHHBIX
JemenToB-npuMeceii npu T = 400°C
DJIeMEHT P (MM pT. cT.)
Cd 1,2
Zn 8-10°
Mg 4-10°3
TI 8-:10°
Pb 2:10°7
Cu 2-10°1
Al 7-10°%
Fe, Co, Ni <10%

Crnenyer oOpaTUTh BHUMaHHUE, YTO TOJYYCHHE BHICOKOYMCTOTO KaaMUs JJIS TI0-
JYTPOBOJHUKOBOTO IMMPUMEHEHHS — 3a/1a4a, KOTOPYIO JIaXKe C UCIOJIb30BaHUEM BaKy-
YMHOU TUCTHLISIIUH PEIIAIOT C HCIIOJIb30BAHMEM JIOTIOJTHUTEIILHBIX MpUeMOB. Hampu-
Mep, aBTOphI [41] U3 McXoaHOTO KaaMust YucToToi 99,98 % MpoBOAMIM KOHICHCALIHIO
Y3 pacIuiaBa, UCIOJIb3Ys MOAOTPEB MOBEPXHOCTH KOHAeHcanuu A0 280°C, Ha BbIXO/IE
noayurau Cd 99,99994 % (6N4). KoHTpoJib YUCTOTHI OAYYSHHOTO KaIMHSI ITPOBO-

JAWJIU 110 OCTAaTOYHOMY COIIPOTHUBJICHHUIO.
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B cratwe [42] uzyueno nosenenue npumeceii Sn, Cu, Ag, Bi, Pb, Sb, Tl, Zn, As
B nHTepBaie koHueHTpauuii ot 0,001 1o 1 % mac. npu BakyyMHOW JTUCTUIUIALIMM C
MOJIOTPEBAEMbIM KOHIEHCATOPOM. ABTOPBI OTMEUAIOT BHICOKYIO CTEIIEHb OUHUCTKH OT
NIEPBBIX CEMHU TpUMeceid; O9uCTKH OT AS 1 ZNn nipu 3ananHbix yenoBusx (T = 450°C, P
= 0,003 I1a) noOuThcs He yaamoch. OTMEUYEHO, UTO MPH MOBHIIICHUN YPOBHS BaKyyMa
(ot 8 Ila 70 0,003 I1a) yBenmnunuBaeTCs CKOPOCTh UCTTAPEHUS YUCTOTO KaMHUSI.

ABTOpHI [43] IpUMEHSTH TIOJIOTPEB MAapOB KOHJEHCATA JIJIS TTOJTyYEHHUS BBICOKO-
yuctoro kaamus (6N). KoHTpo1b KOHEYHOTO MPOIyKTa OCYIIECTBIISIN XUMHUKO-CIICK-
TpaJIbHBIM ~ METOJOM,  TMpeAeNbl  OOHapy)XeHHs  KOTOpOro  Ha  ypOBHE
n-10-°- 10° % mac. B crarse [44] aBTOPBI IPOBOAAT TPEXKPATHYIO TUCTHIIIALIMIO KaJl-
musa 3N8 B Toke Bojopoaa — st MPeaOTBPAIICHUS] OKUCICHUS; HA BBIXOJIE MOJIy4YeH
KaJIMHAA 9UCTOTOW ON, aHAIMTHYECKW KOHTPOJIh YUCTOTHI IMOJYYCHHOTO MeTaslia
ocymiectBisiercss MerogoM ADC UCII u na O-N ananuzarope, Tak Kak KACIOPOJ U
a30T SABJSIOTCS IMMUTUPYEMBIMUA PUMECIMH.

1.2.3. 3ounas naasxa

K cmocobaM o4YMCTKHM MyTeM MNEPEeKpUCTAIUIM3AIMNA OTHOCATCS: HOpPMasbHas
HamnpaBlieHHAs TEPEKPUCTAITU3AIINS, BEITITUBAHNE KPUCTAIIJIOB U3 PACIIJIaBOB M 30H-
Has miaBka. Haubosbliee 3HaueHe MMeET 30HHAS TJIaBKa, KOTOpask IMPOKO MpHUMe-
HSIETCA B MPOU3BOJICTBE MOJYIPOBOJHUKOBBIX MaTE€pPHAJIOB, a TAKXKe JJI TITyOOKOU
OYUCTKHU MeTaiuToB. CyIIHOCTh METOa 30HHOM IJIaBKU 3aKITF0YAE€TCS B TOM, YTO B KaXK-
T MOMEHT BPEMEHU PACIUIABICHHOM SIBISIETCS HEKOTOpas HeOoJblas 4acTh 00-
pasua. Takas pacruiaBiieHHasi 30Ha IEPEABUTAETCS 110 00pa3ILy, YTO IPUBOJIUT K IEpe-
pacnpeneneHuto npuMeceid. B mpenpiayeM pasiesne Noka3aHo, YTO0 OYMCTKA KaJaMUs
BaKyyMHOU NUCTUIUISIMEH BechMa d(PekTrBHA. 3a4acTyI0 30HHYIO TUIABKY HCIIONb-
3YIOT IJIs1 JTOTIOJHUTEIHHOW OYMCTKHA AMCTUJUIMPOBAHHOTO KaJMHS, TPH 30HHOU
IJIaBKE B MHEPTHOU aTMocdepe 3HaunTeIbHo cHmxkaeTcs coaepkanne O, C, N mpume-
Cell, TMMUTUPYEMBIX B KaJIMUU JIJIS1 IOTTYTIPOBOAHUKOBOTO MCITOJIb30BAHUS.

[ToxBosst MUTOT MO KOJWYECTBY MyOJUKAIMK, MOCBSAIICHHBIX pa(UHHPOBAHUIO
KaJIMUsI, TUAUPYET METOJT BAKYYMHOW AUCTIILIAIMU. VICTIOIB30BaHe 30HHOMN TIJIaBKH

JJI1 OYHUCTKH KaaMUs HaubOoJiee MNCPCIICKTUBHO B COUYCTAHUU C npeszapHTeanoﬁ
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OYMCTKOW 3JIEKTPOJIM30M WM BaKyyMHOM IUCTWUIsInMEd. Ha BpicTaBke-KoIIeKIMu
BEIIECTB BHICOKOW YMCTOTHI MPEJCTABICH 00pa3er] KaaMus, OXapaKTEPU30BAHHBIN 110
60 npumecsm, unuctoroir SN8 (99,9998 % mac.). D10 MOKa3bIBAET, YTO JaKe IOCIIE
TINATENHLHOM OYMCTKH pan npumecei, a umenno Te (1-:10* % wmac.); Hg (3:10° %
mac.); Al, Ca, Siu Pb (2 - 9-10° % mac.); In, Ti u Zn (3 - 6-107 % mac.) Moryr co-
neprkaThest B oOpasie kaamus [1]. [Ipu KOMIUIEKCHOH OYMCTKE KaaMHUs peKTH(HKa-
IIME ¢ TIOCIIeMYOMIeH 30HHOM TTaBKOW aBTOpam [45] yaamock momy4uTh KaaMuil yu-
crotoii 7N, cofep Kaluii TOJIbKO pTyTh Ha ypoBHe 8-107°% mac., conepxkanue apyrux

npuMecei HuKe mpeena oonapyxkenns metoga HAA (~107°-10" % wmac.).
1.3. Memoow ananuza kadmusn

B paznene 1.2 onvcanbl METOIbI TIOJMYYECHUS KaJAMHUSI C 3aJJaHHOW CTENEHBIO YH-
CTOTBI, KOHTPOJIb KOTOPOM OCYIIECTBIISIETCA JTUOO MO OCTATOYHOMY CONPOTUBIIEHUIO
MaTtepuaa, Ju00 MpU MOMOIIM METOI0B KOJWYECTBEHHOTO aHanu3a. Ha ocHoBaHuM
OCTAaTOYHOTO COMPOTHUBIICHUS MaTepuasa MOXKHO CJIeJaTh BBIBOJI O MIPUOIU3UTEIIHHOM
KOJIMYECTBE HOCUTEIIEH 3apsiaa, nHGopmalus OyAeT nojiydeHa MrHOBEHHO. OTMETHM,
YTO BEJIMYMHA OCTATOYHOTO COMPOTUBIICHHUS, OJTHAKO, HE MO3BOJISET UICHTUDUIIPO-
BaTh IPUMECH, COACPKAIIMNECS B OUUIIICHHOM KaaMuu. [1o pe3ynpraram KoJInuecTBEH-
HOT'O aHaJIn3a, MPoLelypa KOTOPOro 3aHUMAET HEKOTOPOE BPEMSI, MOKHO CHEJIaTh BbI-
BOJ 00 3(D(PEKTUBHOCTH OUYMCTKU OT TE€X WJIM MHBIX NMPUMECEH, yCOBEPIIEHCTBOBATD
nporiecc ouucTku. CraeqoBaTenbHoO, s MOBbIIEHUS 3((HEKTUBHOCTH OUYUCTKU Kal-
MUs HEOOXO0uMa JieTaiabHast HHPopMaIisd O XUMUYECKOM COCTaBE€ HAYalIbHOTO U KO-
HEYHOTO MPOIYKTAa.

Metoasl aHanu3a MaTepuaioB O0COOOW YHUCTOTHI JOJDKHBI 00J1alaTh: BBICOKOM
YYBCTBUTEIHHOCTHIO U 00ECIIEUYNBATh BO3ZMOXKHOCTh JOCTWIKEHUS HU3KUX TPEJIETIOB
oOHapyXeHUsI IS UPOKOT0 Kpyra MpUMeceii; XOpoIiei BOCIIPOU3BOIUMOCTHIO U J10-
CTOBEpHOCTHI0. OCHOBHAS YacTh pabOT, MOCBAIICHHBIX aHAJIN3Y BBICOKOYUCTOTO KaI-
MU, BBITIOJTHEHA ATOMHO-OMUCCUOHHBIM METOJIOM C BO30YKJIEHUEM B JAYTe MOCTOSH-

Horo toka (JAIIT) u UCII, atoMH0-abcopO1rioHHbIM MeTo10M (AAC), METO10M Macc-
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crektpomeTpuu (MckpoBoit Mace-ciekrpomerpur (MMC), MC UCII, MC TP). Berpe-
4al0TCs pabOThI C UCTIOIB30BAHUEM MOJIIPOTpaduuecKoro U GOTOMETPUIECKOTO OIpe-
JIeJICHUS IPUMECEH B KaJMUHU.

1.3.1. UncmpymenmanvHvlie MemoouKu aHaiu3a KaOMus U e2o OKcuoda

MeTonuKy KOJMYECTBEHHOTO aHalIn3a, BKIIIOYAIOMNE B CeOs pacTBOPECHHE
HaBeCKU 00pasiia, pa30aBiIeHNE paCTBOPOB U MOCIEAYIOUIYIO0 PETUCTPALIUIO aHATUTH-
YECKUX CHUTHAJIOB MCCIEIYEMOTO M TPAAyUPOBOYHBIX PACTBOPOB, T.€. METOAMKU 0€3
JUTUTENIbHON TTPOOOMNOATOTOBKH, 3/IECh U JJajiee B TEKCTE Mbl Oy/1eM Ha3bIBaTh HHCTPY-
MEHTaJIbHBIMH METOTUKAMHU.

OcHOBHYIO Maccy pa0OT, MOCBSIICHHBIX aHAIM3y KaaMmus, cocTaBisitor ADC,
AAC u MC metoauku, XoTs, aBTophI [46] onpeaenstor 13 npumeceii B BBICOKOYUCTOM
KaJIMUH cieKTpooTomMeTpruueckuM MetofoM. HaBecky oOpasna pacTBOpSIOT, KaIMHIA
MacCKHUPYIOT HOIUA-MOHAMHU, 3aTEM pa3feisitoT npumMecu no rpynnam: Ag, Hg u Cu
OTJIEJISIOT SKCTPAKIUEN C TUTU30HOM, MPOBOAIT (HOTOMETPUUECKOE OMpEIeTICHUE B
YCIIOBHUSX ONTHUMAJBHBIX, I KaKIA0ro aHaiauTa. Jlanee mpoBomsaT omnpexaenenue Tl,
Ga, In, Bi u Al. Crauana co3aaroT ontuMajibHble ycmoBus it 11 u Ga, 3areM nHau-
BUIyaJIbHO OTIPEEIISIOT OCTABIINMECS aHAIUTHI U3 rpymnmbl. Clieayromias rpymnmna mpu-
meceit — Mn u Pb, 3akmountenbras — Zn, Co u Ni. [Ipeaensr oOHapysxeHus pa3pado-
TaHHOW METOJIUKH KOJMYECTBEHHOTO XMMHUYECKOro aHaimm3a I 13 mpumeceid mpu
HaBECKe oOpasia KaaMus 10 r HAaXOIATCSA B VHTEPBAJIC
xoHueHTpanuii 5-:107 - 1-10°° % wmac.

[Tonsiporpaduueckomy ompeneneHuio 10 TPUMECHBIX 3JIEMEHTOB TOCBSIICH
ki crarei [47, 48, 49, 50], s mocTrkeHUs HU3KHMX MPECIIOB OOHAPY)KCHHUS aB-
TOPBI UCTIOJIB30BANIA OT/ICJICHUE MATPUYHOTO KOMIIOHEHTA U ONTUMHU3HUPOBAIH YCIIO-
BUS KOJIMYECTBEHHOTO OMNpPEACIICHUS WHAWBUAyaIbHO s Kakmod mpumecu. Co-
IJIaCHO JaHHBIM METOIMKAM, TIPEesIbl OOHAPYKEHUs TpuMecei cocTariisitoT: (3-8)-10
"% mac. qis As, Mn, Sb, Sn u TI; (2-8):10° % mac. mna Co, Cu u Ni; 2:107° % mac.
utst Bi m 2:107* % wmac. ms Phb.

B pa6ote [51] npeanokena meToauka aHanu3a CdTe MeTo10M HOHHOM XpoMaro-

rpaduu. Vcronb3ys AeTeKTOp MO IPOBOAMMOCTH, OIpeaestor coaepxkanne Cl', SO,
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, Se0,%. Komuuectsennoe onpenenenne Co, Cu, Fe, Ni, Pb u Zn nposoasar npu mo-
mom YV ®-nerexropa. [Ipenenst o6Hapyxenus ot 1-107° % no 3-107° % wmac.

Astopsl [52] paspabortanu metoauky ADC AIIT onpeneneuus Cr, Cu, Fe, Ni
B BHICOKOYHCTOM OKCHIE KaiMHMsa C npenenamu oOHapyxkenus ot 4-10° o
5-:10"° % mac. Mmu xe Obuta paspaborana AAC MeToaMKa aHAIM3a OKCUIA KaMUS,
JUTSI TIOBBITIICHUS YyBCTBUTEIILHOCTH KOTOPO UCITOJIb30BAI OPTaHNYECKHE PACTBOPH-
tenu. [Ipenensl oOHApY)KEHHSI METOJIMKHM HAaXOJATCS B MHTEPBAjC KOHIICHTPAIMHA OT
7-10°° 1o 5-:10° % mac. nna npumeceii Cu, K, Mg, Na u Zn.

HeictByromas metoauka ['OCT [27] ycranaBiauBaeT crioco6 ompeneneHus Cu,
Fe, Ni, Pb 1 Sn B kaiMHu1 BBICOKOI YMCTOTBI. B OCHOBY IMOJIOXKEH METO]T HCIIAPCHHMSI
poObl U3 Kpatepa yroybHoro aekTpoaa u nocienyromuii ADC JIIT anamus. Ipe-
JeNbl 0OHapyKeHHs cocTaBIsaoT 6:107° % Mac.

B pa6ore [53] onucana ADC JIIIT meroauka onpeaenenus Ag, Ca, Cu, Ni, Pb,
Sn u Te B xkaqMuu TIOBBIIIICHHON YHCTOTH. B OCHOBY KOJMYECTBEHHOTO ONPEICIICHUS
MIPUMECEH MTOI0KEHO UCTIapEHHE TTPOOKI B BUE KOPOJIbKA U3 KpaTepa YTroJIbHOTO JJICK-
Tpoaa. Koponbku uist aHaIM3a peIBapUTEILHO IIPUTOTOBJICHBI M3 HABECOK KaMus (B
BHU/IC OITIJIOK) B KpaTepe YrOJIBHOTO AJICKTPO/Ia TIPH IMTOMOIIN AYTH TOCTOSHHOTO TOKA.
[pemensl oOHapyxkeHuss npuMmeceil coctapisior:5:10° % mac. gnma Ag m Cu;
(1-8)-10"° % mac. aus Bi, Co, Ni, Snu TI;(1-2)-10* % mac. aus Pb, Sb u Zn.

B [54] aBTops! ucnonbiyor ADC UCIT MeToauKy, KOHTPOJIUPYS YUCTOTY 0CO00
YHCTOTO KaJIMHUS, UCIIOIB3yeMOro B dJieKTpoHuKe. [Iporemypa mpoOOnoaroToBku 3a-
KITFOUAeTCS B PaCTBOPEHUN HABECKH METAJUTMUECKOTO KaJMHs, pa30aBiIeHUHN 10 KOH-
IIEHTPAIMd MAaTPUIHOTO KOMITOHEHTa 50 I/J1 U PerucTpanuy CIeKTPOB SMHCCHUU HC-
CJIelyeMOoTo 00pasiia U rpaJyupOBOYHBIX pacTBOPOB. COrjacHO METOAMKE, BOBMOKHO
onpenenenue 29 npumeceii ¢ npeaenamu obHapyxenus: (1-3)-107° % mac. qna Ag, B,
Ca, Cu, Mg, Mn, Tiu V; 1-107° % mac. ms Al, As, Ba, Be, Bi, Co, Cr, Fe, Ga, Hg, In,
Ni, P, Pb, Sb, Se, Si, Sn, Te, Tl u Zn.

Pabora [55] mocesieHa onpeneaeHU0 ra3000pa3yoIux IpuMeceid B KaJMHUH,

TCIUIYpC U (bYHKI_[I/IOHaJ'IBHBIX MaTcpHuaiax Ha UX OCHOBC MCTOJI0M HCKpOBOﬁ Macc-
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cektpomeTpuu. Mccneayembie 00pa3iibl MOMEIaii B KaMepy, B KOTOPOH MOIePIKH-
Basica BakyyM ~5-107* I1a, ¢ moBepXHOCTH 06PA3IOB yANISAIM 3arpS3HEHHS OOBICKPH-
BaHWEM, PETUCTPHUPOBAIIN 3-5 pa3 Macc-ceKTphl. [Ipenensl oOHapyKeHUs IS TPUMe-
ceit kucnopona u yraepoga cocrasuau (1-3)-107° % mac., a1 azora (2-5)-107° % mac.
Bpems ananuza ogHoro oopasua He 0osee 5 4acos.

B crarbe [56] onrcana MC UCII MmeToiMka KOJTMYECTBEHHOTO aHAJIN3a BBICOKO-
YUCTOTO KaJIMHFSI; U3MEPEHHUS BBITTOJTHSIIOT C MCTIOJIb30BAaHUEM MACC-CIIEKTPOMETPA BbI-
COKOT'O pa3pelieHus, KOHIICHTpaIHs KaaMusl B uccieayeMbix pactBopax 500 mr/mn. Ko-
JUYECTBEHHO OMpeAensaoT 21 3jieMeHT-IpuMech, Mpeaeibl OOHAPYKEHUS COCTaB-
msroT: (1-9)-107° % mac. s Ba, Be Ce, Co, Cu, Ga, Mn, Mo, Nd, Pb, Sb, Sm u V;
(1-3)-10"° % mac. qus Al, As, Cr, Fe, Mg, Ni, Sn u Zn.

ABTOpBI [57] mpoBOMWIM aHAW3 KaAMHS METOJIOM MacC-CIEKTPOMETPHHU
C TJICIOIIUM Pa3psIoM, COTIACHO pa3paboTaHHON METOAMKE BO3MOXKHO OIpEIeIICHHE
21 mpumecHoro aiemenTa. [loxyuennsie npenensl ooHapyxenus ais MC TP meto-
auku  cocraBisior:  (1-4)-10° % wmac. mna Al, Ce, Cl, Ge, Nd u Te;
(1-6)-10°° % mac. na Mg, P, Pru W; (1-5)-10" % mac. na Ag, As, B, Ga, In, Li, Sb,
Sc, Sn, Tau Zr.

1.3.2. Memoouxu ananuza xaomusi u e2o coOeOUHeHull ¢ npedsapumenbHbiM KOH-
yenmpuposanuem npumecei

CodeTanue peIBapuTEILHOTO KOHIICHTPUPOBAHUS TIPUMECEH C MHOTORJIEMEHT-
HBIMH BBICOKOUYBCTBHUTEIIbHBIMA METOJaMHU KOJMYECTBEHHOTO aHaIHM3a MPUBOIUT
K CYIIICCTBEHHOMY CHIDKCHHIO TIPEIESIOB OOHAPYKEHHUsI, YTO BEChbMa aKTyaJbHO TPH
aHaJM3e BEIIECTB BHICOKOU CTEMeHN YMCTOTHI. [lepeuncimm MeTo Il KOHIIEHTPHUPOBa-
HUS MUKPOIIPUMECEH TPU aHAJIN3€ KaIMUS U €T0 COCTMHECHUN B MOPSAKE YBEITMUCHUS
KOJIMYECTBA MyOJUKAIIHMIA, ITOCBSIICHHBIX KOHKPETHOMY CTIIOCOOY OTICICHHS OCHOBBI:
IEKTPOJIN3, COOCAXKIACHUE, METOJ MOHHOTO OOMEHA, DKCTPAKIUS U BaKyyMHas OT-
TOHKa OCHOBHI.

MeTonuku aHaar3a BEICOKOYHCTOTO KaJMHS M €T0 COSTMHCHHUHN ¢ KOHIICHTPHUPO-

BaHHMEM MPUMECEH MPU TTOMOIITU JICKTPOJIN3a, COOCAXKIACHHS, HOHHOTO 0OMEeHa
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ABtopsl [58] npeiokuIM OpUrHHAIBHBINA CIIOCO0 MPEIBAPUTEIHHOTO KOHIICH-
TpUpOBaHMs TpuMeced. HaBecky MeTaIITM4ecKoro KaaMus YaCTHYHO PACTBOPSIOT, 3a-
TEM TOKPHIBAIOT TOHKUM CJIOEM PTYTH M JTOOABIISIOT HEOOIBIIIOE KOJMIECTBO OpPOMHU-
cToBoAOpoIHOM KuCIOoTh. Onpenencaue Ag, Au, Bi, Co, Cu, Fe, In, Ni, Pb, Pd u Sn
MIPOBOJIAT METOJIOM aTOMHO-abcopOIMoHHO# criekTpoMeTpun. [Ipenensr oOHapyxe-
HHUS IPUMECHBIX DIIEMEHTOB HaxoaTcs Ha yposHe N-107° % wmac.

B pa6ote [59] ns BeIIEeHHS 3010Ta U3 BBICOKOYHCTOTO KaAMHFSI HCITOJIb30BaTU
AIIEKTPUIECKOE OCAXKICHNUE Ha CTEKIIOYTIICPOIHBIE SJIEKTPO/IbI, 3aTEM COIeP KaHHE 30-
nota onpeaesnsum merogoM HAA. Tlpenen ooHapyxeHust AU B BBICOKOUHCTOM KaMUHU
cocrasuser 6:1077 % mac.

Astopsl [60] kornentpupyrot npumecu Ag, Bi, Cr, Cu, Fe, In, Ni u Pb ucrions3ys
cmemannbeiii - koiuiekTop  CAS/MnOj/a-6ensmnanokum. KoHIeHTpaT —npuMecei
Ha KOJUIEKTOPE MOJIBEPratoT KUCIOTHOMY Pa3JIOKEHHUIO, TOJTYYSHHBIN PaCTBOP aHAJH-
3upytoT wiameHHbIM MeTojioM AAC. [penensl oOHapyKEHUSI TPUMECHBIX JIEMEHTOB
HaxoJ4Tcs B uHTepBae koHuentpamuii (1-2)-10# % mac.

B crarbe [61] npeaioskeHsl ABa CPaBHUTEIBHO MPOCTHIX METOIa XUMHKO-CIICK-
tpanpsHOTOo ADC JIIT ananu3a yucToro KaamMus Npyu NOMOIIM COOCAXKACHUS IPUMECEN
¢ MnQO,, nmo3Bostomme onpeaensaTs ogHoBpeMeHHo 13 anemenTtoB-ipumeceit (AS, B,
Cr, Ga, Ge, In, Mn, Ni, Pb, Sh, Sn, Te u Ti) ¢ npeaenamu oOHapyKEHHsI HAa YPOBHE
1-107°-1-10"° % mac.

ABTopsl [57] BBIMOJHSIOT KOHIIEHTPUPOBAHUE MPUMECE Ha HOHOOOMEHHOM
cmoile  Dowex-50WX8, BwiOpaHbl  ONTHMAIBHBIC  YCIIOBHSA, ITO3BOJISIOININC
ornenenue >99,99 % kagmus. IlomydeHHBIH KOHIIEHTpAT aHAIM3HPYIOT METOJIOM
MC UCII, onpenensis 14 snemMeHTOB, Ipeiebl 00OHAPYKEHHSI KOTOPBIX COCTABIISIOT:
(3-5):107° % mac. nna Co, Lau Lu; (3-5)-10° % mac. nna Gd, Mn, Ni, Pb, Sr, Ti, u V;
(1-6)-107 % mac. qus Ba, Cr, Cu u Zn.
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IKecmpakyuoHHo-ghomomempuieckue MemoouKu aHaiu3d 8blCOKOYUCMO20 Kao-
MUSL U €20 COeOUHEeHUL

O030p [62] mocBsilIeH SKCTPAKIIMOHHOMY CIHOCOOY OTICICHUS MaKpOKOMIIO-
HEHTa, B HEM MPUBEJEHBI SKCTPAreHThl Oosiee yeM i 25 MaTpull, TaKKe YKa3aHbI
IPUMECH, KOTOPbIE MOTYT OBITh CKOHIIEHTPUPOBAHBI MPHU HCIOIb30BAaHUH KOHKPET-
HOTO ’KcTparenTa. Kaamuii skcTparupyrot u3 oauaHoro pactsopa TpulyTtuidocda-
TOM, TOCII€ OTJEJCHUS MaTPHIBI BO3MOXKHO mMosiporpadudeckoe u GoromeTpuye-
ckoro ompeaeneaue Cu, Fe, Ni, Pb u Zn ¢ npenenamu oOHapykeHHsS Ha YpPOBHE
xonnenTpamuii 1-1073-1-10 % mac.

ABTopsI [63] mpeaIoKIWIN METOIUKY SKCTPAKIIMYA HHUKEIS U3 TapTPaTHO-aMMHU-
a4qHoH cpenbl xnopodopmoM. KonnuecTBeHHOE onpeiesieHe HUKENS BBITOJHSAIOT I10-
ciie 100aBiIeHUS TUMETHUITIUOKCUMA (POTOMETPUYECKUM METOAOM, Mpeaen oOHapy-
xenust 4-107° % mac., npu HaBeCKe METAUIMYECKOTO KaMHMs 5 T.

B pabote [64] npemioskeHa MeToaxKa (OTOMETPHUECKOTO onpeaeneHus T1 B skc-
Tpakte. [IpeanokenHslii aBTopamu peareHTt (2-deHmiruapazunomeTmies-1,3,3-Tpu-
METWINHJOJUHUI NepXJIopar) SBISETCS CEJIEKTHUBHBIM JUIS TAJUIUSL U OOECIIeUrBAET
MOJIHOTY OJAHOKPATHOM 3KcTpakuuu 98%. [Ipenen oOHapykeHHsl TayuIisl OLEHUBAETCS
aBTopamu Kak 1-107 % mac.

DKCMPAaKyuoHHO-CNeKmpaibhbvle MemoOUuKU KOHYEHMPUPOBAHUsL npumecell
NPpU AHATIU3E BLICOKOYUCTO20 KAOMUSL U €20 COCOUHEHUL

B kparkom coobuiennn [65] onrcana AAC MeToaMKa aHau3a CBUHIA B BBICO-
KourcTOM Kaamuu. Ilpenen oOnapyxenus misa Pb 1-:10* % wmac. Jlannas mMeTonnka
MOJIXOTUT JIJIsl ONIPEICIICHHS CBHHIIA B BRICOKOYHCTHIX ME/H, INHKE U HUKETIE.

B pabore [66] omucama ADC MIIT ompemenenue mpumeceir Cu, Fe, Ni
MocJie SKCTPAKIUU XJIOpOo(hOPMOM U3 pacTBOpA XJIOpUAA KaaMUs C TpeaeraMu o0Ha-
pyxenus (2-4)-10° % mac. B kpatkom coobmenuu [67] mpuBeneHa MeToauKa XH-
MUKO-CIIeKTpajbHOro onpeaeneHus In, Co u Sn, ocHoBaHHas Ha HKCTPAKIIIOHHOM OT-

JeJICHUU XJI0po()OPMOM KOMIUIEKCOB KaJIMUsI C TUAHTUTUPUIMETaHOM. [lomyueHHbIN
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OKCTPaKT, COACPKAIIMK MPUMECH, YIIapUBAIOT Ha IPa(UTOBOM IMOPOIIKE M aHAIN3H-
pytor wmeromom ADC JIIT. Ilpenenst oOHapyxenus mus1 In, Co m  Sn
cocrasisior (1-5)-107° % mac.

ABTOpHI [68] TSI CHIDKEHUS TIPEJIeiIoB OOHAPYKEHUS U PACITUPEHUS YHCIIa dJIe-
MEHTOB-TIPUMECEH, OTPEIeTAIEMbIX 32 OJIUH TIPUEM, UCITOIH30BAIH IKCTPAKIINIO Kal-
mus (1) U3 HOAUIHBIX PACTBOPOB IUITHIIOBBIM 3(DUPOM C MOCICAYIOIIUM aHATH30M
koHneHTpata MmerogoM ADC JIIIT. [Ipexensr oonapyxenus mis Al, Co, Cr, Fe, Mg,
Mn, Ni, Ti u Zn maxonsarcs B uHTEpBane KoHuenTpanuii 107-107° % mac.

Cratps [69] mocBsiieHa pa3pabOTKe METOJAMKHU aHAN3a KaaMUs M €ro CoJie C
AKCTPAKIIMOHHBIM OTJICJICHUEM OCHOBBI XJIOPEKCOM (5, f’-TUATUIIOBBIM 3(HUPOM) U TIO-
CIICAYIOIIMM aHAJIU30M BOJHOM (pa3bl CrieKTpabHBIM MeTO10M. COrjacHO METOUKE,
BO3MOKHO onpenesicaue 17 npumeceii (Ag, Al, Ba, Be, Bi, Ca, Cr, Ir, La, Mg, Mn, Ni,
Pb, Sc, V, Y u Zr) ¢ npenenamu obHapyxkenus 7-108-4-10* % mac, B MeTaimmmaeckom
KaJIMUU U MOAMJIE KaJAMHs (2 TakKe APYTUX COMSAX KaJMHS MOCIe TEPEeBEISHUS X
B MOJIUJIBI).

Astopamu [70] npemiokeH XUMHUKO-aTOMHO-3MHCCHOHHBIA METO/T aHAIIM3a Kajl-
MU BEICOKOW YHCTOTHI, OCHOBAHHBINA Ha SKCTPAKIIMOHHOM OTICIICHIH MaTPHIIBI THOK-
TUJICYIB(}ATOM U3 EPXIOPATHO-HOTUIHBIX pacTBOpoB. N3yueno nosenenue 40 sme-
MEHTOB-TIpUMECEH; YCTAaHOBJICHO, YTO OJHOBPEMCHHO C KaJIMHEM SKCTParupyroTCs
Au, Ag, Bi, Ga, Hg, In, Pd, Pt u Te. TIpeioskeHHass METOIMKA TIO3BOJISET ONPEACIIATh
B kaamuu 25 snementos (Al, Ba, Be, Ca, Co, Cr, Cu, Fe, Hf, Ir, La, Mg, Mn, Mo, Nb,
Ni, P, Pb, Sc, Ti, TI, V, Y, Zn u Zr) ¢ npenenamu o6Hapyxenus 5-1078-5-107° % mac.

Memoouku ananuza 8bICOKOUUCMO20 KAOMUSL ¢ KOHYEHMPUPOBAHUEM npumecell
8AKYYMHOU OMEOHKOU OCHOBbL NPOOBL

B opurnnaneHoii ctatke [71] aBTOpaMu aiisi OMMCaHUs TIOBEJACHUS TIPUMECEH B
BBICOKOYHCTOM KaJIMHH ITPH OTTOHKE OCHOBBI UCITOJIb30BaHa TEPMOIMHAMHYCCKASI MO-
JIeIb TIpoIecca KOHIICHTPUPOBaHUS. TeopeTHYecKn U SKCIICPUMEHTAILHO MTOKAa3aHo,
qT0 AS OcCTaeTcs B KOHIICHTpATe NMPH HEMOJHON OTroHke kammus. [IpemmoxeHHas
AAC meroauka obecrieduBaeT JOCTOBEPHOE omnpeaesicHue AS B KaJIMUH C TIPEICIIOM

ooHapyxkenus 4-10~7 % mac.
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ABropamu [72] mpemiokeHa yHU(PHIMPOBAHHAS METOIUKA AHAIM3a KaJMUSI,
PTYTH, TEJUTYpa, TEILTypHUIa KaAMUS U TeJutypuaa pryTu. CorjiacHO JaHHOM METOJIUKE,
MPOBOJISAT BAKYYMHYIO OTTOHKY OCHOBBI B TOKE aproHa JIjIsl TpeX NapalijiesIbHbIX HaBe-
COK METAJUTMYECKOTO KaJIMHUSI, TPUMECH TIEPEHOCAT Ha TPa(UTOBBIN KOJUICKTOP U aHa-
msupyioT  metogom  ADC  JIIT. [Ilpemenbr  oOHapyKeHUS  COCTaBIISIOT:
(2-5):10° % mac. ana Al, Fe, Au, Co, Ca u Mg; (1-5)-10~" % mac. ms Cr, Cu, Mn n
Ni, 5:10° % mac. nus Ag.

HeiictByromas metoauka ['OCT [24] pernmameHTUpYET MPOIEAYPY ONpPECTICHHS
12 mpumeceii B BeicokourctoMm kaamuu (Al, As, Bi, Co, Cu, Fe, In, Mn, Ni, Pb, Sb,
Sn) moce BakyyMHOW OTTOHKH, JJIS YBEJIIMYCHUS TTOJTHOTHI U3BJICUCHHS MPUMECEH B
KOHIIEHTpAT T0OABJISIIOT CIUIaB KaaAMUi-Teryp. [Ipenenst oOHapyKEeHHs COCTaBIISIOT:
(2-5)-107° % mac. nna Al, Bi, Co, Cu, Fe, In, Mn, Ni u Sn; (1-4)-:10° % mac. s As,
Sb u Pb.

B pa6ore [73] KOHIIEHTpUPOBAHKE TPUMECEH MPOBOIMIIM, OTTOHSSA KaJMUMN B Ba-
KyyMe U3 KpaTepoB yroyibHbIX 31eKTpo10B 1pu 400°C, k03pHULHUEHT KOHIIEHTPUPO-
Banust coctaBuil ~100. ITomyueHHbIN KOHIIEHTpAT aHaidu3upoBaiu Metogom ADC
HIIT. CornacHo 1aHHOM METOAMKE BO3MOKHO OIPEICIICHUE 7 IPUMECEU C TPEAECTIaMU
oonapyxkenus: 3-107 % mac. s Ag, 3-107° % wmac. s Bi, (1-3)-107° % mac. ans Ph
u Tl, 1-:10* % mac. ans Ni, Snu Zn.

Cratbs [74] mocBsieHa aHAIN3Y BBICOKOYHUCTOTO KaJIMHS IOCIIE KOHIICHTPUPO-
BaHUSI IIPUMeECE BaKyyMHOM OTTOHKOW M HANpaBJIEHHON KpUCTaJUIM3aluend. ABTO-
paMu MPeJJI0KEH OPUTHHATIBHBIN CITOCO0 HAMpPaBICHHON KPUCTAIIITU3AIUU KaJMHUs BO
BpalllaloIIeMCsl KOHTEHHEPE U peaqn30BaH aBTOMATHUYECKUN CITUB OMPEEICHHOTO KO-
JMYECTBA KaaMUs sl BaKyyMHOUM OTroHku. [Ipenensl oOHapykeHHs TIocie HaIpaB-
nennoi kpucrammsanuu metogom ADC JIIT cocrasumm: (0,4-2)-107" % mac. s Bi,
Cu, In, Ni, Pb u Sn; mocne KOHIICHTpHpPOBAaHHS BaKyyMHOW OTTOHKOW OCHOBBI:
(1,5-3)-10® % mac. gua Cu, Ni, Pb u Sn.

B [75] npemtoxxensl uckposas macc-crnekrpaibhas (MMC) u ADC AIIT meto-
nrka KXA kaaMusi BBICOKOM YUCTOTBI C TPEABAPUTEIbHBIM KOHIIEHTPUPOBAHUEM TTPU-

Me€CE OTTOHKOM OCHOBBI. ABTOPBI MOAEPHU3UPOBAIA KOHCTPYKIIUIO YCTAHOBKHU JJIS
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BaKyyMHOM OTIOHKM M BbIOpaM ONTUMAJIbHBIE HMHCTPYMEHTAJIbHBIE YCIOBUS
1t ananm3a. Kpome Toro, Oblia BRIMOTHEHA TTPEIBAPUTEIIbHAS TEOPETUIECKAS OIEHKA
MOBEACHUS IPUMECEH MpU PeaklMOHHOW BaKyyMHOW JUCTHIUIALIMM Kaamus (depes
IJICHKY COOCTBEHHOTO OKcupa). [lomydeHHbie mpenensl 0OHAPYKEHHS TIPU aHATN3e
xoHuenTpara merogom JIT-ADC msa 31 npumecu cocrasisor: (1-5)-107° % wmac.
ans HE, Ir, Nb, Pt, Sc, Ta u W; (1-6)-10~" % mac. ana Al, Ca, La, Mg, Pb, Pd, Sb
u Zn; (1-9)-10°8 % mac. qa Ag, Au, Ba, Co, Cr, Cu, Fe, In, Mn, Mo, Ni, Sn, Tiu V;
(3-5)-10"° % wmac. ana Be u Bi. IIpenensl oOHapy»KeHHs OpH aHAIN3E KOHLEHTPATa
metonoM UMC s 34 mpumeceii cocrasisiior: N-107° % mac. s Ca, Fe, Na u Au;
n-10~" % mac. gua Al, Bi, Mg, Mn, Mo u W; n-10® % wmac. aus Ba, Cr, Hf, Ir, Ni, Pb,
Pd, Pt, Se, Te u Zr; n-10~° % mac. qa Ag, Be, Co, Cu, In, Li, Rh, Sb, Sn, Sr, Tiu V;
s Zn meree N-10-° % Mac.

1.3.3. Haubonee s3¢phekmusrvle MemoouKu auaiusa 8biCOKOUUCMO20 KAOMUS

B kaudectBe 000011eHNs B Ta0J. 2 MPUBEICHBI aHATMTUYECKUE XAPAKTEPUCTUKH
MHOTO3J1eMEHTHBIX (0oJee 10 onpezaenseMbix MpuMecel U3 OAHOW HABECKH ) UHCTPY-
MEHTAJbHBIX ¥ KOMOMHUPOBAHHBIX METOAMK aHalM3a KaJMUsS U €ro COCIUHEHUI,
HanOoJiee NHPOPMATUBHBIX TIO0 KOJWYECTBY OJTHOBPEMEHHO OIPEACISICMBIX JJIEMCH-
TOB-TIPUMECEN ¢ MUHUMAJIbHBIMU TIpeieTIaMu 0OHapykeHus. Takke B Ta01. 2 yKa3aHbl

0COOEHHOCTH MTPOOOTIOITOTOBKH, KOJIMYECTBO AHATUTOB U UX MPEACIIbl 0OHAPYKEHHUS.

Tabnuma?2
O dexTHBHBbIE METOAUKH AHAIN3A KAAMHS U €ro coeXnHeHii
Metox KomuuecTBO 1 cimcok Chin, %
OcobeHnHoctu TpoOOMOArOTOBKH .
aHaum3a OTpeiesIeMbIX TIPUMeECei Mmac.

Hucmpymenmanviwie Memoouxu
dM Paspaborana cxema anammsa: | 13 (Ag, Al, Bi, Co, Cu, Ga, | 107-10° | [46]
rpymnmoBoe pasaenenue, 3arem | Hg, In, Mn, Ni, Pb, Tl, Zn)

OIIpe/ICTICHNEe  WHIMBHIYAIbHBIX
npUMeceii C CeJICKTUBHBIM peareH-
TOM

ADC IIT | Ucnapenne mpobsl B Buue ko- | 10 (Ag, Bi, Co, Cu, Ni, Pb, 10°%-10* [53]
ponbka w3 Kparepa yromwsHoro | Sb, Sn, Tlu Zn)

3JIeKTpOIa
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ADC KucnoTtHoe pacTsopenue, pasz6as- | 29 (Ag, Al, As, B, Ba, Be, | 10°-10° | [54]
NCTI JeHue 10 KoHreHtpanuu matpud- | Bi, Ca, Co, Cr, Cu, Fe, Ga,
HOro KoMHnoHeHTa 50 1/1 Hg, In, Mg, Mn, Ni, P, Pb,
Sb, Se, Si, Sn, Te, Ti, TI, V
u Zn)
MC UCII | KucnoTHoe pactBopenue, pasbas- | 21 (Al, As, Ba, Be Ce, Co, | 107°%-10° | [56]
JeHue 10 KoHueHtpamuu matpud- | Cr, Cu, Fe, Ga, Mg, Mn,
HOTro KoMmIioHeHTa 500 Mr/i Mo, Nd, Ni, Pb, Sbh, Sm,
Sn, V u Zn)
MC TP | IIpensaputensHas  TmarenbHas | 21 (Ag, Al, As, B, Ce, ClI, | 107-10° | [57]
OYHCTKA IMOBEPXHOCTH 00pa3ia Ga, Ge, In, Li, Mg, Nd, P,
Pr, Sb, Sc, Sn, Ta, Te, W u
Zr)
Memoouku ¢ npedsapumenbHblM KOHYEHMPUPOBAHUEeM NpuMecell
AAC HaBecky metammnueckoro kaamus | 11 (Ag, Au, Bi, Co, Cu, Fe, 10° [58]
YacTHYHO pacTBOpsIOT, 3aTteM 1o- | In, Ni, Pb, Pd u Sn)
KPBIBAIOT TOHKHM CIIOEM PTYTH H
N00aBJISAIOT HEOOJBIIOE KOJIUYe-
CTBO OPOMKCTOBOJOPOIHOM KHC-
JIOTHI
MC UCII | kounentpupoBanue npumeceii Ha | 14 (Ba, Cr, Co, Cu, Gd, La, 10°-10" | [57]
noHooOMeHHOM cMosne Dowex- | Lu, Mn, Ni, Pb, Sr, Ti, V u
50WX8 Zn)
NUMC KounenTpuposanue npumeceii B | 34 (Ag, Al, Au, Ba, Be, Bi, | 107°-10° | [75]
TOHKOM IIIeHKe cobctBeHHoro ok- | Ca, Co, Cr, Cu, Fe, Hf, In,
cuma mociae Bakyymuoro otmene- | Ir, Li, Mg, Mn, Mo, Na, Ni,
HUS KaIMUS Pb, Pd, Pt, Rh, Sb, Se, Sn,
Sr, Te, Ti, W, V, Zn u Zr)
ADC AIIT | Coocaxaenus npumeceid ¢ MnO2 | 13 (As, Bi, Cr, Ga, Ge, In, 10°%-10° [61]

Mn, Ni, Pb, Sb, Sn, Te u
Ti)
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[Tponomxenne T a 6 11 1 11 b1 2

Merox Oco6eHHOCTH TPOBONOArOTOBKH Komrectso it erimcox 5 Chin, %
aHaM3a OIpeIeIsIEMBIX ITpUMeceit mac.
ADC JITIT | DkcrpakuuonHoe oTaenenue oc- | 17 (Ag, Al, Ba, Be, Bi, Ca, | 108-10* | [69]
HOBBI XJopekcom (f3, f-mustuio- | Cr, Ir, La, Mg, Mn, Ni, Pb,
BBIM 3(hUpOM) Sc, V, Y u Zr)
DKcTpakIMoHHOE oTeneHue mat- | 25 (Al, Ba, Be, Ca, Co, Cr, | 1078-10° | [70]
puibl tuokTHICYIb(arom u3 nep- | Cu, Fe, Hf, Ir, La, Mg, Mn,
XJIOPATHO-HOAHIHBIX PACTBOPOB Mo, Nb, Ni, P, Pb, Sc, Ti,
T, V,Y, Zn u Zr)
BakyymHas ortromka kammus B | 11 (Ag, Al, Au, Ca, Co, Cr, | 108-10° | [72]
TOKE aproHa Cu, Fe, Mg, Mn u Ni)
KounenTpuposanue npumeceii B | 31 (Ag, Al, Au, Ba, Be, Bi, | 10°-10° | [75]
TOHKOU TUIeHKe cooctBeHHOoro ok- | Ca, Co, Cr, Cu, Fe, Hf, In,
cuaa mocie BakyymHoro otaene- | Ir, La, Mg, Mn, Mo, Nb,
HUS KaIMUS Ni, Pb, Pd, Pt, Sh, Sc, Sn,
Ta, Ti, V, W u Zn)

1.4. Bb1600bt u3 1umepamypnozo o63opa

1. Ilpu cocTtaBieHUH TUTEPATYPHOrO 0030pa 0co00€ BHUMAHUE YAEIHIU chepam
NPUMEHEHHUs U Croco0aM TOMy4YeHUsS KaAMHs Pa3TUYHON CTENeHHW 4ucTOTHI. Llens
3TOr0 — MOJATBEPAUTH aKTyaJIbHOCTh Pa3pabOTKU KOMILIEKCa METOJUK KOJINYECTBEH-
HOTO aHalin3a, CIOCOOHBIX OXapaKTepU30BaTh KaJAMUN U €ro OKCHA 4yucToToi oT 2N
10 7N, Tak KaKk aHATUTUYECKUI KOHTPOJIb () (PEKTUBHOCTU OYUCTKU TTPEKYPCOPOB TSI
MOJTyTIPOBOJHUKOBBIX MaTEPHAJIOB [TOKA HAXOJUTCS HA YPOBHE, HE YJIOBJIETBOPSIOLIEM
COBpeMeHHBIM TpeboBaHusAM. CrieKTpanbHbie MeTOANKH KXA kaamus Takxke HyKaa-
IOTCSl B YCOBEPILIEHCTBOBAHUH.

2. BrIlie mpuBeIeHO 3HAYUTEIHHOE KOJTMUECTBO METOANK aHAIN3a KaIMHUS U €TO0
COCIMHEHHM, KOTOpBIC XapaKTEPU3YIOTCS pPAa3HBIMU AHATUTUYECKUMH BO3MOXKHO-
cTssMu (HaOOp ompeessIeMbIX PUMECe U Tpenenbl oOHapyxeHus). [To pe3yipraTam

JUTEPATypPHOTO MO KOJUYECTBY omnpeaesieMbix npumeceit (30) u npeaenam oOHapy-
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sxenns (107°-107° % mac.) Beienstorcs Be paboThl, B KOTOPBIX I ONpe/IeIeH s TIPHU-
Mecel B KaIMUU B €T0 COSTMHEHUSX UCTIONB3YETCs HanboJIee COBPEMEHHBIM HCTOYHUK
BO30YykAcHHs criekTpoB smuccuu — MCII [54, 57]. Haitnensr 1Be MC MeTOIUKH: C
B030yxaeHreM B MICII u tieromem paspsine [56, 57], HO oHM HE IMOJTHOCTBIO PaCKphI-
BaIOT MOTEHI[MAJI MacC-CIIEKTPATBHOTO METOa (TTOKa3aHa BOZMOXKHOCTB OIPEICICHHUS
auiib 21 nmpumecn).

3. bonpmas gacte metoguk KXA kammus Obuta pazpaboTaHa BO BTOPOM IOJIO-
BuHEe XX Beka, Korja Hanbosiee pacIpOCTPAHEHHBIM UCTOYHUKOM BO30YKICHUS IS
ADC anamu3za sasisuiack JAIIT. B Hacrosmee Bpems pacnpoctpanmiack UCII B kaue-
CTBE HCTOYHHUKA BO30YKICHUS CIICKTPOB YMUCCHHU. DTOT METO/ IEPCIIEKTUBEH JIJIS PY-
TUHHOTO AHAJIIMTUYECKOTO KOHTPOJISI MPOIYKIUU TI0 IIMPOKOMY KPYyTy MpUMeceH, a
JUTSI aHAJTN3a BEICOKOYHCTHIX BEIIECTB YCIICITHO MTPUMEHSIETCS B COUYCTAaHUU MPEABAPH-
TEJIbHBIM KOHIIEHTPUPOBAHUEM MIPUMECEH, OJTHAKO BO3MOKHOCTH aTOMHO-3MHUCCHUOH-
HOTO CHEKTPaJIbHOTO aHaIM3a ¢ BO30OYKICHUEM U3JTyYeHUs B UHAYKTUBHO CBSI3aHHOU
m1a3Me Mpu 0030pHOM aHANIM3E KaAMUs B TUTEPATypE MPAKTHUSCKH HE PEaTN30BaHbI.

4. CHWKEHUE MPEeJIeIoB OOHAPYKEHUS aHAIUTOB CIEKTPAIbHBIMUA METO/IAMHU BO3-
MOKHO TIPH TPEABAPUTEIPHOM KOHIICHTPUPOBaHWM NpuMecei. KoHmeHTpupoBaHue
pUMecel BBIMOJHAIOT HAHECEHHEM PTYTHOTO CJIOS, COOCAXKACHUEM, DKCTPAKIIUEH, C
UCITIOJIb30BAaHUEM MOHOOOMEHHOM CMOJIBI M OT/IETICHUSI OCHOBBI BAKYYMHOW OTTOHKOM.
Huskue mpenens oOHapyeHUS TpUMeEcel TP MHOTO3JIEMEHTHOM aHAJIHM3€e KaJIMHUS
(mo 107° % mac.) obecrieunBaeT METOJ UCKPOBOM Macc-criekrpomerpun 1 MC HMCII
[57]. Meton UMC B HacTosIee BpeMsl HE UCIIOJIb3YETCs, TaK KaK PEerucTparys Macc-
CIIEKTPOB MPOXOIUT HA (DOTOTUIACTUHKH, KOTOPHIC CETOAHS HE BBITYCKAIOTCS, a yCO-
BEPIICHCTBOBATH MPUOOP COBPEMEHHON CUCTEMON PETUCTPAIIMH aHATUTHYECKOTO CHUT-
HaJIa He TPECTaBISICTCS BO3MOKHBIM 10 TEXHUYECKUM IprurnHaM. B pabote [57] Bo3-
MoxHOCcTH MeTtoga MC UCII He pacKpBITHI.

Astopamu [75] npu peanuzanuu kombuaupoanuoit ADC JIIIT meroauku 10-
cturayTs! 110 Ha yposae 107°- 107 % ms 31 npumecn. Mcnons3oBanne MEHAMAITb-

HOI'0 KOJIMYCCTBA PCArCcHTOB II0 OTHOLIICHHUIO K HAaBCCKC 06pa3ua KaaMus I103BOJIACT
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3HAYUTEILHO YMEHBIIUTh BEJIMYMHY KOHTPOJIBHOTO OMbITA U SIBJISETCS BaXKHBIM Ipe-
UMYIIIECTBOM JIAaHHOTO CIOCO0a KOHIIEHTPUPOBAHUSI IPUMECEH.

Ananutnyeckas naboparopusi MHX CO PAH umeeT MHOTOJIETHUN MOJOKUTEIb-
HBIM OTBIT MCIIOJIB30BaHUS JAHHBIX CIIOCOOOB OTIEICHUS OCHOBBI IS KOHIICHTPHUPO-

BaHHA HpHMeCGﬁ C IMOCJICAYIOIIMM CIICKTPAaJIbHBIM OIIPCACIICHUCM.
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IJKCIIEPUMEHTAJIBHASA YACTb
TI'JIABA 2. OPTAHU3AIIUA PABOT C YNCTBIMHA BEHHIECTBAMUA
2.1. Obugue npasuna pabom c YUCMbIMU 8eULECHBAMU

Bce onepartiuu o mpoOGomnoAroToBKe ¢ OJJHOM CTOPOHBI, aTOMHO-IMUCCHOHHBIN U
MacC-CIEKTPaIbHBIM aHAIU3 C APYTOM CTOPOHBI, BBIIOJHSIN B PA3HBIX MTOMEIICHUIX
YTOOBI, UCKIIOYUTh BO3MOKHOCTh KOHTAKTa arpeCCHUBHBIX XMMUYECKHUX BEIIECTB U3
OKpYy>Karolen aTMoc(hepsl U CI0KHOTO aHATUTUYECKOTO 000Dy IOBAHMS.

Jlns mpoBenieHus: MpoOOMOATrOBKH B J1a00paTopuu 000OpYAOBaHO CIENHUATBHOE
MOMEIICHHE, OCHAILICHHOE CUCTEMaMHU (DUIBTPALIMU BO3AYyXa U MPUTOYHO-BBITSKHOM
BEeHTHIISIHEH [76].

XUMUYECKHUE OIEepaly ¢ pacTBOpaMU IMPOBOAMUIN B OOKCE M3 OprcTekiia TUIa
11IIB-20C; BbImapuBaHue pacTBOPOB MPOBOAMINA B TEPMETHYHOM OOKCE M3 OpraHrye-
CKOro cTekiia noj uudpaxpacHoi sammoi 3-C-1 (500 Bt) ¢ perynastopoM HarpsiKeHus

mapku PHO-250-0,5. bokcel coobimarores ¢ armocdepoit uepe3 GuabTPhI.
2.2. Peakmuewvt. Quucmka 600l u KUC10m om npumeceil

[Ipu BBITIOIHEHUH JAUCCEPTANMOHHON PabOTHl UCIOIL30BAM BONY, A30THYIO H
COJISIHYIO KHCJIOTY. KucioTel kBamudukauu oco00il YUCTOTHI (0C.4.) KOMMEPUYECKU
JOCTYIIHBI U cofepxkaT npumecu He Gonee (2-50)-107° % mac. [77, 78]. s noctusxke-
HUS HU3KHUX MPe/Ie]IoB OOHAPYKEHHS TPUMECHBIX 3JIEMEHTOB TIPH aHAIN3€ YHCTHIX U
BBICOKOYHCTHIX BEIIECTB, CIICTyeT MUHUMHU3UPOBAThH COJIEPKAHUE TIPUMECEH B BOJIC H
kucinoTax. Haubonee rppekTuBHO NMpUMEHEHNE OYHCTKU MCIOJIb3yEMbIX PEaKTHBOB
HETOCPEICTBEHHO TIepe/I MPOoIeAypOoi aHam3a. JlomycTHMO UCTIOJIB30BAaHUE BBICOKO-
YUCTBIX PEAKTUBOB, OJJHAKO, 3TO YIKOHOMUYECKH HellesIecoo0pa3Ho, TeM 0osiee 0co00
YHCThIC PEAKTHBBI MMOCTEIIEHHO 3arps3HsroTcs npumecsmu. Astopsl [790, 80, 81, 82]
MpeIararoT MOJABEPraTh KHCIOTHI TOTMOJHUTEILHON OYMCTKE MOCPEICTBOM JTUCTHII-
JSIUW PEaKTUBOB MPU TEMIIEpaTypax HUXKE TeMIepaTyp KuUMeHus. B cTraThax moka-
3aHO, YTO METOJI TUCTUJUISIIINN O€3 KUTICHUS TTO3BOJISIET MOJYYUTh BOJY M KHCIIOTHI C

conepxkanueM npumeceii menee 10°-107 % mac.
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B nanHoi#t pabote 1151 OUMCTKU a30THOM U COJITHOM KUCJIOT METOJIOM JAUCTHUILIIS-
MK 0€3 KUTICHHsI TPUMEHSIIN YCTAHOBKY JUTsl CyOOOIMIepHON JUCTHUIUIAIUNA KUCTIOT
DuoPUR, Milestone. /lenoHn30BaHHYIO0 BOJY IOJIy4ald Ha YCTAHOBKE JJISI OYHUCTKHU
Bozbl Direct Q-3, Millipore.

B xone npoBeeHus uccie10BaHui ObLIN UCITOIb30BaHbl CIEAYIOLIINE PEAKTHUBBI:

- kucnota consiHas oc.4. 20-4, I'OCT 144261-77, Curma Tek;

- KUCIIOTa COJIsIHAs TTocyie cyO0oinepHOM nuCTILIAu ~12 M;

- KucioTa azotHas, oc.4. 27-5, TOCT 11125-84 (u3m. 1), OAO «PeakTusy;

- KUCIIOTa a30THas 1mociie cyo0oisiepHoN AUCTUILISIUU ~14 M;

- BOJIa IGMOHU30BAHHAS C YJIeJIbHBIM CONPOTHUBIIEHHEM >18 MOM/cMm;

- MHOTOYJIEMEHTHbIE  CcTaHAapTHble pactBopel MDOC  dupmbr  «Ckar»
(HoBocubupck):

1. MOC 1: Al, Ca, Cd, Cr, Fe, K, Mg, Mn, Na, P, Zn — 50 mxr/mut, Li — 10 Mxr/mu;

2. MDC 2: B, Bi, Co, Cu, Ga, In, Ni, Ti, V — 50 Mxr/mu;

3. MDC 3: As, Pb, Rb, Sh, Se, Sn, Te — 50 mkr/mi, Ba, Sr — 20 mxr/mia, Ag, Au,
Be — 10 mkr/mi, HQ — 5 mkr/mi;

4. MDC 4: Hf, Mo, Nb, Re, Ta, W, Zn — 50 mMxr/m;

5. M3C 5: Ce, Dy, Er, Eu, Gd, Ho, La, Lu, Nd, Pr, Sc, Sm, Tb, Tm, Y- 50 mxr/mi1, Yb
- 25,0 Mxr/mit;

- pactBOp, coaepxkammii 0,5 Mr/mia SC (KCIOIB30BaJIM B KA4eCTBE BHYTPECHHETO

CTaHIapTa).
2.3. Xumuueckasn nocyoa u ecnomozamenibHoe 000pyo0osanue

Hcnonb3oBanu 1abopaToOpHYIO MOCYly U BCIIOMOTraTeIbHOE 000py10BaHUE:

e Bechl anasmTrueckre AUW?220D Shimadzu;

® BBHITSKHOW IIKA(Q JI MBIThSI IOCY/IBI;

e OOKCHI U3 OPICTEKJa JJisl BhIMIAPUBAHUS PACTBOPOB B aTMocdepe OUUIICHHOTO
yepe3 TkaHb lleTpssiHOBa BO3ayXxa. BOKCHI MOAKIIFOUEHBI K BBITSKHOM BEHTWIIALUUA U
cHa0XeHbl MH(PAKPACHBIMU JIAMITAMH.

e aBTOMaTHYeCKHe A03aTopbl nepeMeHHoro oobema 10-100 mxi, 100-1000 Mk u

1,00-5,00 mu mpomsBojacTBa Jlennunet, Thermo Scientific;
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® [OJUIPONMICHOBbIE HAKOHEUHUKH /1711 aBTOMATUYECKHX J103aTOPOB;

® IIITATUBHI JJIs1 MPOOUPOK;

® repMETHYHBIE OOKCHI U3 OPTCTEKIIA JJI XPaHEHUS! YUCTOU MOCY/IBI;

® Mocyja:

- TIOJIMIPOIMICHOBBIE TMPOOHPKU o0beMoM 15 u 50 MII ¢ 3aKpy4HBAIOIMMECS
KPBIILIIKaMU;

- YaIlIKy KBapIIEBbIE €eMKOCTBIO 2 MII;

- KBapIIEBbIi CTakaH 00beMOM ~1 JI ISl MBIThS ITOCYIBI.
2.4. IToozomoexa nocyosl K anaiusy

OO0paboTKy MOCYIbI U JIeTaJIeH YCTAHOBKH JJI1 BAKYYMHOM OTTOHKH KaJMUS MPO-
BOJIMJIU B MTOMEILIEHUH, CIICHIUAIBHO 000PY/IOBAHHOM JIJIsl pa0OThI C BEIIECTBAMHU BbI-
COKOW YHCTOTBHI.

Y cTaHOBKY 1711 BAKYYMHOW TUCTHIUTALIMY KaJAMUS K UCOJIb30BAHUIO MMOJTOTAB-
JIMBAJIU CIIEYIOMIUM 00Opa3oM. Y JaJisuii BaKYyMHYIO CMa3Ky cO IUTU(OB BaTOM, CMO-
YEHHON STHJIOBBIM CIIUPTOM; PACTBOPSUIM OCTATKM KOHJEHCAaTa KaJIMHS Ha CTEHKax
KBapIIeBOM KaMepbl U KBapIIEBOM MOJICTABKU CMECHIO COJITHOM 1 a30THOM KUCHIOT (3:1)
U TIATEJILHO MPOMBIBAIOT MX JICMOHU30BaHHOM BO0M. Crenyromiuii stamn — oopaboTka
KBaplLEBOW KaMepbl, OJICTABKH COAOU U all€TOHOM JIJIsl CHITUSA MEXaHUYECKUX 3arps3-
HEHHUU M XKupa. 3aTeM MOCyLy NOMEIIAJIA B CTAKaH U 3aJIMBAJIM CMEChIO a30THOM U
coJisiHoM kucinot (1:10), HarpeBaau Ha MIUTKE 1O KUNEHUS U KUIIATAT B TeueHue 1,5 —
2 yacos. [locne oxnaxaeHus CMECh KUCIOT CIMBAIOT, TOCYAY MPOMBIBAIA JEOHU30-
BAHHOM BOJIOM, 3aJIMBAJIM CBEKEHW MOPIMEN JTEMOHU30BAHHOW BOJbI, IOBTOPSIIN TPU-
#7161 [Tocymy cymmnm B 60kce U3 opreTexiia moj nHppakpacHoOM JTaMITOH.

KBaprieBbie yaniku o0padaThlBaIi CUHTETHYECKUMHU MOIOIIUMHU CPEJCTBAMH C
COZIOH, ITPOMBIBAIIA MPOTOYHON BOJOM, 3aTEM IUCTUILUIMPOBAHHOM BOJIOW, MOMEIIATU
B CMECh KOHIIGHTPUPOBAHHBIX a30THOM M COJIsTHOM KucIOT (1:4) mapku oc.4., JOBO-
JIATU 10 KUTICHUSI U KUTIATIWIKA B TeueHue 30 MUHYT B cTakaHe. 3aTeéM CMECh KHUCJIOT
CJIMBAJIM, IPOMBIBAIIA MTOCYAY AUCTUIUIMPOBAHHON BOJIOM M TPUKIbI KUIIATHIIHA B JiE-

HOHM30BAaHHOM BOAEC CO CMEHOM BOJBI ITOCJIC KAXKAO0I'0 NUKJIAa KUITAYCHUA.
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2.5. Hcnonav3zoeannoe ob6opyoosanue

AIC UCII-cnekmpomemp

Pa60Ty BBIITIOJHAJIN C UCIIOJIb30BAHHUCM ATOMHO-OMHUCCUOHHOT'O CIICKTPOMCETpPA C

WHAYKTUBHO cBsizanHOM 1urazmoii ICAP-6500 Duo (Thermo Scientific, CIIHA), mis

BBOJa po0 B MCII npumeHs M CTaHIAapTHYIO PACHBUIUTENBHYIO CUCTEMY U yCTPO-

CTBO IJIA 3JICKTPOTCPMHUYCCKOI'O UCITAPCHUA.

ITpu perucrpanyu CeKTpOB paCTBOPOB MCIIOJIB30BANIN CIECAYIOIINE Y3IIbL:

1.
2.

5.
6.

[TepucTanbTHUECKUI HACOC, BCTPOCHHBIM B KOPITYC CIICKTPOMETPA.
[THeBMaTHYECKMA KOHIIEHTPUYECKHH pacmbumTenb tuna SeaSpray, (Glass
Expansion, Australia), maTepran — 00pOCHIMKaTHOE CTEKIIO.

[{ukinonHast pacmpuiMTeNibHAs kamepa Tuma Tracey (Glass Expansion,
Australia), maTtepuai — 60POCHIMKATHOE CTEKJIO.

Wmxekrop crexnsuubii, @ 2 mm (Glass Expansion, Australia).

I'openka crexknsanas (Glass Expansion, Australia).

AproH BbIcOKOM 9ncTOTHI, TY 6-21-12-94, OAO «CubTexI a3y,

YHpaBJ'IGHI/IC CIICKTPOMCTPOM U o6pa60TKy IICPBUYHBIX JAHHBIX IIPOU3BOJHIIN C

oMol nporpammuoro odecrnieueHust ITEVA. IIporpamMmma mno3BoJisieT NpoBOAUTH

aBTOMATHUYECKOE BBIUMCIECHUE U MOCTPOEHUE T'PaTyHUPOBOUYHBIX (DYHKUIUN, BBITTOJIHE-

HHE U3MEPEHUH C UCTIOJIb30BAaHUEM METO 1a J0OABOK M BHYTPEHHETO CTaHaapTa, oIpe-

ACJICHUC CTATUCTHYCCKUX XaPAKTCPUCTUK U3MEPACMBIX BEJIMYHUH U JIP. OcHOBHBIE pa-

Ooume mapaMeTphl CIIEKTPOMETpa IPUBEACHBI B Ta0. 3.

Taonuma3

OcHoBHbIe MapameTpsl cnekTpomerpa ICAP-6500 Duo

[Tapamerp Pabounii quana3on

MoIHOCTb BBICOKOYACTOTHOTO '€HEPATOPA 750 - 1350 (1150%*) Bt

JTAHUNI

PaGounii auama3oH UIMH BOJIH CHEKTpalbHBIX | 166 - 238 um (1 menn)

195 - 847 um (2 menn)

JleTekTop perucrpanuu CeKkTpa [TonynpoBoaaukoBei, CID

JlaBneHue aproHa B JUHUHU NpOAyBKHM crekTpo- | 0,65 MIla

MeTpa

HaoOmronenue mia3mel PannanbHoe/akcraabHOE
Pexxum ananuza CkopocTh/ TOUHOCTH
BcnomoraTenbHbI OTOK aproHa 0-2(0,5%) n/mMmun
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[Tponomxenne T a6 111 11 b1 3

PacnipuinTenbHbI OTOK aproHa 0-1,5(0,7*) n/mMmun
OxJTaxIar0IKUHA TOTOK aproHa 10 - 20 (12%*) n/mun
[TepucranbTyueckuii Hacoc 4 - KaHAJIbHBIN,

12 - posuKoOBBIiA

CkopocTb Mmojia4u pacTBOpa MpU MPOMBIBKE 3 mi/mMuH*
Bpemst mpombIBKH 10-15c*
CxopocTh oga4u pacTBOpa MpHu aHATU3E 1,5 ma/mun*
[IponoKUTENBHOCTD PETUCTPALIMUA CUTHAIA 1 menb - 15 ¢*
2 mensb - 5 c*

*TIpumeyanue: napaMeTpbl, peKOMEHJOBaHHBIE (PUPMOIA TPOU3BOIUTENIEM CIIEKTPOMETPA.

[Tpu ananmze pactBopoB metogom ADC UCII, uccnexyemslii oOpaser, nogaercs
MEePUCTAIFTUYECKUM HAacOCOM B ITHEBMAaTUYECKUN PaCHbUIUTENb, 00pa30BaHUE adpo-
30JI1 OCYILECTBISIETCS MOTOKOM aproHa, pacxoj] KOTOPOro 3aJaéTcs MAaBJICHHEM Ha
BXO/I€ B pacnbuUinTeb. [10J1ydeHHBIN a3p030J1b, MONAAET B PACTIBUIUTEIBHYIO KAMEPY
[IUKJIOHHOTO THIIa, OCHOBHOE HAa3HAYEHHE KOTOPOU — yJ/ajeHue OOJbIIMX Karelb U3
aspo3soia 10 ux nocrymienus B MCII ropenky. C moMonipr0 paciibuUIMTENS U PACIIBI-
JUTENBHONU KaMephl MOJTYy4YaroT Karid a’po30Jisi, KOTOpble 00eCleunBal0T paBHOMED-
HYIO 3arPy3Ky IUIa3Mbl U MPENITCTBYIOT €€ 3HAYUTEILHOMY OXJIAXKICHUIO.

B UCII npoucxoaut ucnapeHue, aroMu3alys BeecTBa, BO30yxKIeHUE aTOMOB U
nOHOB. B0o30yk/IEHHBIE aTOMBI U MOHBI MUCIYCKAIOT JIEKTPOMATHUTHOE U3JIyYCHHE,
KOTOpOE pasyaraercs B ciekTp u peructpupyercs CID-aerexropom. [lo Bemmumne pe-
TUCTPUPYEMOTO JICTEKTOPOM CHTHAJIa (MHTEHCHUBHOCTD CIICKTPAIbHBIX JTUHUM ) MOYKHO
cAenaTh BBIBOJI O MPHUCYTCTBUHU OIPEIEISEMOro 3JIEMEHTa B aHAJIU3UPYEMOM pac-
TBOpE. OnHuM u3 BaxkHbIX JOCTOMHCTB ADC UCII gaBnsieTcst IMpOKUl TMHAMUYECKHI
JIMAIa30H aHATUTHYSCKOrO0 CUTHANIA (10 6 TOPSAKOB MPH aHAIN3E PEaTbHBIX 00BEK-
TOB).

Yempoiicmeo ona anekmpomepmuueckozo eeooa npoo ¢ HCII

CrangapTHBI CIOCOO BBEJCHUS MPOO B MHIYKTUBHO CBS3AHHYIO IJIA3MYy TPH
ADC UCIT u MC UCII ananu3e 3T0 MHEBMAaTUYECKOE PACTIBUIEHHUE PACTBOPOB. AJlb-
TepHATUBHBIM crioco6om BBoza npod B UCII sBhsieTcs 2MeKTpOTEpMUUYECKOE HCTIape-

Hue (OTU) npo6. Cxema ycTpoiicTBa npuUBEjeHA HA PUC. 2.

42



Puc. 2. Cxema ycrpoiicta qist 9TU. 1- tpyOka ans tpancnopra npoost B UCII;
2 — 3anTHLI T0TOK (Ar); 3 — mpoba; 4 — rpaUTOBBI CTEPKEHD; 5 — rpadUTOBAs MEYb,

6 — xBapiieBast TpyOKa; 7 — OXJIaKAaeMbIe JCPIKATEIH; 8 — TPAHCIIOPTHPYIOIINI MOTOK (Ar).

['pacduroBas neyb HACHTUYHA IO KOHCTPYKLIMH CTAaHAAPTHOM MEYH C MUPOMOKPHI-
tueM 1 ipubopoB DTAAC. DnexkTpruueckuil TOK MojaaBajid Ha MEAHBIE BOJIOOXJIA-
KIAeMble JIepKaTeNH, CTYIIEHYaTy0 IPOrpaMMy HAarpeBa 3aJaBajld, BapbUpys CHILY
TOKa C MOMOIUIbIO IPOrpaMMHOro odecrneuenus. Mccneayemple pacTBOPHI BBOJIMIIMN B
rpaduTOBYIO Ie4Yb ¢ HOMOIIBIO 103aTopa. [Ipu HarpeBaHuu oTBepCTHE sl BBOJA pac-
TBOPOB I'paUTOBOM MEeYU OBLIO 3aKPHITO IrPaUTOBBIM CTEPKHEM IS MPEJOTBpAILLIE-
HUs noTepb aHanuToB. Ipu ncnapenun obpasen nocrynan B MCII ¢ moTokom rasa-
HOCUTEJISI aproHa yepe3 GToporiacToByro TpyOKy JuinHOM 50 ¢cM ¢ BHYTPEHHUM Jua-
METPOM 4 MM.

Peructpanuio ciekTpoB SMHCCHH MTPOBOJNIMN C UCIIOJIB30BAHUEM BTOPOM BXO[-
HOM 1IeNn crieKTpoMeTpa (auamna3on aauH BoiaH 230-847 um). s monydeHus: Koau-
YECTBEHHBIX JaHHBIX MHTEIPUPOBAIIN TJIOAAN MUKOB AHAIUTUYECKUX CUTHAJIOB aHa-
autoB. MucTpymenTanbabie mapamerpbl it ADC UCIIT cnektpomerpa iICAP 6500

Duo u ycrpoiictBa 9TU npencrasnens! B Ta0. 4.

Tabnumaéd
HNucrpymenTtanasnbie napamerpbl ITU ADC UCII
ADC UCTI
Mo1HOCTh BBICOKOYAaCTOTHOTO reHeparopa, Bt 1150
PaGounii 1uanazoH AJUH BOJH CIIEKTPaIbHBIX JTUHUN 230-847 am
Habmronenne mima3Mer aKCHAITbHOE
BcnomorarenbHbIN TOTOK aproHa 0,5 n/mun
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[Tponomxenne T a 6 11 u 11 b1 4

Oxuaxaaromui IOTOK aproHa 12 ni/mMmuH
Bpewmst uaTerpupoBanus (BTOpas meib) 10 ¢
OTU
PacnpuinTenbHbIN TOTOK aproHa 0,8 n/mun
3aluTHBINA MOTOK aproHa 0,6 n/mun
Temneparypa cTaguu CyIIKH 95°C
[IponoIKUTENBHOCTE CTAJIUU CYIIKH 50c
Temneparypa cTaauu MUPOIH3a 910°C
[TpoK0KUTENIBHOCTH CTaANK TTUPOIN3a, CEKYH/T 150
Temneparypa ucnapeHusi aHaJIUTOB 2400°C
[IpoaomKUTENEHOCTD CTAAMH UCTIAPEHUSI aHATUTOB, CEKYH/T 15
MC UCII-cnekmpomemp

Hns nmposenenns MC UCII anann3a nCnoap30Bainl Macc-CIIEKTPOMETP C UHAYK-
TUBHO cBs3anHOM m1azmoit ICAP-Qc (Thermo Fisher Scientific, CILIA).

[Ipu peructpanyu CeKTpOB pacTBOPOB UCIIOIB30BAIIN CIIEAYIOLIUE Y3IIbL:

1. IlepucTtanbTHUECKUil HACOC, BCTPOCHHBIN B KOPITYC CIIEKTPOMETPA.

2. [THeBMaTHYECKHIA KOHIIEHTPUIECKUH pactbutuTels Tua SeaSpray (Glass
Expansion, Australia), matepuan — ¢ roporuiacr.

3. OxnakJaeMyr0 IUKIOHHYIO pachbLIMTeNbHYI0 Kamepy Tracey (Glass
Expansion, Australia), matepuan — kBapil.

4, Wmxexrop kBapiesbiit, @ 2,5 mm (Glass Expansion, Australia).

5. I'openky kBapreByro (Thermo Fisher Scientific, CIIIA).

6. AproH BbICOKOH YUCTOTHI, TY 6-21-12-94, OAO «Cub6TexI"a3».

VYrpaBneHue CrieKTpoMeTpoM U 00padOTKy MEPBUYHBIX JAHHBIX MPOU3BOIAWIH C
MOMOILBIO TTporpamMmmHoro obecnevenus: Qtegra. IlporpamMmma mo3BojisieT MPOBOAUTH
aBTOMATHYECKOE BBIUMCIICHUE U TTOCTPOEHUE TPATyHPOBOYHBIX (DYHKIIUN, BHITIOJIHE-
HUE U3MEPEHUH C UCIIOJIb30BAHUEM METO/1a 100AaBOK M BHYTPEHHETO CTaHAapTa, OIpe-
JIEJICHUE CTATUCTUYECKUX XapaKTEPUCTHK U3MEPSEMbIX BEJIMYUH U JIp. OCHOBHBIE pa-

Ooume mapaMeTphl CIIEKTPOMETPa IPUBEACHBI B Ta0. 5.
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IIpu ananuze pactBopoB metogom MC HCII ucnosib3oBaiM MHEBMATUUYECKOE
pacnbUIeHHE PACTBOPOB — CTAaHAAPTHBIN U HAN0O0JIee 4acTO MPUMEHIEMBIH CITOCOO BBeE-
nenust npo6 B UCII. AHanu3upyemsblil pacTBOp Uyepe3 Kanwuisp MoAaBaiu B pacbLUId-
TE€JIb [IPY TOMOIIY NEPUCTATBTUYECKOT0 Hacoca. [Ipu pacnbuieHnn pacTBOpa NOTOKOM
ra3za oopasyercs a3po30Jib, KOTOPbIM MOCTYIAET B PACIBUINTEIIbHYIO KaMePy HUKIIOH-
HOT'O TUIa. B pacnpuIMTENbHON KaMeEPE MPOUCXOANT OTAECICHUE KPYITHBIX Kallellb pac-
TBOpA, KOTOPbIE MO/ JEUCTBUEM IIEHTPOOEIKHOW CUJIBI MTOMAIal0T HA CTEHKH KaMephl U
yAAIAIOTCS. DTO HeoOxoaumo A yaydieHnus ctadmibHocty MCII, mockonbky Kpyn-
HBIE KaIlJIM MOTYT HE MOJIHOCTBIO HCHAPATHCS B IJ1a3Me. boliee MenKne 4acTUIlbl aapo-
3041 yepe3 uHxekTop nocrynatot B MCII, rae npoucxoaut ucnapeHue, aroMu3amus u

HNOHHM3alIusA HpO6BI.

Tab6numas

OcHoBHbIe MapaMeTpbl ciekTpomerpa iCAP-Qc
ITapameTp Pabouwnii nuanazon
MoIIHOCTh BBICOKOYACTOTHOTO T'eHEPaTOpa 700 - 1600 Bt
Jlnana3zoH perucTpupyeMbIX Mace, a.€.M. 4 -290
JleTekTop perucrpauuu CeKkTpa KBanpynosbHbIil
JlaByieHre aproHa B JMHHUM NPOJYBKU CIIEKTPOMETPA 0,65 MIla
BcenomoraTenbHbII MOTOK aproHa 0,5-1,2 (0,8%) n/mun
PacnislmuTenbHBINA MOTOK aprosa 0,7 -1,2 (1,0%) n/mun
Oxuaxaronui ToTOK aproHa 10 - 20 (14*) n/muH
[IepucranpTyecknii HacOC 4 - xaHaJIbHBIN, 12 - POTMKOBBIH
CxopocTh T0/1auu pacTBOpa MPHU MPOMBIBKE 0,8 ma/mMun*
Bpewms npombIBKH 30 c*
CxopocTb noj1auu pacTBopa Ipyu aHaJIN3e 0,4 ma/mun*
[TpoomKUTETLHOCTh PETUCTPALIMM CUTHAJIA U30TOMA 0,01 cek, 5 ckanoB

* mapaMeTpbl, peKOMEH0BaHHbIE (PUPMOI1 MPOU3BOIUTENEM CIIEKTPOMETPA.

[Ipu monagaHuy B TUIA3MEHHBIN (paKesr 4acTHUIIBI a3p030Jis pacTBOpa MpoOkI Cy-
aTcs 10 TBEPAOTO COCTOSIHUS M HAarpeBaroTCs JI0 MepeBojia B ra3oByro (asy. [locne
ATOTO MPOUCXOUT aTOMHU3AIUS U MOHU3AIMS TIPOOKI. IOHBI 1 HEMOHU3UPOBAHHOE BeE-
IIECTBO MOKUIAIOT IJIa3MEHHBIN (pakell v monajgaroT B 00j1acTh nHTEpdeica, CoCTos-
IIETO W3 HUKEJIEBBIX KOHYCOB C OTBEPCTUSIMU M CUCTEMBI MPOMEXKYTOUHOU nuddepeH-
nuanbHOM oTkauku. [locne mpoxoxaeHus uHTepdeiica naBpieHue cHrkaeTcs a0 10-

100 ITa 1 MOTOK MOHOB MOCTYNAET B BBICOKOBAKYYMHYIO YaCTh MacC-CIIEKTPOMETPA.
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HNutepdeiic obecrieunBaeT TpaHCIOPTUPOBKY HOHOB M3 00J1acTH aTMOC(EpHOTOo
JIaBJICHUS ICTOYHHKA HOHOB B 00J1aCTh BBICOKOT'O BaKyyMa Macc-aHanuzaTtopa. Muarep-
delic mpeactaBisieT co0Oil J1Ba METAUIMYECKUX KOHYyca (caMIuiep M CKUMMED),
HanpasiieHHbIe ocTpusMu B ctopony MCII u umeroniye HeOobIIne OCEBbIE OTBEPCTUS
[83]. [Lmazma HampaBiieHa OT TOPEJIKH K IIEPBOMY KOHYCY — CaMILIEPy TAaKUM 00pa3oM,
YTOOBI IEHTPaAJIbHBIA KaHaJ IJIa3Mbl COBIAAANl C OTBEPCTHEM KOHYyca. J[nameTp 1eH-
TPaJIBLHOTO OTBEPCTUS caMIliepa 00bIYHO cocTaBseT oT 0,5 1o 1 Mm. bonbiias yacte
TeIia OT IJIa3Mbl TIOTJIOMIAETCS CaMIUIEPOM, BCIIECJICTBHE YETO B KOHCTPYKIIUUA Macc-
CIIEKTPOMETPOB c NCII MPETyCMOTPEHO OXJIAJKJICHUE Gbnania,
K KOTOPOMY KPEIUTCSI CaMILIep.

[Tpoiias yuepes oTBEpCTUE CaMILIEPA, TOTOK HOHOB MOMNAIaeT B PACILIMPUTEIBHYIO
KaMepy, KOTopasi HalpsiMylo CBsi3aHa ¢ (OopBaKyyMHBIM HacocoM. B kamepe ra3zoBsiii
NOTOK pacIIupsieTcsl, OXJIaxaaeTcs U pacceuBaercs. [lociae 3T7oro noTok HOHOB Momna-
JlaeT B OTBepCTHE CKUMMepa. Kak npaBuio, CKUMMep MEHBIIIE U OCTPEE, YEM CaMILIED
U IMaMEeTp LEHTPAIBbHOI0 OTBEpCTUs CKUMMepa coctaBiisiet ot 0,4 10 0,7 Mm. OOBIYHO
caMIlIep ¥ CKUMMEP M3TOTABJIMBAIOT U3 HUKEIIS WK TUTaTUHBI [84].

[Tocne mpoxoKAeHHS Yepe3 CKUMMED MOTOK HOHOB MOCTYIAET B HIOHHYIO ONTHKY.
HonHas onTrKa COCTOUT U3 HAOOpa MOHHBIX JIMH3, TPEICTABIISIONINX COOON METaJlIH-
YeCKHE IUCKU C OTBEPCTUSMU WIIH IOJIbIE IUIUHAPHI Pa3IMuHON GOpPMBI U pa3MEpPOB.
OCHOBHBIM Ha3HAYCHHEM HOHHOW ONTHKU ABISETCA (OKYCHPOBKA MOHOB aHAIHMTOB C
IpUJIaHUEM UM KMHETUYECKOW SHEPruH, He0OX0IUMOM i (PUIbTPALIUH 110 MaccaM U
MOCIIEAYIOIETO AETEKTUPOBAHMSI, U yCTPAaHEHHE HEUTPATBLHBIX YaCcTUI] M JOTOHOB.

Wonsl, npomeamme uepe3 uHTepdeiic (caMIuiep 1 CKUMMEp, TUH3a-9KCTPAKTOP),
HaIpaBJISIOTCA Ha ASICKTOP, OTKIOHSIONUN MOTOK HOHOB Ha 90°, mpexae 4emM OHH
nomagaloT B sueiky. JedmekTop obecrneumBaeT yaaleHHWE W3 HOHHOTO ITydKa
HEUTpaabHBIX YacTHll ((POTOHOB U JIp.), BBI3BIBAIOIIMX IMOBBIIIEHUE (POHOBOTO CHUT-
HaJla, 1 HEMOHMU30BAaHHBIX YaCTHII, KOTOPbIE 3arpsA3HsIIN Obl PAcIONIOKEHHBIE 32 Jie-
(IEKTOPOM PIE€MEHTHI HOHHOW OTTHUKH.

[Tocne mpoxoxkaeHus: yepe3 AehIeKTOpP UOHBI MONAAa0T B PeaKIIMOHHO-CTOJIK-

HOBUTENIbHYIO suelky [85]. Slueiika mpeacraBisieT KBaJApyIoJb, B MPOCTPAHCTBO
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MEXy CTEpKHIMHU KOTOPOI'O MOXKET 10/aBaThcs ras (rejinif, BOAOPOM, KUCIOPOA U
T.A.) Ui yAaJeHUs] MEIIAoIUX MOHOB myTeM xumudeckoil peakuuu (CCT pexum)
WIM C UCIOJB30BAHUEM HHEPTHOIO Ta3a B PEXKHUME Pa3ACIICHUs MO KMHETHYECKOU
sreprun (KED). KED — Hanbonee yHUBEpCaNbHBIN peKUM OCHOBAaHHBIN HAa TOM, YTO
3¢ (eKTUBHOE CeYEHHE CTOJKHOBEHUH IMOJMATOMHBIX MOHOB OOJbINE, YEM Yy HOHOB
aHAJIMTOB, IIO3TOMY BEPOATHOCTH CTOJKHOBEHM BbIIIE. 110 3TOM NpUYMHE MOIMATOM-
HBIE MOHBI TEPAIOT OOJIBIIIE SHEPTUU TIPU MPOXOKACHUU Yepe3 sueiky. [locie sueiiku
YCTaHABJIMBAETCS SHEPreTUUECKUM Oapbep, MPEoJoJIeTh KOTOPBIM MOJIMATOMHBIM
MOHAaM C HHU3KOW KMHETHUYECKOM JHepruer 3arpyaHuTensHo. [Ipu nmpaBuibHO momo-
OpanHbIX napameTpax pexuma KED (ckopocTh MOTOKA ra3za 4epe3 siueiiky, MoTeHIal
STYeKN) OHU MPAKTHYECKH TIOJTHOCTBIO 3aJICPIKUBAIOTCS B sSTYCHKE U HE TIOMAIAIOT Ha
macc-nerektop. B cranmaptHoM pexume (STD) voHBI poXoAsT vepes siuelky 0e3
IIPEIISITCTBUM.

3areM, HOHBI (POKYCUPYIOTCS Ha HEOObIIOE OTBEpCcTHE — MU (HepeHINATBHYIO
anepTypy, KoTopas pasfenser 30Hy CPEAHETO U BBICOKOTO Bakyyma. [Ipu mpoxoxne-
HUM AU pepeHnanbHON anepTypbl HOHHBIM My4OK CMEIIAETCs] OTHOCUTENBHO CBOEH
HaYyaJIbHOW TPAEKTOPUU ISl yAaJleHHs BO30YKJIEHHBIX aTOMOB Ta3a, CIoCOOCTBYIO-
IIMX MOBBIIEHHIO ()OHOBOTO CUTHaja MPU HAIyCKe rasa B sueiiky. MUHOBAaB MOHHYIO
OITUKY, NOHBI MONAAAI0T B KBAAPYIOJbHBIM Macc-PuiIbTp (KBaApyIoJib), pa3aessto-
11 MIOHBI B COOTBETCTBUHU C OTHOLIEHUEM MacChl K 3apsiny. MoHbl, mpoueaime yepes
KBaIPYMOJib, TONAAAI0T BO BTOPUYHBIN 3JEKTPOHHBIN yMHOXUTENb (BOY), onHoBpe-
MEHHOM paboTarIMil B ABYX PeKUMax — UMITYJIbCHOM U aHajgoroBoM. BOY renepu-

PYET MEKTPUIECKUN CHUTHAI TIPOTIOPIMOHATIBHBIN HHTEHCHBHOCTH HOHHOTO TOKa [86,

87].
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Ycemanoexa ona eakyymnoit omzonku kaomus

Jlis cHUKEeHMsI TIpesiesioB OOHApYKEHUS MPOBOAUIHN MPOLEAYPY KOHLIEHTPUPOBAHUS

HpHMCCGﬁ B INICHKC OKCHUJ4d KaJIMUs ITYTCM BaKYYMHOﬁ OTTOHKHM OCHOBBEI C HCIIOJIB30-

BaHHMEM CIICITUATTLHON YCTaHOBKH, ITOIPOOHAS CXeMa KOTOPO TPUBEIeHa Ha puC. 3.

2

v

hq

@;— 5

I

—6

Puc. 3. YcranoBka a1 BaKyyMHOU OTTOHKH Kaamusi. | — oOpasen kaamusi,

2 — yrinyOneHue sl TeMIIepaTypHOTo JaT4rKa, 3 — HarpeBaTelb, 4 — KBapieBas Kamepa,

5 — XOJIOAWIIBHUK, 6 — BBIXOJ /I BAKYYMHOT'O Hacoca.
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I'JTABA 3. PABPABOTKA HHCTPYMEHTAJIBHBIX
A9C UCII U MC UCI1 METOIUK AHAJIN3A

B xone HayuHO-MCCnen0BaTeNbCKOM paboThl ObLT pa3padboran komiuieke ADC u
MC kommexkc KXA kaamus u ero okcuza. [Ipu momomu pazpadoTaHHON HHCTPYMEH-
tanbHON ADC UCII meToauku MoeT ObITh OXapaKTepU30BaH oOpa3er KaJaMHUs WU
ero okcuaa unctoroir BN3, MC UCII metoauku — 4N8.

Ocobennocmu A3C HCII-ananuza

[Tpu ananu3e BBICOKOUMCTBIX BELIECTB KpailHe BaXKHO 00€CTIEYNTh MUHUMAJIbHbIE
npesenbl 0OHapyKEHUs! MPUMECHBIX 3NeMeHTOB. [JJocturayts Hu3kux I10, He mpube-
ras K OTACJICHUI0 MATPUYHOTO KOMIIOHEHTAa M KOHILIEHTPUPOBAHUIO MPHUMECEH, BO3-
MO’KHO aHAJIM3UPYS PaCTBOPHI C BBICOKMM COJIEPKaHUEM MaTPUYHOIO KOMIIOHEHTA.

Matpuunbie 3¢ dexTsl npu ucnonbzoBanuu ADC ¢ UCII nposBisOTCS B BUIE
CHEKTPAIbHBIX U HECIIEKTPAJIBHBIX BIMSHUI HA aTOMHBIE U NOHHBIE JIMHUU OIIPEIEIIsI-
eMbIX 2JIeMeHTOB [88].

HCCHGKTD&HBHBIG BIUsHUS. BrIcokue KOHOCHTPAOUHU MAaTPHUYIHOI'O0 3JICMCHTA B

pacTBOpE MOTYT BbI3bIBATh U3MEHEHUE (PU3UUECKUX CBOMCTB pacTBopa (B YaCTHOCTH:
BA3KOCTH, MJIOTHOCTH M TOBEPXHOCTHOTO HATSXKEHHUS), KOJIMYECTBA 3JEKTPOHOB B
mazMe. HecniekrpanbHble HHTEp(PEpEHIMH MOTYT ObITh OJHO3HAYHO BBISIBICHBI MO
M3MEHEHHIO HAaKJIOHA TPalyHpOBOYHOTO rpaduika B MPUCYTCTBUA MATPUIHOTO KOMIIO-
HeHTa. CylIecTByeT HECKOIbKO CIIOCOOOB y4eTa WM KOPPEKTHUPOBKH HECHEKTPaslb-
HBIX BJIMSIHUI. WCIIOJIb30BAaHUE OOpA3IlOB CpPaBHEHUS aJ€KBATHBIX MO MaKpOCOCTABY
npo0e, KOPPEKIHs C ITOMOIIbI0 BHYTPEHHETO CTaHaapTa, MeTox 100aBok [89].

CH@KTD&J'IBHBIC BJIMAHUA. CHGKTp N3JIy4YCHHUA IJ1a3Mbl MHAYKTHBHO CBA3aHHOI'O

pas3psiia OTJIMYaeTCs 3HAYUTENBHO OONBIINM KOJIMYECTBOM aTOMHBIX M HOHHBIX CIIEK-
TpaJIbHBIX JMHUM, YeM HaOJI0JaeTcsl B TPAAUIMOHHBIX JISI aTOMHO-dMUCCUOHHOM
CHEKTPOMETPUH TYTOBBIX U HICKPOBBIX HCTOUHUKAX BO30YXKIeHUs crieKTpoB. M3-3a He-
J0cTaTKa MH(POPMAIIMK O CTIEKTPaIbHBIX JIMHUAX, BO30yxkaaembix B UCII, 3aTpyaus-
eTCsl BBIOOP aHAJTUTUYECKUX JTUHUM I IPUMECHBIX 3JIEMEHTOB. JINHUM aHAJIMTOB 00-

Jagaromuce MaKCHUMaJIbHOM HNHTCHCUBHOCTBIO, COI'VJIACHO CIIPABOYHBIM JAHHBIM, OKCIIC-
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PUMEHTAJILHO HE BCETJIa SBJIAIOTCS ONTUMabHBIMU. [I0aTOMY 11€71I€C000pa3HO MpPOBE-
CTH TPEIBAPUTEIILHOE MCCIIEIOBAaHUE BIUSHUS KOHIIEHTPALMM MATPUYHOTO KOMIIO-
HEHTa Ha UHTEHCUBHOCTH aHAJIUTUYECKOT0 CUTHAJIA MPUMECHBIX 3JIEMEHTOB B IIUPO-
KOM JTHana30He KOHIIEHTPALUH.

Baxxno, 4ToObl Ha CHEKTpalbHbIC JHUHUM, BHIOPAHHBIE B KaueCTBE aHAJIMTUYE-
CKUX, OBIJI0O MUHMMAJIbHOE BIIUSIHAE CO CTOPOHBI KOMIIOHEHTOB MPOOBI, IPU 3TOM OHU
JIOJKHBI YJTOBJIETBOPSTH CIEAYIOIINM TPEOOBAHUSM:

® J10CTaTOYHAs] MHTEHCUBHOCTH (HAWTy4lllee OTHOUIEHUE CUTHAI/IITIYM);
® HauWMeEHbIIas OIMOKa MPU ONPEICTICHUY;
® MUHHUMAJILHBIN YPOBEHB CIIEKTPATbHBIX BIUSHUM.

TpaauLMOHHBIN MOAXOA MPH pa3pabOTKe METOANKHU aHAJIW3a KOHKPETHOTO 00b-
€KTa 3aKJII0YAeTCs B U3YYCHUH BO3ZMOXKHBIX CIIEKTPAIBbHBIX U HECTIEKTPATBHBIX BIIMSI-
HUM, OJIB3YSICh TabMuIamMu crieKTpaabHbIX JuHui [90, 91], cOOCTBEHHBIMU KCIICPH-
MEHTaJIbHBIMH TAHHBIMU U OTIMCAHHBIMU B JINTEPATypPE METOIUKAMHU.

Hcnonvzoeanue anomepHamugnvix cnocod 66e0eHUs 8bICOKOUUCHBIX 00pA3-
yoe ¢ UCII npu amomHuo-Imuccuonnom onpeoeneHuu npumeceil

Ananmm3 BeICOKOYHMCTHIX BemiecTB (BUB) B manHOM ciydae, oOpas3iioB Kajamus,
OOBIYHO TpeOyeT MX MEepeBO/a B PacTBOP, YTO COMPOBOXKJIAETCA pa3daBiIeHUEM 00-
pasia, u, kak ciaencreue yenmueHus [10 [92, 93]. Ananu3upyemsblii pacTBOp BBOIST
B UCII pu moMo1y mMHEBMAaTUYECKOTO PaclblUIeHUs. DTOT CIOCOO — MPOCTOM U YHU-
BepCaJIbHBIN JIJIs1 BBEIEHUs 00pa3ia, 00ecreuynBaroInii BBICOKYIO CTa0OUILHOCTh aHa-
JUTHYECKOTO curHana. CienyeT OTMETUTh HEJAOCTAaTKU MHEBMATHYECKOTO paciblie-
HuUs: HU3Kas 3ddexkTuBHOCTD BBOJA (~2 % oOpasia nonamaer B MCII); HeoOxomu-
MOCTb TIEpeBeICHHUs P00 B pacTBOP; CHUYKCHUE aHATUTUIECKOTO CUTHAJIA M yBEJINYe-
HUEe (DOHOBOTO CUTHAJIA, YTO CBSI3aHO C pa30aBICHUEM; PUCK 3arpsS3HEHUS TPOOKI TIPH
npobornoaroroBke. Bce BhllIenepeyncieHHoe MpU aHajdu3€ BELIECTB BHICOKOW YH-
CTOTBI IPUBOJIUT K YXYIICHHUIO TPEIEIIOB OOHAPYKCHHS.

Ocooennocmu MC HCII ananuza 8vicoKkouucmuix o0pa3yoe
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Ncnons3zoBanue meroga MC ¢ UCII gns onpeaeneHuss IpuMECHOTO COCTaBa BbI-
COKOYHCTBIX BEIIECTB MOJIYUUJIO IIUPOKOE PaCIpOCTpaHeHHe, O1aroiapsi IpeBOCXO-
HbIM AHAJIMTUYECKUM XapaKTEPUCTHUKAM METOJ/Ia: BO3MOXKHOCTH OIHOBPEMEHHOIO
OTIpeIeICHHS OOJBITIOTO KOTMYECTBA 2JIEMEHTOB (0K010 70), IUPOKUi TUHAMUYECKUAN
JIMana3oH KOHLIEHTpaLUi (10 9 MOpsAIKOB BETUYUHBI).

Pa3pemaromas crnocoOHOCTh Macc-CHEKTPOMETpa — BaKHEUIIUN mapamerp,
onpenemsitonuii [10 snementoB. OmHol n3 mpoodieM npu ucnoias3oBannun MC UCIIT
aBisgeTcst dPGEeKT «maMaTu», oOyCIOBICHHBIN 3arps3HEHUEM MaTepuaioM oOpasia
CHCTEMBI BBOJIa MpoO M AeTaniell yCTpoilcTB 0TOOpa M MOHHOM onTUKU. CHIKEHUE
3TOro 3(pPexra nocturaercs pazdaBiIeHUEM MPOOBI U MPEABAPUTEILHON OUYUCTKON KO-
HYCOB (camIuiepa u ckummepa) [94].

BriCOKMM ypOBHEM HECHEKTPATbHBIX BIUSHUMN U 3(HPEKTOM «T1aMsITH» OOBICHS-
eTCsl BEIHYKICHHOE UCTIOIb30BaHKe Oojiee pa30aBIeHHBIX PacTBOPOB (C colepKaHueM
matpuanoro kommnonenta 0,05 — 0,1 %) no cpaBuenuto ¢ metogoM ADC HCII (momy-
CTHMO cojiepxkanne Matpullsl 1 —5 %). Kpome atoro, 6osbiive rpafueHThl INIOTHOCTH
U TeMIEpaTyphl I1a3Mbl B 0071acTH GOPMUPOBAHUS TIA3MEHHOTO My4YKa MaccC-CIeK-
TPOMETpA SBJISIOTCS MPUUMHON 00pa30BaHUs MOJIEKYIISIPHBIX, IBYX3apsAIHBIX U MOJH-
aTOMHBIX HOHOB [95], Takke He ciieayeT 3a0bIBaTh O HECTIEKTPAIBHBIX MOMEXaX CO
CTOPOHBI MATPUYHBIX 3JIEMEHTOB P00kl [96]. Ocoboe BHUMAaHUE CIIEAYET yACIITh YH-
CTOTE UCIOJIb3YEMBIX PEAKTUBOB, PACTBOPUTEIIEH M OKPYKAIOLIEr0 BO3AyXa.

[Tpu pazpadborke MC UCII meTtoanky aHanu3a KagMus ObLUTH H3y4YCHBI JINTEPa-
TypHble ganHble o MC HCII ananusy noaoO6HbIX 00bekTOB. HeoOxoaumo yaenurhb
BHUMaHHE ONTUMH3AIMKN TIEPBUYHBIX omnepainroHHbix napametpoB MCII (ckopocThb
TpaHCHIOPTUPYIOIIEro ToToka aprona, MomHocth HCII, rmybmna mnpobooTOOopa
11a3Mbl, Harpy3Ka Iuia3Mbl apaMu BOJIbl), TaK KaK M3MEHEHUE JIaHHBIX MapaMeTpoOB
MPUBOJUT K 3HAYUTEIbHBIM BapUalllsiM UHTEHCUBHOCTH CUTHAJIOB AaTOMHBIX U MOJIE-
KYJISIPHBIX MOHOB U BIIUSET HA TIPEIEIbl OOHAPYKEHUS aHAIIMTOB, CTETICHD TIPOSBIICHUS

CIIEKTPAJIbHBIX M HECTICKTPAIBHBIX MATPUUYHBIX Tomex [97].
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3.1. Pazpabomka memoouxu AIC UCII ananuza kaomusa u e2o okcuoa

3.1.1. Ilpoyedypa ananuza

HaBecku mMeTammyeckoro KaaMus Wik ero okcuaa maccoit ~ 500 mr, B ciydae
METaJUTMYECKOT0 KaJIMHsI TIOBEPXHOCTh oOpasia ounmanu tpasieHuem 0,25 M azor-
HOM KHUCJIOTOM (OUUILIEHHOW CyOOOMIIEpHON TUCTUIUISIIUEH ), TPUAK B IPOMBIBAIIH Jie-
MOHU30BaHHOM BOJOW U BBHICYIIMBAIN B YUCTOM OOKCE U3 OPraHMYECKOTO CTEKJIa MO
HK-namroit. Jlanee mpoObl TOMEIIAIu B OTHOPA30BbIC TTOJIUIIPOTHIICHOBBIE POOUPKH
u pactBopsui B 2 My KoHIl. HNOs. Tlonmydennbie pactBopbl pazbasisiiu ~ 0.25 M
HNOj3 Tak, uToObI cofepxanue kaamus 6110 20 /71, ¥ BBOAUIN B KAUECTBE BHYTPEH-
Hero ctanaapra 50 MK pacTBopa ckaHaus ¢ KoHueHtpauuei 0,5 mr/mi. [lapamiensHo
yepe3 BCE CTaJIMU MOJITOTOBKHU MPOOBI TPOBOIUIN KOHTPOJIbHBIN ONBIT. JlJ1s JOoCcTHMKe-
HUS HY’KHOUM BOCIIPOM3BOIUMOCTH HCIIOIb30BAIIN PE3YNIbTATHI, IOJTYYEHHBIE U3 3-X Ma-
pajieTbHBIX HABECOK.

Perucrpanuio criekTpoB noiaydeHHbIX pacTBopoB nposoauiiv Ha ADC UCII criek-
Tpomerpe. [[ns monydeHus aHAJTUTUYECKUX CUTHAJIOB HMCIHOJB30BAIM aKCHUAJIbHOE
HaOro1eHue ia3Mel [98], pesxuM «TOYHOCTEY (BBIMOIHACTCS KaXK0€ MapajlieIbHOS
M3MEpPEeHHE CHayaja Ha OJIHOM IeNid, 3aTeM Ha JPYrou Iieliv) U PeKOMEHIOBaHHbIE
IIPOM3BOIUTEIIEM IMapaMeTphbl CheMKH (Tadil. 3), KpoMe TeX, KOTOPbIe ObLIH ONTHMH-
3UPOBAHBI TPU BBHIMOJTHEHUH HCCIEIOBATEIHCKON PabOThI. 371eCh U Jajiee B KaKIOM
HKCIIEPUMEHTE PETUCTPUPOBAIIA CIEKTPBI PACTBOPOB JIsSl MOCTPOEHHUS IPATyHpOBOY-
HBIX TpadUKOB, PACTBOPAa KOHTPOJIHHOTO OMBITA U PacTBOPHI Mpod. CHeKTphl peru-
CTPUPOBAIIU M 00pabaThIBaIM C MMOMOIILIO IpOrpaMMHOTro ooecreueHus i TEVA.

3.1.2. Bvibop ananumuyeckux aunui

Br16op aHANMUTHYECKUX JTUHUN OTMPEACNIIEMbIX JI€MEHTOB-TIPUMECE — BasKHBIN
sTan pa3pabOTKH METOJMKH KOJUYECTBEHHOTo xumudeckoro ananusa (KXA). Ipu-
CyTCTBUE MaTpu4HOro 3neMenta B pactBope npu ADC MCII BnusieT Ha UHTEHCHUB-
HOCTh CIIEKTPaJIbHBIX JHHHUK U TapaMeTphl T1a3Mbl B 1iesiom [88].

s BpIOOpa aHAIMTUYECKUX JIMHUM, CBOOOIHBIX WM TOJBEPKEHHBIX MHHU-
MaJbHOMY BIIUSTHHIO CO CTOPOHBI MATPUYHOTO KOMIIOHEHTA PETUCTPUPOBAIH MOTHBINA

CHEKTpP pacTBoOpa, coaepskaiiero 30 Mr/mi1 KaaMusi, 1 pacTBOP C TEM K€ KOJIUYECTBOM
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MaTPUYHOTO KOMIIOHEHTAa U J100aBKOM 35eMeHTOoB npumeceit 0,2 Mxr/mut. [IpuHumas
BO BHUMaHHE BCE OCOOCHHOCTH MPO(UIIS CTIEKTpa KaJAMHUsL, ObUTH BEIOPAHBI TIUHUU JIS
53-X D3JeMEHTOB M3 56 wuccleq0BaHHBIX. BbIOpaHHbIE aHAIUTHYECKUE JIMHHUH
u tun Juanii npenacrasiedsl B [IPUJIOXKEHUU 1. Takke Obuti BBIOpaHbI CEKTPAIb-
HbIC IMHUU SC (BHYTPEHHUH cTaHAapT). M3-3a MHTEHCUBHBIX CIIEKTPAIBHBIX HAJIOXKE-
HUI CO CTOPOHBI KaJMHus BbIOpaTh aHamutuaeckue tuaud Ho, Nd u Tm mimsas KXA He
yAQJIOCh.

3.1.3. Bvibop onmumanvHou KOHYeRmpayuu KaOMus u cnocooa nocmpoenust 2pa-
O0YUPOBOUHBIX 3A8UCUMOCTELL

[Tpu BEIOOpE KOHLIEHTPAIMU OCHOBBI HEOOXOIMMO 00€CTIEUNTh ONITUMAJIBHBIN KO-
s dunrieHT pazdapiieHust MPoObI, TPU KOTOPOM HAOJIOIAI0TCSI MUHUMAJIBLHBIE CIICK-
TpaJIbHBIC BIUSHUS CO CTOPOHBI Kaamusl. [[71s OEHKU BIMSHUS KOHIICHTPAIIUU MaT-
PUYHOTO KOMIIOHEHTa Ha aHanuTuueckue curHajibl (AC) mpUMECHBIX 3JIEMEHTOB TO-
TOBHJIM PAacTBOPHI, coaepkariue no6asku MOC 1, 2, 3, 4 u 5 ¢ KOHIIEHTpaIlueH Kax-
noro 3iementa 0,2 MKr/mit, B Kotopsie BBoAwIM oT 1 10 100 1/1 kxagmus (puc. 4).

JI71st moCcTpoeHMs 3aBUCUMOCTH TIOJIb30BAIUCH CIIEAYIONICH GpopMyion st pac-
yeta: lac = lcd+nosaska = Icd, THE lcd+no6anka — MTHTEHCUBHOCTh CUTHAJIA TIPU PETUCTpaIlUU
CIIEKTPOB PacTBOpa, cojepskaiiero kaaMuii u 0,2 MKr/MJi1 100aBKH MHOTO3JIEMEHTHOTO
CTaHJapTHOTO PacTBOPa; lcg — MHTEHCUBHOCTh CUTHAA MPU PETUCTPAIIMU CIIEKTPOB
pacTBOpa, COJEPHKAIIETO CTOJIBKO e KaJMHMsI, YTO M pacTBOp ¢ mobaBkoi. Ha puc. 4
Npe/CTaBICHA 3aBUCMOCTh HHTEHCUBHOCTH aHAJTMTHYECKOTO CUTHaJIa aHATUTOB (1ac)
OT COACpKaHUs KaJMHsI B pacTBOPE.

N3 pucyHka BUJIHO, UTO MPHU CojJiepKaHuu kKaamus 6osee 20 1/71 UHTEHCUBHOCTD
AHATMTHYECKUX CUTHAJIOB aHAJIUTOB 3HAYUTEIBHO CHIKAETCA. DTO MOXKET OBITh 00h-
SICHEHO 00IIMM BO3pacTaHreM (oHa BOHM3U aHATUTHYCCKON JIMHUM MPU YBEITUUCHHH
KOHIICHTpAIMu Kaamusi B pactBope. CieryeT OTMETUTh, YTO U3yYEHUE 3aBHCHUMOCTU
|Ac OT KOHIIEHTpauK KaaAMHsI B paCTBOPE HEIOCTATOYHO, TaK Kak BenuunHy [10 pac-
CUHMTBIBAIOT, UCXOJ W3 TOTO, YTOOBI BeNMMUYMHA loc ObUTa Kak MUHUMYM B TPH pasa

Oonbiue Gaykryaruil GoHa.
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I pc. UM/c ©Co 238,802
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=+Mi 231,604

<-Pb 220,353

[ #5n 189,989

0.9

0.7

0.5

0‘3 I 1 L I L I I L L ]
0 10 20 30 40 50 60 70 80 90 100

Konnentpamua Cd, r/n

Puc. 4. 3aBucumocTb |AC IIPUMECHBIX 2JICMCHTOB OT KOHUOCHTpAMU KaAMUS B paCTBOPC.

[ToaToMy HEOOXOAMMO M3YyUUTh U3MEHEHUE |oc IO OTHOIICHHIO K (IYKTYyaIHsIM
(¢oHa OT KOHLIEHTpALIMKU KaAMuUs B pacTBope. JJisi MOCTPOCHUST 3aBUCKMOCTHU TIOJIh30-
Bach cienyromiei GopMysoit: Iac = (Icdrnosaska - 1cd)/Sw, TIE lcdinosaska — AHTCHCHB-
HOCTh CHUTHaJIa TIPU PETUCTpAIMU CIIEKTPOB pacTBOpa, cojepxkaiiero kaamuii u 0,2
MKT/MJI 100aBKU MHOTOA3JIEMEHTHOIO CTAHJAPTHOTO PacTBopa; lcg — MHTEHCUBHOCTH
CUTHAJIa MPU PETUCTPALUU CIIEKTPOB PACTBOPA, COAECPKAIIETO CTOIBKO KE KaJIMHUs,
YTO U PACTBOP C T00ABKON; S¢ — CpEHEKBAAPATUIHOE OTKJIOHEHHE CUTHAJA MIPHU pe-

TUCTpAIlMU CIIEKTPOB PacTBOpPa, COJIEpIKAIIETo ke kKaaMuid (piykryannu ¢oHa).

1,/S

6 r

#5n 189,989
<Pb 220,353
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©Co 238,892

1 5 10 20 30 40 350 60 70 80 90 100
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Puc. 5. 3aBucumocts oTHoMIEeHNS |Ac/So» OT KOHIIEHTpALUK KaJMUs B PacTBOPE.
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Ha puc 5. npencraBiieHa 3aBUCUMOCTb OTHOILLIEHUSI MHTEHCUBHOCTH aHAJIUTUYe-
CKOTO cUTHaJa K ctanaapTHoMy oTkioHeHHIo (CKO) curaana dona (Iac/Se) oT KOH-
LEHTpaI Kaamus B pacTBope. i ya100cTBa CONOCTaBICHUS U3MEHEHUS BETUYMHBI
lac/So miia anamuTHueckux juHuN (AJI), 00aKar0IKX a3 InMIHOW HHTEHCUBHOCTHIO,
3Ha4eHUs |ac/Se HOpMUpOBaK Ha cOOTBEeTCTBYMOMIEe 3HaUeHUe OTHOMEHHS (Iac/So)1
JUTSL KOHIIEHTpaluu Kaamus B pactBope 1 r/n. U3 puc. 4 BuAHO, 4TO B JUana3oHe KOH-
neHTpamuii kaamus ot 1 1o 20 r/7 BAUsSHUE OCHOBBI HE3HAYNTENBHO; MPU KOHIICHTPa-
1 kaamust 30 /11 u 6oitee BenmuuuHa laoc/Se 3aMETHO CHHMYKACTCS, YTO IIPUBOIUT yBE-
anuaenuto ypoBHs [10. Mcxonas u3 aToro, KoHIeHTpauio kaamMus 20 1/11 MpUHSIINA Kak
ONTUMaJIbHO-KOMIIPOMUCCHYIO.

W3yyanu BiausiHUE KaaMusl Ha BETUYUHBI KOIPPHUIIMEHTOB YyBCTBUTEIBHOCTH
JUISl TPalyipOBOYHBIX Ipa)KOB aTOMHBIX M MOHHBIX JTUHUN. B kauecTBe mpuMepa Ha
puc. 6 TpencTaBIeHbl T'PAaJyUPOBOYHBIE 3aBUCHUMOCTH JJII aTOMHOM JHMHUU Sn

(189,989 um (1)) u nonno# smauu Ni (231,604 um (I1)).

I, Umiv/c
4000 r

3000
2000

1000

0 0.1 0.2 0.3 04 0.5 0.6
KonmeHTparmisa, MKr/Mia

Puc. 6. 3aBucuMocTh BeMUUMHBI KOOPPUIIMEHTA YYBCTBUTEIBHOCTH OT KOHLEHTPALlMU KaaMUs B
pactBope: TpaayupoBounbie 3aBucumocts st Ni 231,604 um (11) (a),
rpaJyHpoBOYHbIC 3aBHcHMOCTH 1715 SN 189,989 um (1) (6).

Konnenpanus kagmus B pacteope, 1/im: 1 — 1,0, 2 — 20, 3 — 60.

BunnHo, 4To mpu yBeNTWUEHUH COJEP>KaHUS KaJIMUS B paCTBOPE, MEHAETCS HAKJIOH
rpaayrupoOBOYHOTO Tpaduka, a, CleoBaTeIbHO, CHIDKAETCS KOA(D(UIIMEHT YyBCTBU-
TEJIBbHOCTH: MPU KOHUEHTpauu kaamus 20 1/1 u3MeHeHue coctanisieT meHee 15 %.

N3BecTHO, uTO MOJ00HOE CHMKEHHE KOAP(PUIIUEHTAa YyBCTBUTEIHLHOCTH BCIIECICTBHE
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BJIMSIHUS MATPUYHOI'O 3JICMCHTA MOXKET OBITH CKOPPCKTHUPOBAHO C IIOMOIIIBIO BHYTPCH-

Hero craHgapta. Ha puc. 7 mpexacraBneHbl yyacTku crnekTpoB misa AJl (am): Ni

(231,604), Sn (189,989) u Sc (180,060).

(@

L1

/]
Puc. 7. Yder BOUsHUS MaTPUYHOIO KOMIIOHEHTA C IOMOIIIBIO BHYTpeHHero ctanaapta: (a) — Ni

231,604 um (1), (6) — Sn 189,989 um (I1), (B) — Sc 180.060 uM; 1 — mpoduib criekTpa pacTBopa, co-
nepxkariero 20 /11 KaaMus.

Ha puc. 7 npuBeaeHs! npoduiivi CIEKTPOB SMUCCUH BOAHBIX PACTBOPOB, COZIEP-
xamux 106aBky MOC. TIpoduis crekrpa (1) cOOTBETCTBYET pacTBOpPY, COJAEpIKa-
miemy 20 r/in kagMusa. MOKHO OTMETUTh o01iee Bo3pactanue (oHa, YTO MPUBOJUT K
YAaCTUYHOMY CHM)KCHHIO MHTEHCUBHOCTH AHAIIMTUYECKOIO CUTHaIa npumecen. s
JIMHUI BHYTPEHHETo cTanaaprta (ckaHaus) B npucytcTBru 20 I/11 KaIMHs B pacTBOpE
HaOJII0AaeTCsl TPOMOPLIMOHATIBHOE CHMYKEHUE MHTEHCUBHOCTH, YTO MO3BOJISIET CKOP-
PEKTHPOBATh NHTEHCUBHOCTh AJI 3JIEMEHTOB M MATEMATHYECKH YUECTh HECIIEKTPaJlb-
HbI€ BJIMSIHUS CO CTOPOHBI MaTPHULIBI.

3.1.4. Hccneoosanue 6nusiHus UHCMPYMEHMAIbHbIX NAPAMEmpO8 HA UHMEHCUB-
HOCMU QHATUMUYECKUX CUSHATIO8 JJIeMeHmMOo8-npumeceli

CrerneHb BAUSHUS MOITHOCTH MJIa3Mbl HA UHTEHCUBHOCTD CIEKTPATIbHBIX JIMHUN
3aBHCHUT OT CBOWMCTB JIMHUI — 3HEPTUU BO30YKICHHS JIsl aTOMHBIX JIUHUM U cyMMap-
HOM SHEPrHY HOHHU3ALUH U BO30OYKIeHHs sl HOHHBIX JuHUE Es [99]. Inst nocToBep-
HOTO OOHAPYKEHUSI MPUMECHBIX 3JIEMEHTOB, COJIEPKAIIUXCS B MPOOE B CIEIOBBIX KO-
JMYECTBAX, MOIIHOCTb IJIa3Mbl JOJDKHA OBITh TAKOW, YTOOBI OTHOILIEHUS! HHTEHCHUBHO-
CTEel CUTHAJIa aHATTMTUYECKUX JIMHUN |ac K QuykTyanusm ¢poHa S ObUIM MaKCUMab-

HbIMU.

56



Bnusinne moniHocTr Ha UHTEHCUBHOCTH AJI n3yvanu B untepsaie 750 - 1350 Bt
c marom B 100 BT npu notoke aprona uepe3 pacnbuiurens 0,7 i1/muH. B xoxe skcme-
PUMEHTa PETUCTPUPOBATIU CHEKTPHl PACTBOPOB, cozepkauux 20 /1 KaaMus U J10-
0aBKy aneMeHToB-TipuMeceit ¢ konuentpauue 0,2 mxr/mi. IIpu BeiOOpe onTuMaib-
HOW MOIIHOCTH IUIa3Mbl IPUHUMAJIA BO BHUMAHUE BeIMUMHY Ey = Ego5. + Euon pac-
cuntannyto 1 kaxaoi AJl (ITIPUJIOXEHME 1). Ha puc. 8 npejicraBiieHbl 3aBUCH-
MOCTH OTHOMIEHHUS | oc/Se OT MOIITHOCTH T1a3MBI 1t aTOMHBIX AJ] ¢ cyMMapHOii 2HEp-
rueit MmeHee 4,5 3B B npucyTcTBuM Kaamus. s yano0cTBa BeUMIuHbI |oc/Se HOpMHE-

POBaHbI Ha COOTBETCTBYIOIINE 3HAYEHUS OTHOLIEHUH I MOIIHOCTH I1a3mel 750 Br.

IE/I?J'G
31 OAg 338,289 <Al 396,152
3 F A-Na 588,995 XK 766,490
2+ /g O-Rb 780,023 % Pb 216,999
'//X\ A\
1 \
Y A \._

750 850 950 1050 1150 1250 1350
MoimxocTs, BT

Puc. 8.3aBHCHUMOCTb OTHOIIEHNSI MHTEHCUBHOCTH aHAJIMTUYECKOIO CUTHAJIA IIPUMECHBIX JIEMEH-
TOB K CTaH/IapPTHOMY OTKJIOHEHHIO (DOHA OT MOIIHOCTH IUIa3Mbl AJis aTOMHBIX AJl ¢ cymmapHoii

sHeprueit menee 4.5 7B.
W3 puc. 8 BuaHO, uTo oTHOMmIEHUE |Ac/Se MakcHMaIbHO MpU MOIIHOCTH 850 BT.
Jiis AJI ¢ cymmapHoii sueprueii 6ostee 4,5 3B makcumanbHoe 3HaueHne lac/Se qoctu-
raetcs mpu MOIIHOCTH mia3Mbl 1050 Bt (cMm. puc. 9).
Hnst ontenku 110 mipu u3mMepeHusIx UCIob30BaJIM BEIOpAHHBIC 3HAYEHUST MOIITHO-
ctu: 850 BT st aTOMHBIX JIMHKUM ¢ cyMMapHOi sHepruei menee 4,5 3B, 1050 Bt —

U1 ocTanbHBIX AJL.

S



I,/T;50 o Be 234,861

7 . % Bi 223,061
6 L O Se 203,985
s | \ -Si 251,611
JAX % Cu 324,754
T A
é‘ / #Mn 250,373
3 L II|
/ [lL_| é A-Zn 206,200
2t (/4 '
1 M’kﬁ:-—-—— e q_%f ) f& - é
0 + - t T "
750 850 950 1050 1150 1250 1350

MoimxocTs, BT

Puc. 9. 3aBucUMOCTb OTHOIICHHSI MHTEHCUBHOCTH aHATIMTUYECKOTO CUTHAIA
IMPHUMECHBIX 3JICMCHTOB K CTAHAAPTHOMY OTKJIOHCHHUIO (1)OHa OT MOIITHOCTH I1JIa3Mbl
st AJl ¢ cymmapHoii aHeprueii 6omee 4,5 3B.

Pacxonm aprona depes pacubsuuTeNbh BapbupoBaau B uHTepBasie 0,5 — 1,2 n/mun
npu MotHOCTH 1a3Mbl 1150 Br. [1ist GonbiinHCTBa HOHHBIX UM aTOMHBIX AJI He3aBU-
CUMO OT JHEPreTHYECCKUX XapaKTEPUCTHK, MAaKCUMyM WHTEHCHBHOCTH HAOJFOIAJICS
npu pacxoje aprona 0,7 m/mun (puc. 10). JlanpHeimme n3MepeHns MpOBOIWIIHN, HC-

IMOJIb3Ys CKOPOCTD PACIIBIIMTCIBHOI'O IIOTOKA 0,7 JI/MUH.

I, UMI/c
25 ¢
20
= 56 7
o 4 é,//A
b g
0.5 f >i< E
X
1
0.0 L 1 1 1 1 1 ]
05 06 07 08 09 10 LI 12 13

CKOpOCTH TTOTOKA, JI/MUH

Puc. 10. 3aBUCMMOCTh HHTEHCUBHOCTH aHAJTUTUYECKOTO CUTHAJIA IPUMECHBIX 3JIEMEHTOB
OT pacxo/a aprosa uyepes pacusuiutelnb: 1 — Mn 259,373 um (1), 2 — Ti 323,452 uwm (1I),
3—Ag 328,089 um (1), 4 — Sb 217,581 um (I), 5 —V 309,311 um (I1), 6 — B 249,773 uwm (1),
7 —Mg 280,270 am (II).

3.1.5. Oyenxa mempono2uyeckux XxapaKxmepucmux Memoouxu
Jlns orieHkH mpeneaoB ooHapyxenus npumeceid (Cpin) HCIOIB30BaIN 3S-KpHTE-

puii: Cpin = 3 So, rie Sp.— CKO koHIIeHTpaliy aHaIuTa B KOHTPoIbHOM ormbite [100].
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Benuunny So paccuntsiBany u3 10-12 3HaueHN KOHIICHTPAIIMH aHAIUTA B KOHTPOJIb-
HOM OIIBITE, KOTOPBIN TTOJIHOCTHIO TTOBTOPSUT MIPOIIETYPY TPOOOTOATOTOBKY U aHATTN3a
C MCIIOIb30BaHUEM KaaMus 9ucToToi SN, nMeromerocst B HaleM pacrnopsbkeHnu. Pe-
3yJIbTaThl OIIEHKH MPEJETIOB OOHAPYKEHUS MPEeACTaBICHBI B Ta0a. 6. 3mech u majee

BCE PE3YNBTATHI OYIyT MPECTABICHBI B IIEPECUETE HAa HABECKY MPOOHI.
Taonumab

IMpenennt o0Hapy:keHust npuMeceid HHcTpyMeHTaIbHOH ADC UCII MeToaukmn aHaIu3a

KaJaMHusl ¥ ero okcuaa, % mac.

ONeMEHT-IPUMECh DeMeHT- DieMeHT-
Cmin Cmin Cmin
HpI/IMeCB HpI/IMeCB

Ag 2:10° Gd 1-10°® Re 3-10°°
Al 3-10°° Hf 5-10°° Sb 3-10°°
As 6-10°5 Hg 7-107° Se 1-10°°
Au 1-10° In 3-10° Si 1-10°°
B 1-10°° K 1-10°° Sm 1-10°°
Ba 41077 La 41077 Sn 1-10°°
Be 7-1077 Li 51077 Sr 3-1077
Bi 5-10°° Lu 1-10°7 Ta 1-10°°
Ca 9-10~7 Mg 21077 Tb 1-10°°
Ce 2-107° Mn 7-1077 Te 1-107*
Co 1-10° Mo 7-10°° Ti 2-10°°
Cr 3-10°° Na 1-10°° V 6-10~7
Cu 31077 Nb 21077 w 2-107°
Dy 3-107 Ni 4-10°° Y 3-107
Er 41077 P 21078 Yb 2-1077
Eu 3-1077 Pb 2:107° Zn 51077
Fe 1-10°° Pr 1-10°® Zr 31077
Ga 4107 Rb 4-107° - -

Jlns1 mpoBepKHU MPaBHIIBHOCTH pa3pabOTaHHONW METOJIUKHU MPOBOIUIN SKCIEPH-
MEHT «BBEJCHO-HaleH0». UTOOBI OIICHUTH JOCTOBEPHOCTH OMPEICICHUS aHAIUTOB,
ITO KOTOPBIX HAXOASTCSA B IMANIA30HE OT 210" mo 6-:10°° % mac., BBOIMIN MIPUMECH C
xoHneHTpamuii 1-10° % mac., naHHas KoHUeHTpauus cocrapiseT ~ 2xI10 BepxHeit
rpaHuIlbl paccmaTpuBaeMoro mHaTepBaia I10. [[nsg mpuroroBiaeHUs oOpas3IoB C BBe-
JEHHBIMH TIPUMECSIMH K TpodaM J00aBIIsJId HM3BECTHOE KOJMYECTBO TPUMECEH

u3 pactBopoB MOC. Pe3ynbTaThl 3KCrIieprMeHTa MPUBEICHBI B TA0JI. 7.
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Taonuma7

Pe3yJII>TaTbI onbITa ((BBeIIeHO-HaﬁHeHO)) AJIsI METOAUKU

aHaJM3a KaaMmus u ero okcuaa (n=7, P=0,95), % mac.

On-T Beeneno Haiineno Sy OI-T BBeneno | Haiineno Sy

Al 1,0-10°° (1,0+£0,2)-10° 0,20 | Mg 1,0010° | (1,24£0,2)-10°° 0,17
As 1,0-10°° (8,9+1,6)-10°° 0,18 | Mn 1,0010° | (1,0£0,2)-10°° 0,20
Ba 4,0-10°° (5,0+1,2)-10°° 0,24 | Mo 1,0-10° | (1,2£0,3)-10°° 0,25
Be 4,0-10° (3,8+0,7)-10°° 0,18 |Nb 1,0-10° | (9,5+1,2)-10°° 0,13
Ca 1,0-10° (1,0£0,1)-10° 0,10 | Ni 1,0-10° | (1,3+0,3)-10° 0,23
Cr 1,0-10° (1,0+£0,2)-10™ 020 |P 1,0-10° | (1,0£0,2)-10° 0,20
Cu 1,0-10° (1,1£0,2)-10™° 0,18 |Pr 1,0-10° | (1,1+0,2)-10° 0,18
Dy 1,0-10° (1,0£0,2)-10° 0,20 |Re 1,0-10° | (1,1+0,3)-10° 0,27
Er 1,0-10° (1,3+£0,3)-10™ 0,23 |Sh 1,0-10° | (1,2£0,3)-10° 0,25
Eu 1,0-10° (1,2+0,2)-107° 0,17 |[Sr 4,0-10° | (3,9£0,5)-10°° 0,26
Ga 1,0-10° (1,0+£0,2)-107 020 |Ti 1,0-10° | (1,1£0,2)-10° 0,18
Gd 1,0-10° (1,1£0,2)-10° 0,18 |V 1,0-10° | (1,0£0,2):10°° 0,20
Hf 1,0:10°° (1,0+0,2)-10° 020 |Y 1,0.10° | (1,24£0,3)-10° 0,25
La 1,0-10°° (1,1+0,2)-107° 0,18 |Yb 5,0:10° | (5,2+£0,7)-10°° 0,13
Li 2,0-10°° (2,1+0,4)-10°° 0,19 | Zn 1,0010° | (1,1£0,2)-10°° 0,18
Lu 1,0:10°° (0,9+0,2)-10° 022 |2Zr 1,0.10° | (0,8+0,2)-10° 0,25

Pe?;y.HBTaTBI «HEIfI)ICHO» B nIpcaciiax JOBCPUTCIILHOIO MHTCpBaJIa YIOBJICTBOPH-

TCJIBHO COBHIAAAIOT C PE3yJjibTaTaMHU «BBCIACHO» JIA 23 3HCMCHTOB-HpHMCC€fI, Inpe-

JCJIbI O6Hapy)I(GHI/I$I KOTOPBIX IO3BOJIIIOT JOCTOBEPHOE OIIPCACICHUEC, MACCHUB DKCIIC-

PUMCHTAJIbHBIX JaHHBIX OB IMOJIYYCH B YCJIOBHAX BOCIIPOU3BOJANMOCTH. BHyTpI/IJ'Ia-

OopaTopHas MPELU3UOHHOCTH (Sr) coctaBuaa 10-27 %.

Y1oO0mI OLOCHUTHL JOCTOBCPHOCTL JIA OOJIBIIIErO YnCIa AHAJIMTOB, BBOAWJIN ITIPpH-

Mecu ¢ koHuenTpanuii 5-107° % mac. J1g npurotosienus o0pa3loB ¢ BBEICHHBIMU

IpUMeECSIMU K MpoOaM J00aBISIN M3BECTHOE KOJHUYSCTBO IPUMECEH M3 PacTBOPOB

MOC. Pe3ynbTaThl SKCIIEpUMEHTA MTPUBEJEHBI B Ta0. 8.
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Taonuupal8

Pe3yJII>TaTbI onbITa ((BBeIIeHO-HaﬁHeHO)) AJIsI METOAUKU

aHaJM3a KaaMus u ero okcuaa (N=6-8, P=0,95), % mac.

On-t | BBeneno Haiineno Sy On-T BBeneno Haiineno Sy

Ag |[2,010° (2,3£0,7)-10°° 0,26 | Mn 5,0-107° (5,2£0,4)-10° 0,08
Al 5,0-10™ (5,1£1,0)-10™° 0,20 | Mo 5,0-107° (5,0£0,6)-10°° 0,12
As 5,0-107° (4,4+0,8)-10™° 0,18 | Na 1,3-10 (1,3+0,2)-10°* 0,15
Au  |2,010° (2,4+0,5)-107° 0,21 | Nb 5,0-107° (5,0+0,8)-10° 0,16
B 5,0-107° (5,0£0,6)-10™° 0,12 | Ni 5,0-107° (5,1£0,5)-10° 0,10
Ba 2,0-107° (2,1£0,3)-10™° 014 |P 6,7-107° (7,3+0,7)-10° 0,10
Be 2,0-107° (1,940,3)-10° 0,16 |Pb 5,0-107° (5,2+0,5)-10° 0,10
Ca 5,0-107° (5,0£0,7)-10° 0,14 |Pr 5,0-107° (5,3+0,8)-10° 0,15
Ce 5,0-107 (5,0+£0,6)-107° 0,12 |Rb 5,010 (5,0£0,9)-10° 0,18
Co |5,0-10° (5,2+0,7)-10° 0,13 |Re 5,010 (4,8+0,7)-10° 0,14
Cr 5,0-107 (4,9+0,5)-10° 0,10 |Sb 5,010 (4,9£0,9)-10° 0,18
Cu |5,0-10° (4,8+0,5)-107° 0,10 |Se 5,010 (4,9£0,6)-10° 0,12
Dy |[5,0-10° (4,9+0,5)-10° 0,10 |Si 5,0-107° (5,0+0,4)-10°° 0,08
Er 5,0-10°° (5,6+0,6)-10° 0,11 |Sm 5,0-107° (5,2+0,9)-10°° 0,17
Eu 5,010 (4,8+0,8):10° 0,17 | Sn 5,0-107° (4,9+0,9)-10° 0,18
Fe 5,010 (5,3+0,4)-10° 0,08 |Sr 2,0-107 (2,6+0,6)-10°° 0,23
Ga |[5,010° (5,0+0,6)-10° 0,12 |Ta 5,0-107° (5,0+0,6)-10°° 0,12
Gd |5010° (4,9+0,9)-10° 0,18 |Thb 5,0-107° (4,9+1,0)-10° 0,20
Hf 5,010 (4,8+0,8)-10° 0,17 | Ti 5,0-107° (5,2+0,4)-10°° 0,08
In 5,0-10°° (4,9+1,0)-10° 020 |V 5,0-107° (5,0+0,5)-10°° 0,10
K 3,8:10°° (3,8+0,5)-10° 013 | W 5,0-107° (4,9+0,7)-10°° 0,14
La 5,010 (4,8+0,5)-10° 010 |Y 5,0-107° (5,0+0,4)-10°° 0,08
Li 1,0-10°° (1,1+0,1)-10° 0,09 |Yb 2,510 (2,7+0,4)-10°° 0,15
Lu 5,0-107 (5,0+0,8)-10™° 0,16 |Zn 5,010 (4,8+0,5)-10°° 0,10
Mg |5,0-107 (5,6+0,6)-107° 011 |ZzZr 5,010 (5,0+£0,8)-10° 0,16

Pe3ynpTarsl «HaAEHO» B Ipeaeiiax JOBEPUTEIBHOIO HHTEPBAJIA YAOBIECTBOPH-

TEJBHO COBIAJAIOT C pe3ysibTaTaMu «BBeneHo» 1 50 anemenToB-npumeceii, [10 ko-

TOPBIX MO3BOJISIET JocToBepHOE onpenenenue (Bi, HY, Te — I10 Beliie, ueM BBeICHHAS

KOHI_IeHTpaLII/If{), MAaCCHB 3KCIICPUMCHTAJIBHBIX JaHHBIX OBLI ITOJIYYCH B YCJIOBUAX BOC-

POM3BOIMMOCTH. BHyTpritabopaTopHas peru3noHHOCTS (Sr) coctaBuia 8-26 %.

JIst moATBEpKIeHUS TPaBUIILHOCTH pa3pad0TaHHON METOIUKH ObUIH MTPOAHAIIHU-

3UpOBaHEI 1Ba 00pasia ¢ cojepkanneM npumeceit N-10~4 mac. %, BBeIEHHBIMY B pac-
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TJIABJICHHBIN KaﬂMHﬁ. HOHY‘ICHHLIG PE3YJIbTAThI COIMMOCTABUIIM C PE3yJIbTaTaMU aHa-

JH3a He3aBHCUMOTO METO/Ia AJIEKTPOTEPMHUUECKON aTOMHO-a0COPOIIMOHHOM CIIEKTPO-

metpun (OTAAC) (Tada. 9).

Taonuma9

Pesyabrarsl ADC UCII n 9TAAC ananm3a AByX 00pa3moB MeTALVIHYECKOT0 KaAMUS

¢ BBeIeHHbIMHU npuMecsavu metoaamu (P = 0,95), % mac.

Haitneno Haiineno
[Tpumecs Coneprxanue B oOpasiie ADC UCII OTAAC
n=10 n=4
Bi 1,0-10°* (1,3+0,4)-107* —
! 3,0-10* (3,6+0,6)-107* —
cu 1,0-10* (1,4+0,3)-10* (1,4+0,2)-10°*
3,010 (3,4+0,4)-10* (3,0+£0,2)-10*
In 1,0-10* (1,1£0,2)-10* —
3,0.10* (3,3+0,3)-10* —
Ni 0,74-107* (0,71+0,06)-104 (0,76+0,05)-104
1,6-10* (1,6+0,1)-107* (1,7£0,3)-10°*
Pb 1,1-10* (1,4+0,3)-10°* (1,1+0,1)-10°*
3,010 (3,0+0,4)-10* (2,9+0,2)-10*
sn 0,72-:10* (0,70£0,03)-10* (0,73+£0,07)-10*
1,310 (1,3+0,1)-10* (1,3+£0,2)-10*

Taxoke aHaTM3UPOBAIIM TOCYIAPCTBEHHBIN cTaHaapTHBIN oOpaser ('CO 1124-77)
MeTayundeckoro kaamus (tadm. 10). M3 nannbix Tadur. 9 u 10 BUAHO, 4TO MOJYUYCHHBIC
pe3yabTaThl XOPOIIO COTJIACYIOTCS C TaHHBIMHU HE3aBUCHMOTO METOJIa U aTTeCTOBaH-

HBIMU 3HAUYCHUSIMU.
Taonumal0

PesyabTaTel anaiausza 'CO 1124-77 xaagmus metoaom ADC UCII (P = 0,95)

ITpumecs ATTECTOBaHHOE cofiepkKaHHe, %o Mac Haiinennoe, % mac.
Cu (3,4+0,2)-10°° (3,6+0,2)-10°°
Ni (1,1 +£0,1)-10°° (1,1£0,2)-10°°
Pb (6,1 £0,5)-10°° (5,8+0,3)-10°°

MoxHO cienaTh BBIBOJI, UTO MPOIEAypa paCTBOPEHUS 00pa3lia U BBEACHUS aHa-
JIUTOB B PACTBOP HE BHOCHUT CYILIECTBEHHON CUCTEMATUUYECKOW COCTABJISIONIEN B BEJIU-

YUHY BHYTPHIA00PATOPHON MPEIU3UOHHOCTH.
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3.1.6. Ananumuueckue 803M0ACHOCMU MEMOOUKU

B xozie BeIMOMHEHUS OHUCCEPTAIMOHHOW pabOThl pa3paboTaHa MHCTPYMEHTAIb-
Hass ADC UCII meToauka aHanm3a KaaMusi U €ro OKCUJa, ¢ MOMOUIBI0 KOTOPOM BO3-
MO>KHO onpenenenue 51 anemenroB-npumeceii (Ag, Al, As, Au, B, Ba, Be, Bi, Ca, Ce,
Co, Cr, Cu, Dy, Er, Eu, Fe, Ga, Gd, Hf, In, K, La, Li, Lu, Mg, Mn, Mo, Na, Nb, Ni, P,
Pb, Pr, Rb, Re, Sbh, Se, Si, Sm, Sn, Sr, Ta, Th, Ti, V, W, Y, Yb, Zn, Zr) ¢ npeaenamu
obHapyxenus 1-107-5-10° % mac. ¥ BHyTpUIaGOpPaTOPHOM MPENU3HOHHOCTBIO 8-27
%. Meronuka onyosnnkoBaHa B [93]. B crincke onpenenseMpIX Mo METOMKE IPUMECEH
MPUCYTCTBYIOT 32 TEXHOJOTUYECKU BAKHBIX JJI KaIMUS B TIOJTYTIPOBOJHUKOBOM TIPO-
usBoacte: Ag, Al, As, Au, B, Ba, Be, Bi, Ca, Co, Cr, Cu, Fe, Hg, In, Ga, Li, Mg, Mn,
Na, Ni, P, Pb, Sb, Se, Si, Sn, Te, Ti, V, Zn. O01ee Bpemsi, 3aTpadyruBacMoe Ha IIPo0O0-
MIOITOTOBKY C YY€TOM BPEMEHH MPUTOTOBJICHUS KOHEYHBIX PACTBOPOB M PETHCTPAITHIO
CIIEKTPOB, COCTABISIET ~4 4, pa3pabOTaHHYIO METOJIUKY MOKHO CUUTATh IKCIIPECCHOM.

Huxe npueneno cpaBuenue pazpadorannoit ADC UCII meTonuku aHamm3a Kaj-
MUS U €ro OKcHja ¢ ormyOonukoBaHHBIMU ADC METOIMKaMu aHaln3a 3THX 00BEKTOB
0e3 mpeaBapUTEILHOIO KOHIIEHTpUpoBaHus [26, 27, 27, 54]. CpaBHeHHE aHATUTHYC-
CKHUX BO3MOXXHOCTEH METOAMK (OmpeensieMbIie dJIEMEHTBI U UX MPeebl 0OHapyKe-

HUs1) TpesicTaBiieHo B Tabm. 11.

Taonumall
Conocrasaenue I1O pazpa0doTaHHOii METOAUKH C JINTEPaTYPHbIMHU JAaHHBIMH, YoMac.
-1 JlanHas [25-27] [54] On-T JanHas [25-27] [54]
METOANKA METOAHUKA

Ag 2:10° — 1-10°° Mn 7-1077 — 310°
Al 3-107° — 1-10°° Mo 7-107 — -
As 6-107° - 1-10°° Na 1-107° - -
Au 1-10°° - - Nb 2:10°° - -
B 1-10°° — 2:10°° Ni 4-107 6-107° 1-10™
Ba 4-10~7 — 1-10°° P 2:107 - 1-10™
Be 7-1077 — 1-10°° Pb 2:107° 6-10°° 1-107°
Bi 2-107* — 1-10° Pr 1-107 - -
Ca 9-10°" - 3:10°° Rb 4-107° - -
Ce 2:107 — — Re 3-10°° — —
Co 1-10°° - 1-10° Sh 3:10°° 1-10™
Cr 3-10°° - 1-10°° Se 1-10°° — 1-10°°
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Cu 3-107 6-107° 3-10°° Si 1-107° — 1-10™
Dy 3-107 — — Sm 1:107° — —
Er 4-10~7 — — Sn 1:107° 6-107° 1-10™
Eu 1-107~7 — — Sr 3-107 — —
Fe 1-10™ 6-107° 1-10°° Ta 1:107° — —
Ga 4-107° — 1-10°° Th 1:107° — —
Gd 1-10® — — Te 1-107 — 1-10™
Hf 5-107° — — Ti 2:107° — 2-107°
Hg 7-10°° 810°° 1-10°° Vv 6:1077 — 2:10°°
In 3:10°° — 1-10°° W 2:10° — —
K 1-10°° — — Y 3107 - -
La 4107 — — Yb 2:10°7 — —
Li 51077 — — Zn 51077 3-10°° 1-107°
Lu 1-10°7 — — zr 31077 — —
Mg 2:107" — 3-10° — — — —

Astopsl pabotsl [54] mpu nposeaeann ADC MCII ananu3a ucronb30Bajii BbICO-
KYI0 KOHIICHTpAITMIO KaaMus B pacTBope 50 /71, 94TO MO3BOJUIO UM JOCTUTHYTH JO-
cratroyHo Hu3KuX [1O mpu KoarmdecTBEeHHOM omnpeseneHun 29 31eMeHTOB-TIPUMECE B
BBICOKOUMCTOM Kaamuu. [1o cpaBHenuto ¢ [54] T10 pa3zpaboTaHHON HAMU METOIAMKH B
2-10 pa3 Beimie ausa Ag, B, Bi, Hg, In, Pb, conoctasumsr ais Co, Fe, Se, Si, Sn u Ti.
[Tpenenst ooHapyxenue B 2-10 pa3 Hike, uem B [54] aisa Al, As, Ca, Cr, Ga, Mn, Ni,
P u Sn; B 10-50 pa3 nwxe mis Ba, Be u Mg. Onpenenenue Au, Dy, Er, Eu, Gd, Hf, K,
La, Li, Lu, Mo, Na, Nb, Pr, Rb u Re B03M0HO TOJIbKO 10 pa3pabOTaHHON METOIMKE.
Crnenyer OTMETUTD, YTO pa3zpaboTaHHas METOUKA TTO3BOJISIET ONPEEIISITh TOYTH B JIBA
paza 0oJIble MPUMECHBIX AJIEMEHTOB — 91.

CpasuuBas 10 ¢ meromukamu ['OCT [25-27], onpenencuue 7 mpumeceii B KOTO-
pbix npooasaT metogoM ADC ¢ IIIT, Buano, uro mist HY 11O conocraBumbl. Mcnios-
3ys pa3paborannyio ADC UCII meToauky Bo3MoxkHO onpeaencHue Fe, Ni, Pb, Sn Ha
ypoBHE KoHIIeHTpanui B 3-15 pa3 ke, a CuU u Zn moutu B 60-200 pas. Kpome Toro,
paspaboTaHHasI METOIMKA ITO3BOJISACT onpeencHue 51 ananmura. Takum oOpa3om, pas-
pabotannas ADC VCII meToauka aHamu3a sSiBISETCS SKCIPECCHOM 1 Hanbosiee nH(pop-
MAaTHBHOW M3 BCEX aTOMHO-IMHCCHOHHBIX METOJHK, MPEACTABICHHBIX B JOCTYITHOM

JUTEpATypE.
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3.2. Pazpaoomxa MC UCII memoouku ananuza KaOmMus u €20 OKcuoa

3.2.1. llpoyedypa ananuza

HaBecku MeTaymuimueckoro KaaMus Uiu ero okcuja maccou ~ 150 mr nomemanu
B OJIHOPA30BbIC MOJMIPOIUICHOBbIE podupku U pactBopsuid B 1 mu konu. HNOs.
[Tomy4uennsie pactBopbl pazbasisuin ~ 0.25 M HNOg3, uToOBI conepkanne KaaMus
ob110 700 Mr/n. AHanKU3 BBITOJHSIN METOA0M T0OABOK, TO €CTh K HCCIIElyeMOMY 00-
pasily ¢ conepkaHrueM OCHOBHOTO KommoHeHTa 700 mr/m nobasnsimn MOC ¢ usBecT-
HOW KOHIICHTPAIUEH.

[MapaniensHO A7 KaXKIOTO OIMpeeICHHs Yepe3 BCe CTaIuU MOJITOTOBKU MPOOBI
MPOBOJMIN KOHTPOJIbHBIN ONBIT. JIJIs1 HY’)KHOM TOYHOCTH UCHOJIb30BAIM PE3YJIbTATHI,
MOJYYEHHbIE U3 3-X MapajuielIbHbIX HABECOK.

Perncrpanmio crieKTpoB nosiydeHHbIX pacTBopoB nposoanian Ha MC UCII criek-
TpomeTpe. s mosydeHus aHaTUTUYECKUX CUTHAJIOB MCHOJIb30BaJI PEKOMEHI0BAH-
HbIC MPOU3BOUTENIEM MTApaMETPhl PETUCTPAIIMH CIIEKTPOB (TadJI. 5), KpOMe TeX, KOTO-
pblie ObUIM ONTUMHU3UPOBAHHBIE BXO/JIE HCCIIEIOBATEILCKON pabOThI. 31€Ch U Aaliee, B
Ka)XJIOM SKCIIEPUMEHTE PErUCTPUPOBAIM CIEKTPHI PACTBOPOB JIJIsl IOCTPOCHUS TPaly-
MPOBOYHBIX Ipa)KOB, PACTBOP KOHTPOJIBHOT'O OMBITA U PacTBOPHI Mp00. CHEeKTpsI pe-
THCTPUPOBAIH U 00pabaThiBaIM ¢ TOMOIIBIO porpaMmmMHoro obecreuenust Qtegra.

3.2.2. Boibop ananumuyeckux u3omonos

Bri6op uzotonoB miis MC HCII ananuza 3a4acTyr0 OCJHOXKHSIETCSI CIEKTpaib-
HBIMH BIUSIHUSAMU. CrieKTpagbHble MHTEPPEPEHITNN MOXKHO Pa3JeIUTh Ha TPH KaTero-
puu: n300apHbIE, TO €CTh HAJIO)KEHUE OJJHOTO U30TOMA HA IPYroil; NEpeKpbhIBaHUE O/1-
HOTO M30TOIa MOJIEKYJIIPHBIM MOHOM, OOpa30BaHHBIM MPU TEPMOXUMUUYECKHX PEaK-
UAX B TUIa3Me, HAJIOKEHUE NBYX3apsaHbIX MOHOB. OOpa3oBaHHME MOJEKYISIPHBIX
MOHOB 00YCJIOBJICHO Pa3IMYHBIMHU (PAaKTOpPAMH, a UX COCTAB ONpeNesieTcss KOMOMHa-
IIUSIMHA U30TOIOB, COCTABJISIONINX M1a3M0O00Pa3yIONINiA U paCTIbUISIIONITUH ra3, map pac-
TBOPUTEJICH, OKPYKAIOIINUN BO3/IyX, MATPHUILY U IPUMECH adPO30JIsl POO, B3aUMOICHi-
ctBytoue B UCII. JIy1st 10CTOBEPHOTO KOJTUYECTBEHHOT'O ONPEICIICHUS TPUMECEN, CO-

JepKaIuxcs B Ipo0e B CISTOBBIX KOJIMYECTBAX, HEOOXOAMMO, YTOOBI HAa M30TOIIbI,
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BBIOpAaHHBIE B KAYECTBE AaHAIIMTUYECKHX, HE ObUIO CIIEKTPaIbHBIX HalIOKeHUH. Creny-
IOLUIA KPUTEPHIl BBIOOpA M30TONOB B KAYE€CTBE AHATUTUYECKUX — PACHpPOCTPaHEH-
HocTh. CooTHomeHue oopazyembix B MCII koHLIEHTpaluii HOHOB Pa3HBIX U30TOMOB
IPUPOIHOTO IEMEHTA OJHOCTBIO COBITAJIAET C €CTECTBEHHOM paclpOCTPaHEHHOCTHIO
ero uzoronoB. ClenoBaTeIbHO, YEM BBILIE PACHPOCTPAHEHHOCTh, TEM BBIIIIE UHTEH-
CUBHOCTh, COOTBETCTBEHHO, C OOJIBIICH BEPOATHOCTHIO TOCTUTAETCS HAMIy4Ilee OT-
HOILIEHUE CUTHAJ/IITYM.

J171st BBIOOpa aHATUTUYECKUX U30TOMOB PETUCTPUPOBAIIA PACTBOPHI, COACPIKAIIUE
500 MKr/mMi KaaMHusl, 1 pacTBOpP C TEM K€ KOJIUYECTBOM MAaTPUYHOTO KOMIIOHEHTA U
no0aBkoil anemeHToB pumeceit 50 Hr/mut. [Ipoanann3npoBaB MoOIyYEHHBIE HKCIIEPU-
MEHTaJbHBIE JJaHHbIE, BhIOpan 82 u3orona aisa onpeneneHust 58 snementon (I1PU-
JIOXXEHUE 1).

3.2.3. Bvibop onmumanbHO-KOMNPOMUCCHOU KOHYEHMPAYUU KAOMUSL 8 PACMBODe
u cnocoba nocmpoerust 2padyupo8oyHOL 3a8UCUMOCTU

Matpuunsie 3¢ dextsl npu MC MCII anannze MOXKHO pa3iesiuTh Ha IBE OCHOB-
HbIE KaTETOPUU: CIIEKTpaibHbIe HHTEPGEPEHINH, BBI3BAHHBIE IPUCYTCTBUEM MaTpUy-
HOT'O KOMITOHEHTA B paCTBOPE, M M3MEHEHUSI HHTEHCUBHOCTH cUTHaJa aHaimToB [101].
CrnekTpaiibHble UHTEP(EPEHIIUN CO CTOPOHBI MATPUYHOTO KOMIIOHEHTA U MOJIUATOM-
HBIX HOHOB MOTYT OBITh MUHUMHU3UPOBAHBI BELIOOPOM aHAIMTUYECKUX U30TOIOB, CBO-
OOJIHBIX OT CTIEKTPAIbHBIX HAJOKEHUM (CM. MMyHKT 3.2.2).

M3MeHeHre MHTEHCUBHOCTH aHAJIUTHYECKOTO CUTHAJIA MPUMECHBIX 3JIEMEHTOB
3aBUCHUT OT MOTEHI[MAIa HOHU3AIMK MAaTPUYHOTO KOMIIOHEHTA. B Hamem ciydyae mat-
PUYHBIN KOMIIOHEHT — KaJIMU OTHOCUTCS K JIETKO MOHU3YEMbIM. B JTaHHBIX YCIOBUAX
CIPaBEIJIMBO CUHUTATh, YTO ATOMBbI KaJMHSl MPAKTUYECKHU IMOTHOCTHIO MOHU30BAHBI
[97]. ABTOpsl [102] sKCIIEpUMEHTAIBHO JOKA3ajM, YTO HanOoJee CHIbHBIC MAaTPHU-
HbIe 2P dEeKTh HAOITIOAAIOTCS TS JITKO MOHU3YEMBIX MATPUYHBIX DJIEMEHTOB. TaKxke
OHH TIPUIILIU K BBIBOY, uTO aHanutudeckue curdasibl B MC MCII 6omnee moaBepxeHbI

BIIMSIHUIO CO CTOPOHBI MAaTPUYHOTO KOMIIOHEHTA MO CpaBHEHHIO ¢ MeTtogomM ADC

NCII.
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Bce Bhillie nepeyncieHHoe 00ycaaBIuBaeT HEOOXOUMOCTh IPOBEICHUS CIIEIH-
IBHOTO SKCTIEPUMEHTA JIJISl OIICHKHW BIUSHUS KaJIMUsI HA aHATMTUICCKUAN CUTHAIT dJIe-
MEHTOB Mpumeceid. Jljis 7TOro MpuroToBUIM PacTBOPHI, cojepxkaiue qo0aBku MIC
1,2, 3,4 u 5 c KOHIIEHTpaIMe OOJBIIMHCTBA AIeMeHTOB 50 HT/MJI, B KOTOpPBIE BBO-
mue oT 0 o 3000 Mxr/mut kaamust. J{s wiumrocTpamuu MaTpuaHOro 3¢ deKkTa Ha puc.
11 npencraBieHbl COOTHOIICHHSI OTPUIIATEIBHOTO Jiorapudma mpesiesioB oOHapyKe-
HUS (TO €CTh, YEM BBIIIIE JaHHAs BeIManHa, TeM Hioke [10) u koa¢dunnenTa 4yBcTBH-
TEJILHOCTH K TPU pa3IndHON KOHIICHTPALIUU KaIMUs B HCCIIeIyeMoM pacTtBope. Koag-
(GUIMEHT YyBCTBUTEIBHOCTH PAaBEH TAHTCHCY YIJla HAKJIOHA TPaJyHpOBOYHOTO Ipa-
(¢uKa, B OTCYTCTBHE HECIIEKTPAIbHBIX HHTEP(EPEHIIMI, YT0Jl HaKJIOHa rpaduka paBeH
45 °. Yem BbIllIE YPOBEHb HECTIEKTPAIbHBIX UHTEP(EPEHIINNA, TEM MEHbIIIEC 3HAUCHUE

yTIJia HAKJIOHA U COOTBETCTBCHHO HHUIKC YYBCTBUTCIIbHOCTD.

60Nj ® 208py, ®)

1,6
14

1,0
08
0,6
04

—

0,0

— R
S R

0 30 S0 70 100 300 S00 700 1000 3000
Konmenrparms Cd, mr/i Konnenrparms Cd, mr/n

30 50 70 100 300 500 700 1000 3000

118 B : r
. In (®) . %09B1 (r)
14 r
1,2
10+
08 r
06
04
02

0,0

8-1gl1O :‘2‘ r B-1gl0
10 Feap
@k 08
0.6 Ff
04
02 Hf
! 0,0
1000 3000 1

Konnenrparms Cd, Mr/i Konuenrparmus Cd, mr/n

Bk

s e

s

=

%22

00 3000

—
R P |
S B

30 50 70 100 300 500 700

1

Puc. 11. 3aBucHMOCTbH NpeenoB OOHAPYKEHUS U KOAPPUIIUEHTa YyBCTBUTEIbHOCTH
JUISL HEKOTOPBIX TEXHOJIOTMYECKU BaXKHBIX

u3oTonoB nementos-npumMeceii: ©Ni (a), 2°8Pb (6), 18In (8), 2%°Bi (1).
Jlns ynobcTBa comocraBieHus naMeHenus Bennuunbl —IgIIO u K HopMmupoBau
Ha COOTBETCTBYIOIIME 3HAYCHHS JUIT KOHIIGHTpaluu kKaamus B pactBope 0 mr/m.
Puc. 11 HarmsmHO IEMOHCTPUPYET, YTO 1O MEPE BO3pACTaHUS KOHIICHTPAITUU KaIMUs
B PacCTBOpPE CHIDKAETCS KOI(PDUIIMEHT YyBCTBUTEIBHOCTH. [[0 KoHIIeHTpamu 50 Mr/mn

BJIMSIHUC KaJIMH Ha BEJINYUHY KO3(1)(1)I/II_II/IGHT3 YYBCTBUTCIIbHOCTU MOKHO CHHUTATL HC-
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3HAUUTEIBHBIM, TaK KaK U3MEHeHue He npesbiaet 15 %. Cnenyer oOpaTuTh BHUMA-
HUE Ha MpeeNbl 00HApYXKeHUS, HaUrHAas ¢ KOHIeHTparuu kaamus 700 Mr/n n3Mene-
Hus BennuuHbl [1O nponoplinoHanbHOTO YMEHbBIIIEHHUIO CTENEHU pa30aBiIeHuUs MPOObI
He HaOmogaeTca. [IpoaHanu3upoBaB MoOIyUYEeHHBIE JaHHBIE, B KAUECTBE ONTHUMAIbHO-
KOMIIPOMHUCCHOW KOHIIEHTpaIuu Ob1a BeiOpana 700 mMr/i1, mpu JaHHON KOHLIEHTPALUN
HaAOJIOAeTCsl 3HAYUTENBHOE CHIDKEHUS KO3(PUIMEeHTa YyBCTBUTEIBHOCTU. YTOOBI
Y4ECTh BIUSHUE MATPUIIbI, aHAIU3 BCEX UCCIIEIYEMbIX OOpa3lOB 3/1eCh U Jlajiee BbI-
MOJIHSUTA METO/IOM JJOOABOK.

3.2.4. Hccnedosanue nuanus uHCmMpymMeHmaibHblX Napamempos Ha aHaiumuye-
CKULL CUCHATI AHATTUMO8

Brnusnue mownocmu UCII

OnTuMu3zanus ONnepalvoOHHbBIX MAapaMETPOB SIBISETCS BaXKHBIM ATAIllOM paszpa-
OOTKH METOJIMKH, TaK KaK U3MEHEHHE JIaHHBIX IMapaMeTPOB MPUBOJUT K 3HAYUTEIIb-
HBIM BapualMsM WHTCHCUBHOCTU CUTHAJa aHAJIUTOB M 3HAYMMO BIIMSAET HA MPEIECIIbI
oOHapyxeHust. [Ipy MOBBIIIIEHUH MOITHOCTH, BKJIAIBIBAEMOU B IIJIa3MEHHBIN pa3psij,
MIPOUCXOIUT YBEIMYCHHE TEMIIEpaTyphl (hakelia Maa3Mbl, 4TO B CBOIO OUYepe/b TPUBO-
JUT K BO3PACTaHUIO CTEMEHU JIUCCOIMAIMY OKCUAHBIX HOHOB. [Ipu auccormanum ok-
CUJIHBIX MOHOB YBEJIMYUBACTCS KOHIIEHTPALIMS OJTHO3APSIHBIX HOHOB B m1azMe. Jlanb-
HeHIee yBeIMUCHUE TeMIIEpaTyphl pakena Mmiaa3Mbl IPUBOAUT K MOSBICHUIO ABYX3a-
psAIHBIX MOHOB. Hala 3aada coctosiyia B BHIOOpE TaKOW MOIIHOCTH IJIa3Mbl, TIPU KO-
TOPOI MakCHMalbHa KOHLIEHTPAIUsl OAHO3aPSAIHBIX HOHOB.

Jns BpIOOpa ONTHUMAJIBLHOW MOIIHOCTH TOTOBWJIM PAacCTBOPBI, COJEpIKaIIUE
700 mxr/Ma kagmust 1 1o6aku MOC 1, 2, 3, 4 1 5 ¢ KOHIIEHTpaIMel 3JIEMEHTOB
50 ur/mi. Montaocts BapsupoBaian oT 700 1o 1600 Bt ¢ marom B 150 BT. ITpu kax-
JIOM 3HAYEHWUU MOIIHOCTH PETUCTPUPOBAII CIIEKTPHI pacTBOPOB kaamus 700 MKI/a u
pactBopa kaamus 700 Mxr/i ¢ no6aBkoii. Ha puc. 12 npeacraBieHbl 3aBUCUMOCTH OT-
HOMIECHUS |oc/Se OT MOIITHOCTH TUTa3MBbI [T AaHATMTHYECKUX U30TOIOB B IIPUCYTCTBUH
kaamus. J{ist ynoocTBa BemuurHbI |oc/Se HOpMHUPOBAaHBI HA COOTBETCTBYIOIINE 3HAYC-

HUS OTHOIIEHUH 11 MottHocTH iasmbl 700 Bt. PacueTsr npoBoaunu o gopmyia
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aHAJIOTMYHBIM TE€M, YTO MpuBeaeHbI B pasaene 3.1.4. [lonydeHHble SKCIIEpUMEHTATb-

HBIC JaHHBIC OJIsI HCKOTOPBIX TCXHOJOTMYCCKH BAKHBIX HpHMeceﬁ NpCaACTaBJICHbI HA

puc. 12.
350 1 “+50Ni
300 -+%7n
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oSe
t% 200 fomN‘Ag
8} 115
2 150 )y
= ©0*"Bi
2 100
Z
50 A

0
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MonHocts, BT

Puc. 12. 3aBHCUMOCTD BEIMYNHBI aHAIUTHYSCKOI'O0 CUTHAJIA TEXHOJIOTHYECKH BAXKHBIX HpHMGCGfI

OT MOIIIHOCTH, BKJIQIbIBAEMOM B HHAYKIMOHHBINA pa3psi.

U3 puc. 12 BugHo, uto B quamnazone MomHoctel ot 700 — 1300 Bt HabmrogaeTcs
ci1a0bIil aHAIMTUYECKUM CUTHAN, TaK Kak He oOecnieunBaercs 3¢ (HeKTUBHAS MOHU3A-
s, [Ipu momuaocTH 1450 BT MOKHO OTMETHUTD 3HAYUTEILHOE YBEIIMUCHNE aHATTUTH-
yeckoro curnana (AC) anemenToB-tipumMeceii, mo cpasHeruto ¢ AC mpu 1300 Bt B 3-
20 pa3. IIpu mommuocTr UCIT 1600 BT HaGmr01a10TCS MaKCUMaIbHbIC 3HAYCHUS aHa-
JUTUYECKOTo curHaia. B kadecTBe onTuMalnbHOM Obl1a BeIOpaHa momHocTh 1600 BT.

Brusanue ckopocmu mpancnopmupyrowie2o nomoka apeona

N3mMeHeHne CKOpOoCTH TPaHCIOPTUPYIOIIETO MOTOKA aproHa MPUBOJUT K Bapua-
[USIM TEMIIEPATYPhI LICHTPAIHHOTO KaHaja MIa3Mbl U CMEIIAET MOJ0KEHUE HOpMaJlb-
HoM aHanmutudeckoit 30861 MICII. TlosToMy BakHO BRIOpaTh TaKyH) CKOPOCTh MOTOKA
ra3za HOCUTEJS, IPU KOTOPOi oOecrieunBaercs MakcumanbHoe 3HaueHue AC st 00ib-
IIMHCTBA aHAMUTOB. [[j1s1 BRIOOpa ONTUMAIBHON CKOPOCTH TPAHCIIOPTHPYIOIIETO TO-
TOKa PETUCTPUPOBAIIN CIIEKTPBI PACTBOPOB, conepxkammx 700mr/im ocHoBbl 1 700 Mr/m
kaamus ¢ nooaBkamu MOC 1, 2, 3, 4 u 5 ¢ koHneHnTpaiuei snemertToB 50 ur/mi. Ilo-

JIYYCHHBIC OKCIICPUMCHTAJIbHBIC JJAHHBIC IIPCACTABIICHBI HA PUC. 13.
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Puc. 13. 3aBHCUMOCTD BEIUYHNHBI aHATUTHYSCKOI'O CUTHAJIA TEXHOJIOTHUYCCKH BAXKHEIX HpHMeCCﬁ

OT CKOPOCTH TPAHCHIOPTUPYIOLICTO IMOTOKA apTroHa.

s ynooctBa conoctaBieHus AC 351eMEHTOB-TIPUMECEH, MOJyYeHHBIE TP pa3-
JUYHBIX CKOPOCTAX TPAHCHOPTUPYIOIIETO MOTOKAa aproHa, ObLIM HOPMHPOBAHBI Ha
3nayenne AC mpu noroke 1,0 n/mun. Puc. 13 nnmoctpupyet, yTo amst G0JbIIMHCTBA
aHAJIMTOB ONTUMAJIbHOM CKOPOCTBIO MOTOKA TPAHCIIOPTUPYIOUIETO ra3a MpU MOIIHO-
ctu 1600 BT u koHIIEeHTpaluu MaTpuaHOro KoMmronenta 700 mr/i siBnsgercs 1,2 1/MuH.
JlaHHast CKOPOCTh ObLIa BbIOpaHa JJisl TaIbHEHIIINX U3MEPEHUM.

3.2.5. Oyenxa memponocuyeckux XapaKmepucmux Memoouxu

O1eHKy TIpeiesioB OOHAPYKEHHUS MPOBOUIH 0 3S-KPUTEPUIO aHAJIOTMYHO MPO-

neaype, onvcanHou B pazzene 3.1.5. OuieHeHHbIe TpeAeibl 00HAPYKEHUS IPUBEICHBI

B Ta0i. 12.
Taonumal2

IIpenensl o0Hapy:KeHHs] IPUMeceil METOAMKHU aHAJIHM3a KAJMHUS U ero okcuaa, % mac.

OneMeHT- D1eMeHT- DneMeHT-
Cmin Cmin. Cmin

IPUMECH IpUMECH IPpUMECh
Ag 5-10°° Hg 3-10°° Sb 7-10°7
Al 2-107° Ho 2-10°8 Sc 1-10°°
As 2-107°° In 3-10° Se 2-10™
Au 1-10°° K 31073 Si 2:10°3
B 1-107° La 2-10~7 Sm 7-107
Ba 3-10°° Li 3-10° Sn 2-10°°
Be 2-10°7 Lu 4-1078 Sr 6-10~7
Bi 5-107° Mg 2:10° Ta 31077
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[Mponomxenne Ta 6 mu b1 12

DJIEMEHT- DJIEMEHT- DJIeMeHT-
Cmin Cmin- Cmin

HpI/IMeCB HpI/IMeCB HpI/IMeCB
Ca 4-107* Mn 810~/ Tb 41078
Ce 1-10°~7 Mo 2-10°° Te 8-10°°
Co 31077 Na 1-10°2 Ti 1-10°°
Cr 3-10°° Nb 810~/ TI 1-10°°
Cu 7-10°° Nd 5-10°° Tm 3-10°8
Dy 2-10°° Ni 3-10°® V 21077
Er 7-10°8 P 1-10°3 W 2:10°°
Eu 5-10°° Pb 2:10°° Y 2:10°7
Fe 2-1074 Pr 3-10°8 Yb 6-10°°
Ga 21077 Rb 7-10°7 Zn 6-107°
Gd 2-10°7 Re 1-10°7 Zr 1-10°7
Hf 21077 — — - -

JI71st TpoBEpKU MPaBUIILHOCTH pa3pabOTaHHOW METOJIUKH MPOBOUIN HKCIIEPH-

MEHT «BBEJCHO-HaleH0». UTOOBI OIIEHUTh JOCTOBEPHOCTh OMPEICICHUS aHAIUTOB,

peienbl 00HAPYKEHUS KOTOPBIX HaxoaaTcs B quanasone ot 2:1078 1o 7-107° % mac.,

BBOJWJIN ITIPUMCCH C KOHI.[GHTpaIJ;I/Iﬁ 2'1075 % Mac., JTaHHagd KOHOCHTPaOuAg COCTAaBJIACT

~ 2xI10 ot BepxHeill rpaHUIIbl JUaNa30Ha PACCMATPUBAEMBIX KOHIIEHTPALUN U TTOIXO0-

JIUT JIJIs1 IPOBEPKU TPABUIILHOCTH onpeiesieHus 42 ananutoB BOsm3u [10. s npuro-

TOBJICHUSI 00PA31I0B C BBEJICHHBIMH MTPUMECSIMHU K TTpoOaM 100aBIIsIIM U3BECTHOE KO-

JMYECTBO npumecer u3 pactBopoB MOC. Pe3ynbrarsl SKCIIEpUMEHTA MPUBEACHBI B

tabn. 13.
Taonumal3
Pe3y.m>TaT1,1 onbITa ((BBeI[eHO-HaﬁIleHO)) OJA METOAUKHN aHAJIN3a
Kaamus u ero okcuaa (N=9, P=0,95), % mac.
OI-T Beeneno Haiineno Sy OI-T Beeneno | Hatineno Sy
Au 4,0-10°° (4,0+0,8)-10°° 0,20 | Ni 2,0-10° | (2,3£0,6)-10° 0,26
As 2,0-107° (1,9+0,4)-10° 021 |Pb 2,0-10° | (2,0£0,4)-10° 0,20
B 2,010 (2,2+0,3)-107° 0,14 |Pr 2,0-10° | (2,1£0,2):107° 0,10
Ba 8,0-107° (8,0+1,2)-10°° 0,15 |Rb 2,0-10° | (2,0£0,3)-10° 0,15
Be 4,0-10°° (3,8+0,8)-10° 021 |Re 2,0-10° | (2,1£0,3)-10° 0,14
Ce 2,0-107° (2,0+0,3)-10™ 0,15 |Sb 2,0-10° | (2,2£0,3)-107° 0,14
Co 2,0-107° (2,0+£0,5)-10™ 0,25 |Sc 2,0-10° | (2,0£0,3)-107° 0,15
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[Mponomxenne Ta 6 mu sl 13

On-T Beeneno Haiineno Sy OI-T BBeneno | Hatineno Sy

Cr 2,0-107° (2,0+£0,4)-10™° 0,20 |Sn 2,0-10° | (1,9£0,4)-10°° 0,21
Cu 2,0-107° (2,1£0,3)-10™ 0,14 |Sm 2,0010° | (2,0£0,3)-10°° 0,15
Dy 2,0-107° (2,0+0,3)-10° 0,15 |Sr 8,0-10° | (6,9+1,5)10° 0,22
Er 2,0-107° (2,3+0,3)-10™° 0,13 | Ta 2,0.10° | (2,0£0,5)-10°° 0,25
Eu 2,0-107° (2,2+£0,4)-10™° 0,18 | Te 2,0.10° | (1,8£0,3):10°° 0,17
Ga 2,0-10°° (2,1+0,5)-10™° 024 | Tb 2,0010° | (2,1£0,3)-10°° 0,14
Gd 2,0-10°° (2,1+0,2)-10™° 010 |Tm 2,0-10° | (2,0£0,3)-10°° 0,15
Hf 2,0-10° (2,0£0,3)-10° 0,15 | TI 2,0:10° | (1,7£0,3)-10° 0,18
Ho 2,0-10°° (2,0+0,2)-107° 0,10 |Ti 2,0-10° | (2,1£0,4)-10°° 0,19
La 2,0-10° (2,1£0,3)-10™° 014 |V 2,0-10° | (1,8+0,4)-10° 0,22
Lu 2,0-10°° (1,9+0,4)-107° 021 |W 2,0-10° | (1,9£0,4)-10°° 0,21
Mn 2,0-10° (1,8+0,3)-107 017 |Y 2,0-10° | (2,2+0,3)-10° 0,14
Mo 2,0-107° (2,2+0,3)-10° 0,14 |Yb 1,0-10° | (1,2£0,2)-10°° 0,17
Nb 2,0-107° (1,8+0,2)-10°° 011 |zZr 2,0-10° | (1,8£0,3):10°° 0,17
Nd 2,010 (2,1£0,2)-10° 0,10 |- — — —

PGBYHBTaTBI «H&ﬁ,[[@HO» B IIpCaciiaxX JOBCPUTCIbHOI'O MHTCPBAJIa YIOBJIICTBOPHU-

TEJIHLHO COBITAJIAI0T C PE3YJIbTaTaMH «BBEICHO» s 43 anemeHToB-puMecei, [10 ko-

TOPBIX ITO3BOJIAIOT JOCTOBCPHOC OIIPCACIICHUC, MACCHUB SKCIICPUMCHTAJIBHBIX JdHHBIX

OBLT MOJY4YEH B YCIIOBUSIX BOCIPOU3BOJAMMOCTH. BHyTpumabopaTopHas mpenu3noH-

HOCTH (Sr) coctaBuia 10-26 %.

JI71st moATBEpIKIEHUS TPaBUIILHOCTH pa3pab0TaHHON METOIMKH ObLTH TTPOAHAIH-

3UpOBaHbI ABa 0Opasua ¢ npumecsiMu (cM. myHKT 3.1.5.). [lonydeHHbIe pe3yabTaThl

COIIOCTAaBUJIA C PE3yJbTaTaMH aHAJIM3a ABYX HE3aBUCUMBIX MECTOAOB. 3JICKTPOTCPMU-

yeckoi aroMHO-abcopOumonnoit ciektpomerpuu (I TAAC) u paspaboTaHHOI paHee

ADC UCII metonuku (Tabdin. 14). Jlanasie Ta0a. 14 1eMOHCTPUPYIOT, UTO MOTYUYEHHBIE

PE3YJIbTATHI YAOBJICTBOPUTCIIbHO COIJIACYIOTCA C PE3yJIbTaATAMH HC3aBUCHUMbIX MCTO-

JOB.
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Taonumal4d
Pe3yabTaThl aHaIN3a IBYX 00Pa3l0B METAJIMYECKOT0 KaJAMUS ¢ BBeAEHHBIMU

npumecsimu Mmetogamu MC UCII, ADC UCII u 9TAAC (P = 0,95), % mac.

Haiizeno, C-10*
-t Conepiaie ADC HCTT MC HCTI DTAAC
B 00pasie
n=10 n=8 n=4
. 1,0 13404 12+03 -
B 3,0 3606 30404 -
1,0 14503 11202 14502
cu 3.0 34204 31406 30402
1,0 1102 12:03 -
n 3,0 33103 36+ 04 -
. 0,74 0.71 % 0,06 0,66 0.11 0.76 £ 0,05
16 1.6£0.1 15£04 174023
11 14503 13103 L1£0.1
P 3,0 3.0= 0.4 3406 2002
. 0,72 0.70 = 0,03 072+ 0.15 0.73 % 0,07
13 13401 12:02 13402

Cnenyer otmeTHTh, uto I10 npumeceit Ag, Al, Ca, Fe, Hg, K, Li, Na, P, Se, Sin
Zn BbIIIE, 4YeM BBEJCHHAs KOHIIEHTpaIUs 2,0-107° % mac. (coneprkaHue HEKOTOPBIX
npumeceit B MOC mmxe s Ag, Li - 4,0:10° % mac, Hg - 2,0-10°° % mac.), mostomy
MOATBEPUTH MPABWILHOCTh OMpPENEICHUs MEPEUUCICHHBIX MPUMECced dKCIIEPUMEH-
TOM «BBEJIEHO-HAWJIEHO Ha JIAHHOM YpPOBHE KOHIIEHTpAlMil He yaanochk. B tabm. 15
MPUBECHBI PE3yJIbTAThl aHAJIN3a 00pa3iia KaaMus BHIMOJTHEHHBIE COTJIACHO pa3pado-

tagHOM MC UCII MeToanke M HE3aBUCHUMBIM METOJIOM aTOMHO-?MHCCHOHHOM CIIEK-

TPOMETPHUH ¢ MUKPOBOJIHOBOH miazmoii (ADC MIT).

kagmusi(P = 0,95), % mac.

Taomnumalb

PesyabTraTel MC UCII u ADC MII anaan3a MeTaJNIN4ecKOro

MC UCII
Daement/Mertoxn ADC MII
Mertox 106aBoK ITo BogasiM OC

Ag 3,1-10* 3,310* 3,0-.10*
As 2,410 2,0-10° <3108
Ca 2,0-107 1,7:107 -
Cu 6,1-10°° 58102 57-10°°
Mg 4,2:10* 4,110 —
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[Mponomxenne Tadnuira 15

MC UCII ADC MII
Daement/Mertoxn
Merox n1o6aBok ITo BogariM OC
Na 6,0-10°3 6,2:10°° —
Ni 8,7-107 8,510 9,3-1072
Pb 1,6:1072 1,6:1072 1,7:107
Sb 1,8-10°3 2,1-1073 <3103
Tl 1,1-107t 1,410t 1,4-107%
Zn 2,0-1072 2,0-1072 1,8-1072

Tak kak cofep)kaHre HEKOTOPBIX MpUMecel B 00pasiie Ha JOBOJIHHO BHICOKOM
ypoBae MC UCII ananu3 moBTOPsUTH 1O BOAHBIM oOpasuam cpaBHenus (OC). Ipo-
BEPKY IPABUJILHOCTH OIPEAEIICHUs NMPUBEASCHHBIX B Ta0a. 15 mpumeceit mpoBoamm
METOJI0OM Pa30aBJICHUS U COMOCTABIICHHS PE3YJIHTATOB C JAHHBIMH HE3aBUCHUMOTO Me-
toga ADC MIL

Ha ocHOBaHMM MOTyYEHHBIX SKCTICPUMEHTAIBHBIX TAHHBIX TPUBEICHHBIX BHIIIIC,
MOXHO CJIeIaTh BBIBOJI O TOM, UTO HHCTpYMEHTaJIbHBIC YcioBus poeaeHus MC UCTIT
aHanu3a (MOIIHOCTH TIJIa3Mbl, CKOPOCTh TPAHCIIOPTUPYIOMIETO MMOTOKA), a TAK)KE KOH-
IIEHTPAIUS MATPUIHOTO KOMITOHEHTA B CITOCO0 MOCTPOCHHMSI TPaTyHPOBOYHOM 3aBUCH-
MOCTH, BBIOpaHHBIE TTPH pa3padOTKe METOAUKH, 00ECIIEYNBAIOT JOCTOBEPHOE OIpe/ie-
JICHHE aHAJIMTOB.

3.2.6. Ananumuuecxkue 803MOACHOCMU MEMOOUKU

[Tpu BBITIOJIHEHUH AWCCEPTAMOHHON PabOThI pa3paboTaHa WHCTPYMEHTAIbHAS
MC UCII meToanka aHaIn3a KaAMUA U €r0 OKCUJIA, C TOMOIIBK KOTOPOH BO3MOKHO
onpenencuue coaepxanus 49 snemenros—npumeceii (Ag, As, Au, Ba, Be, Bi, Ca, Ce,
Co, Cr, Cu, Dy, Er, Eu, Ga, Gd, Hf, Ho, In, La, Lu, Mg, Mn, Mo, Na, Nb, Nd, Ni, Pb,
Pr, Rb, Re, Sh, Sc, Sm, Sn, Sr, Ta, Th, Te, Ti, TI, Tm, V, W, Y, Yb, Zn, Zr) ¢ npene-
namu ooHapyxkenus 2-:1078- 3-107 % mac., 1 BHyTpHI1a00paTOPHOM IIPELU3UOHHOCTBIO
10-26 %. Cpenu crivcka onpeesseMbIX 0 METOIUKE MPUMECE TTOTHBIM CITHMCOK TeX-
HOJIOTMYECKHU BaXKHBIX B KAJMUU TSI TIOTYTPOBOHIUKOBOTO MTPOU3BOICTBA, BCETO 32.

HpO,ZIOJ'DKI/ITCJ'IBHOCTB HpO6OHOJlFOTOBKI/I " pEeTUCTpalvU CIICKTPOB, TaK XC€ KaK U IJIA
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ADC UCII metonuku, cocTaBisieT ~4 4, pa3pab0OTaHHYIO METOJUKY MOKHO CUUTATh
JKCITPECCHOM.

Huxe npuseneHo cpaBuenue pazpadorannoir MC UCII metonuku aHanusa Kaj-
MU U ero okcuaa c omyonukoBanHoit MC MCII meTtoankoil aHanu3a 3TUX 0ObEKTOB
0e3 mpeaBapuUTENHHOTO KOHIEHTpUpoBaHus [56]. CpaBHEHHE aHAIUTUYECKUX BO3-
MOKHOCTEW METOAUK (10 HAbOopy ompenesieMbIX IpUMecei U mpejenam ooHapyxe-

HUS1) IpeicTaBieHo B Tadu. 16.
Tabnumal6

ComnocrasJiienue 110 pa3padorannoii MC UCII MeToAUKH aHAJIN3a KaAMUs

¢ JIUTePATYPHbIMH JaHHBIMU, %o Mac.

DneMeHT MC UCIT Pabota [56] DieMeHT MC UCIT Pabora [56]
Ag 5107 - Nb 8107 -
As 2:10°° 2:107° Nd 5107 1-10°°
Au 1-10°° — Ni 3-10°° 2:107°
Ba 3-10°° 1-10°° Pb 2:10°° 4-10°°
Be 2:107 4-10°° Pr 3-1078 —
Bi 5107 - Rb 7-10~7 -
Ca 4-107 — Re 1-10~7 —
Ce 1-107 1-10°° Sc 1-10°® —
Co 3-1077 2:10°° Sb 7-10~7 9-10°°
Cr 3-10°° 3107 Sm 7-107" 2:10°°
Cu 7-107 9-10°° Sn 2-107°° 2:107°
Dy 2:10°° — Sr 6:10~" —~
Er 7-10°8 — Ta 3-107 -
Eu 5107 — Th 4-1078 —
Ga 2:1077 1-10°° Te 8-10°° —
Gd 2:107 — Ti 1-10°° —
Hf 2:1077 — Tl 1-10°®
Ho 2-1078 - m 3-10°8 -
In 3-107° - V 2-10~7 2:10°°
La 2-10°7 — W 2-10°° —
Lu 4-10°8 — Y 2-107”7 -
Mg 2:107° 1-107° Yb 6:107° —
Mn 8107 6-10°° Zn 6-107° 2:107°
Mo 2:10°° 4-10°° Zr 1-10~7 —
Na 1-10°3 — — — —
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Crnemyer OTMETHTB, UTO MeTOMKa [56] mo3BosseT onpeaeneHue uiib 21 aHa-
JHUTA, TO €CTh HEe 00ECMeYNBAET ONMPEACICHNUE MOJHOTO CIHCKA TEXHOJOTUYECKH BaXK-
HBIX npumeceit. CormacHo pa3paboranHoit MC MeTOauKe BO3MOXKHO OMpeeTiCHUE C
npezenamMu oOHapykeHus Boimie 2-4 pa3a, yem B padore [56] mis Ba, Cu, Mg, Mo, Pb
u Zn; ¢ npeaenamu ooHapyxenus B 2-10 pa3 mmwke As, Co, Mn, Ga, Nd, Ni, Sb, Sm u
Sn. Jlna Be, Ce, Cr u V npenensl o0HapykeHus: cHuxeHbl B 10-50 pas.

MosxHo cnenath BbIBOA, uTo pazpabotannas MC UCII meTonuka aHnanu3a siBisi-
eTCsl IKCIpeccHoU u Hanboiee nHpopmaTuBHON N3 MC METOIUK, MTOCBAIICHHBIX HH-

CTPYMEHTaJIbHOMY aHaJu3y KaaMus, OyOJIMKOBAaHHBIX B JINTEPATYPE.
3.3. Conocmaenenue aHaAUMUYECKUX B03MONCHOCMEN PA3PAOOMAHHBIX MEMOOUK

B paznenax 3.1.6 u 3.2.6 npuBeieHa OlleHKAa aHATTUTUYECKUX BO3MOKHOCTEH ISt
KaKI0M pa3pabOTaHHOW METOIUKH M COITOCTABICHUE C TUTEPATYPHBIMA METOTUKAMHU
aHaiM3a KaJMHS U €ro OKCHJA, peaiu3yeMble MPU MOMOIIM aHAJIOTHYHBIX METO/IOB
UCCIe0BaHus Wi TPrOOpoB. OTMETUM, YTO JJIs UCTIOJIB30BaHUS pa3pabOTaHHbBIX Me-
TOJWK HE TpeOyeTcs CI0KHON MPOOOTOArOTOBKH, HEOOXOIUMO TOJIBKO PAaCTBOPEHHE
KaJIMUSI UJTM €T0 OKCHJa B a30THOM KHUCIIOTE, MIPUTOTOBJICHUE IPayHPOBOYHBIX pac-
TBOPOB M pa3daBjeHUE POO 10 ONTUMAIIbHOM KOoHIIeHTparuu. [1o komudecTBy ornpe-
JeNseMbIX ayteMenToB-npumeceit muaupyetr ADC UCII (51), 3atem ciienyer MC UCII
metoauka (49). B tabn. 17 npuseaeno conoctapienue [1O myist pa3paboTaHHBIX METO-

JUK KOJIMYCCTBCHHOI'O XUMHWUYCCKOI'O aHaJIu3a.

Taonumal?
ComnocrasiieHue npeaesioB 00HApyKeHUs
pa3pad0TaHHBIX HHCTPYMEHTAJIbHBIX METOAUK, % Mac.
DIeMeHT- OneMeHT-
ADC UCII MC UCII ADC UCTT MC UCII
MpuMeCh npHUMECH
Ag 2:10° 5-10°° Mo 7-107 2:10°°
Al 3-10°° 2:107° Na 1:107° 1-10°3
As 6-107° 2:107° Nb 2:107 8107
Au 1-10°° 1-10°° Nd — 5107
B 1-10°° 1-107° Ni 4-10°° 3-107°
Ba 4-10~7 3-10°° P 2:10°° 1-10°3
Be 7-107 2:107 Pb 2:107 2:107°
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[Mponomxenne TaOnu sl 17

OJIeMeHT- DJIeMeHT-
ADC UCTI MC UCII ADC UCTI MC UCII
IIPUMECH IIpUMECH

Bi 2-107 5107 Pr 1-10°° 3-1078
Ca 9-10~" 4-1074 Rb 4-10™ 7-107
Ce 2:107° 1-107 Re 3-107° 1-10~7
Co 1:107° 3107 Sh 3-10°° 7-107
Cr 3-10°° 3-10°° Sc —* 1-10°°
Cu 3107 7-10° Se 1-10°° 2:10°
Dy 31077 2:10°° Si 1-10° 2:10°
Er 4-10~7 7-10°8 Sm 1-10°° 7-107"
Eu 3-10”7 5-10°° Sn 1-10°° 2-10°°
Fe 1-10°° 2-107* Sr 3-10~7 6-107"
Ga 4-10°° 2-10°7 Ta 1-10°° 3-10~7
Gd 1-10°° 2-10°7 Tb 1-10°° 4-10°8
Hf 5107 2-10°7 Te 1-107* 810°
Hg 7:10° 3-10°° Ti 2-10°® 1-10°8
Ho — 2:10° Tl — 1-10°8
In 3107 3-107° m — 3-1078
K 1:107° 31073 Vv 6-107" 2:1077
La 410”7 2:107~7 W 2:107° 2-10°°
Li 51077 3-10° Y 3107 2:10°7
Lu 1-10°7 4-10°8 Yb 2:1077 6:107°
Mg 2:10°7 2:10°° Zn 51077 6:10°°
Mn 7-107 8107 Zr 3-107 1-10°7

Kaxmas u3 pa3paboTaHHBIX METOJUK UMEET CBOU JIOCTOMHCTBA U OTPAHUYCHHUS.
[Tpenensr oonapyxenuss ADC NUCII meroanku BeiroaHo otiandarotcs or MC UCII me-
TOJUKHU JIJISI DJIEMEHTOB, UMEIOIIUX aHAJTUTUYECKUE JTUHUHU, XapaKTePU3yIOLIUEeCs BbI-
COKOM MHTEHCUBHOCTBIO U OTCYTCTBUEM CHEKTPaNIbHBIX HHTEepPepentuit. [1O mis nan-
HbIX aHamuToB 1o cpaBHeHUIO ¢ MC UCII meTtoaukoii Hike B 2-15 pa3 qis Cu, Dy,
Eu u Sr; B 40-100 pa3 g K, Li u Mg; B 120-450 pa3 aus Ca, Si u Zn. K npenmyiie-
ctBaM Metoga ADC MCII MoxkHO OTHECTH MUHUMAIBHBIN 3D(HEKT «IIpuOOpHOM ma-
MSATH», BO3MOKHOCTh aHAJIM3a PACTBOPOB C BHICOKUM COJIEPKaHUEM MAaTPUUHOTO KOM-

MOHEHTa, MUHUMAJIbHBIN YPOBEHb CIEKTPAIbHBIX UHTEP(HEPEHIIUI OT paCTBOPUTEINS U
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M1a3M000Pa3yIOIIero ra3a Ha CUTHAJIbI AHAJIMTOB, MPU KOPPEKTHOM BhIOOpE aHATUTH-
yeckux JuHUi. Pazpaborannas ADC UCII MeToiMKa MO3BOJISIET 0XapaKTEPU30BATh
KaaMUI WK ero oKcua unctoTror HN3.

[Ipenensl oOHapy»keHHs NpU UCTONb30BaHUU MC METOIMKHU IO CPABHEHHUIO C
ADC UCII meronukoii Hmxke B 2-20 pa3 mis Ag, Be, Er, Ga, Gd, La, Lu, Sb, Sm, Sn,
V, W u Zr, ot 20 no 35 pa3 g Co, Hf, Hg, Re, Tau Yb; B 200-1250 pa3 qisa Ce, Tb
u Te. AHanTUTHYEeCKUE U30TOITBI MMPAKTUYECKH BCEX MEPECUUCICHHBIX aHAJIMTOB OTHO-
CATCS K «TSDKETBIM» dJIEMEHTaM, UHTep(epeHITMY Ha KOTOpble MUHUMAaJIbHBI. Konye-
crBerHoe onpeaenenre Ho, Nd, Tm, Tl u Sc (8 ADC UCII meToauKe HCITOIB3yeTCs B
KaueCTBE BHYTPEHHEIO CTaHapTa) BO3MOKHO ToibKo cornacHo MC UCII meTonuke,
MO3BOJISIET OXapaKTEPU30BaTh KaaMuil unctotoid 4N8.

K nocronncream MC HUCII meToukn MOKHO OTHECTH BO3MOXKHOCTh OIPeAEe-
HUS C BBICOKOM YyBCTBUTEIHLHOCTBIO H30TOIIOB CBOOOHBIX OT CIIEKTPAJIbHBIX HAJIOXKE-
HUM, MaJIBIF pacxo]1 pacTBOpa Ha BBITIOJIHEHUE aHaau3a (~ 2 M), OIpeIesICHIe Hanbo-
Jiee TIOJTHOTO CIUCKA TPUMECEH.

He crout 3a0bIBaTh 0 TOM, YTO C Pa3BUTHEM TEXHOJOTHUN ITyOOKOM OYHCTKHU Be-
IIECTB JOJIKHBI PA3BUBATHCS METO/bl AHATUTUYECKOTO KOHTPOJISI Ka4eCTBa MOJIy4YeH-
HBIX MaTepuagoB. Bo3MOXHOCTb MOJYyUYEHUS U TIIATEIIBHOTO aHATUTUYECKOTO HCCIIe-
JIOBaHMS BHICOKOYMCTBIX BEIIECTB 00YCIIaBIMBAIOT 3HAUYUTEIIBHBIC YCIIEXU B TEXHHUYC-
CKOM COBEpPIIICHCTBOBAaHUH KOHEUHBIX MaTepuaios [1].

CeroaHs KOMMeEpUYECKH T0CTyIHbI 00pasibl CdZnTe unctoroit SN-7N [103], ms
MPOBEICHUS AHAIUTUYECKOTO KOHTPOJISI MAaTEPUANIOB JAHHOW cTeneHu 4ucToThl 110
pa3pabOTaHHBIX METOJAUK HEJOCTATOUHBI, YTO 00YCIaBIUBAET HEOOXOIUMOCTh CHUKE-
Hus [10 Munnmywm Ha 1-3 nopsiika BEJIMUUHBL.

Haunbonee srpdextuBHbIM moaxonoM st cHrkeHus: 11O sBisieTcst coueTaHue
MPOLIETYPhl OTACIICHUS MATPHUIIBI C UCIIOJIH30BAHUEM MHOTOAJICMEHTHBIX U BBICOKO-
qyBCTBUTEIbHBIX MeToA0B aHanu3a (ADC UCII, MC UCII). Takxe mHoroodemiaro-
IIUM SIBJIIETCSI KCIIOJIb30BaHKUE alIbTepPHATUBHOTO crioco0a BBeAeHus kaamus B UCII
— anektporepmuyeckoe ucnapenue (OTH). JlanHbIH cr1oco0 MO3BOJISET pa3AeIuTh BO

BPEMEHHU MOCTYIIJIEHUE OCHOBBI U MUKPOIIPUMECE HCTOUYHUK BO30YXKACHUS.
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HBy‘H/IB JUTCPATYPHBIC OAHHBIC, CACJIAIM BBIBOJ, YTO HanoOoee IMOAXO AT M
JJIs1 HacC CII0CO00M OTACJICHHA MATPHUIbl KaIMUA ABJIICTCSA NPUMCHCHUC 3JICKTPOTCP-
MHUYCCKOI'O UCIIApCHHUA 1 MCTOdd BaKYYMHOfI OTT'OHKH, IJI1 3(1)(1)CKTI/IBHOFO OTACICHUA

OCHOBBI KaaMHU.
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I''TABA 4. PABPABOTKA KOMBUHHUPOBAHHBIX A9C UCITI 1 MC UCII
METO/IUK AHAJIM3A KAIMUA

OTtaeneHre MaTpulbl KaAMUsI OT MUKPOIIpUMEcEd B JaHHOW JMCCepTaIMOHHON
pabote peanu3oBaHo AByMs criocoOamu. [IepBrIii crmocod — UCTIOIB30BaHMUE AIIEKTPO-
TEPMUYECKOTO UCHIAPEHUS PA3CIICHUS] BO BPEMEHH MOCTYIUICHHS] OCHOBBI M1 MUKPO-
npuMeceil B ICTOYHUK BO30YkAeHUs. BTopol criocob — mpeaBapuTesbHOE OTACICHHE
MaTPUYHOTO KOMIIOHEHTa OTTOHKON B BaKyyMe Uepe3 TUICHKY COOCTBEHHOT'O OKCHJIA.
OcTanoBuUMCS MOAPOOHEE HA KAXKIOM U3 MPUBEIEHHBIX CIIOCOOO0B.

AnsrepHaTuBHBIM ciocoOom BBeaeHus mpob aiis ADC UCIT u MC UCII ananusa
ABIISIETCS dNIeKTpoTepmudeckoe ucmapenue (3TH) [104, 105, 106, 107]. BaxuasiM g0-
crounctBoM DTU siBiisieTcst BO3MOKHOCTh aHaIm3a TBepaoro oopasia [108, 109, 110],
MUHYs cTtaauto pactBopenus. DTU obnanaer BbIcOKOH 3 (HEKTUBHOCTHIO BBOIA MPOO
(25-80 %), uTO 3HAYUTENBHO BhIIIE 3)HEKTUBHOCTH THEBMATUYECKOTO PACTIBUICHUS
[111, 112, 113]. Jns ananu3a metogom DTU ADC UCII tpebyercs BCero HECKOIBKO
MUJUTATPaAMMOB TBEPJIOTO 00pasiia, OTCYTCTBYET CTAIUs MPOOOIIOATOTOBKH, YTO 3Ha-
YUTEJIbHO COKpAIllaeT MPOI0JDKUTEILHOCTD aHanu3a. [Ipu 3TU obpasen momemaior B
rpauTOBYIO KIOBETY, KPOME 3TOTO MCTIOIB3YIOTCS HUTH Y CIIUPAIT U3 TaHTaIa, BOJIb-
¢dbpama wam ponus [104, 114, 115, 116, 117, 118, 119].

Temneparypnas nporpamma npu OTU BkirodaeT B ceOs CIETYIONINE ATAIlbI:
CYIIIKa, UCTIAPEHUE MAaTPUIHOTO KOMITIOHEHHTA M MCTIapeHne aHaIuTOB. CTaaus ucra-
pPEHUSI OCHOBBI 00ECTICUNBAET CEJIEKTUBHOE PA3JIOKEHUE U UCTapeHre MaTpuilbl. OT-
CYTCTBHME MaTpUYHOTO KOMIIOHEHTA U pactBopurenei B UCII npu peructpanuum ana-
JUTUYCCKUX CUTHAJIOB (HA JTAaIe WCIIAPEHUs aHAJUTOB) 3HAYMTEIHHO CHIDKACT ypO-
BEHb CIIEKTPAJIbHBIX U HECTIEKTPATBHBIX HHTEPhEPECHITHI.

Bropoii a3 dexTuBHBIN cr1ocod, odecnieunBaronuil JOCTHKEHNE MUHUMAJTbHBIX
MIpeIesIoB OOHAPYKEHUS U N30aBICHUS OT MATPUYHBIX BIUSHUN TIPH aHATN3E KaIMUS,
3aKJIFOYAETCS B OTAECIEHUA MATPUYHOTO KOMIIOHEHTA BAKYYMHOM TUCTUIUIsIUKMEN. [{an-

HBIN croco6 obecreyrBaeT MOJHOTY KOHIICHTPUPOBAHUSI MPUMECEH U JTOCTAaTOYHO
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IIPOCTO B peanu3aruy. Mbl MPUMEHWIH 3Ty K€ U3BECTHYIO TEXHUKY KOHIIEHTPHUPOBA-
Hus npumecei B couetanuu ¢ metojoM ADC VUCIT u MC UCII ¢ uenbto ycoBepIieH-

CTBOBAaHUA MCTOAHNK aHAJIM3a KaJIMUS YUCTOTHI 6N.

4.1. Pazpadomxa npamoit ITH AIC UCII memoouku ananuza MemaniuieckKo2o

Kaomus

4.1.1. Ilpoyeoypa ananusza

Jlns mposenenust OTU ADC UCII ananu3za 100 Mr o0pasna MeTauinuecKoro Ka-
mus win 50 MKJI pacTBOpa, COIepkKaIIero KaaMuil, moMenaiy B rpa)uTOBYIO KIOBETY.
[110THO 3aKpbIBAIA MOPT JJIs1 BBEIEHUS 00pa3la, 4TOObI MPEAOTBPATUTD ITOTEPH aHA-
JIMTOB MPHU CTYNIEHYaTOM HarpeBaHWH IpaUTOBOM KIOBETHI. MIHCTpyMEHTaNbHbIE Ma-
paMeTphbl, UCTIONb30BaHHbIE NIpU aHaiu3e (Talia. 4), U moApoOHas cxema MPUCTABKU
s OTU npuBenens! B pazaene 2.5.

4.1.2. Onmumusayusa ITHU. Cenekmusroe ucnapenue mampuyvl

TemnepatypHas nporpamma DTU oObIUHO BKIIIOYAET B €€0S1 CAEIYIOIIME 3TAIIbI
HarpeBa rpaMTOBOI KIOBETHI: CYIIKA, MUPOJIU3 W UcCHapeHue aHaiutoB. Cranus
CYUIKH HeoOXoauMa JJIsl UCIIapEeHusl pacTBOpUTENs. B ciaydyae HepocTaTOUHON TemIe-
paTypsl mpouecc ucnapeHus Hed(PEeKTUBEH U MPOJOHKUTENIEH, YTO YBEJIMYMBAET
BpeMsl aHanu3a. Eciiu TemmnepaTypa CTaJiud CYLIKH CIMIIKOM BBICOKasi, UCHapeHHE
pacTBOPUTEIISE MOKET MPOUCXOUTH CIIUIIKOM OBICTPO, YTO 3a4aCTyI0 MPUBOAMT K I1O-
TEpsIM aHAIUTOB, DKCIEPUMEHTAIBHBIM ITyTEM ObLIO MOKAa3aHO, YTO MOTEPH aHATUTOB
He HaOmoaaroTes ipu Temrneparype 95°C u npoaomKUTeNbHOCTH S50 CeKyH I,

Baxxnpim npenmymectsom OTHU ABnsieTcs BO3MOKHOCTD CTYIIEHYATOTO HArpeBa
aHanu3upyemoro oOpasla, Mpu MPAaBUILHOM BBIOOpE TEMIEPATYPHOrO PEKUMA,
MO’KHO JOOUTHCSI OTJEJICHUSI MAaTPHUIIbI OT aHAIUTOB. IIpu 3TOM MaTpuia ucnapsercs
Ha CTaJIMU MUPOJIN3a U HE CO3JAET MOMEX IIPU PETUCTPALIMU CUTHAIOB JIEMEHTOB IIPH-
Mecel. [TociienoBaTenbHOE UCIIApEHUE MATPHILIBI U AHAIMTOB MO3BOJISIET MUHUMU3H-
poBath MatpuuHbie 3PdekThl, TeM caMbiM cHU3UTH [10. Cragus nupoausza J0HKHA

o0OecrieunBaTh MaKCUMAJILHOE OTACIICHHUC MAaTPUIbl C MUHUMAJIbHbIMU IIOTCPAMH aHAJIUTOB.
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['padutoByro neub HarpeBajiu 10 MOCTOSHHOTO 3HAYEHUS! TEMIIEPATypPhl U PETrH-
CTPUPOBAJIM CUTHAJ KagMus. 3aT€M, B MOMEHT, KOrJja AaHAIMTUYECKUA CUTHAIA KaJl-
MUl CTAHOBUJICSI PABHBIM 10 MHTEHCUBHOCTH (JOHOBOMY CUTHAITY, (PUKCUPOBAIN KO-
HEI[ CTaJIuU OTJEJICHUS MaTPHIIbl. DKCIIEPUMEHT MOKa3all, UTO MPHU HarpeBe rpaduTo-

BoM neun 110 remneparyp meree 570 °C, kanmuii He moctymnaet B UCII (puc. 14).
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Puc. 14. Curnan kaamus (B IpOIIEHTaX OT CyMMapHOTO CUTHAJA) TIPU Pa3IMYHBIX TEMIIepaTypax
HarpeBa rpaUTOBOM KIOBETHI: HCIIAPEHUE METAIITHUECKOro Kaamus (a),
ucnapenue pactopa kaamus (0,5 M HNO3) (0).

U3 puc. 14 BugHO, yto noutu 90% oOuiero KoaruyecTBa KaaMus UCIIApSETCs IPU
~790°C. Ilpu Temneparype 910°C ucnapsiercs okosio 7% OT 00IIero KoJIudecTBa Ka/i-
Mus ucnapsercs. JanpHelee HarpeBaHUE CIIOCOOCTBYET CHIKEHUIO CUTHANIa Kaj-
Musi. MOHO cjienaTh BbIBOJ, 4TO Oosee 97% kanmus ucnapsieTcsi B 1Mana3oHe TeM-
nepatyp 790-910°C. YuutbeiBas, 4TO0 KaAMUU SBISCTCS OTHOCHTEIBHO JICTYYHUM Me-
tasoM, s npsMoro aHanuza DT ADC MCII aHann3a METauIM4eCKOro KaaMus
temneparypa nuponuza 910°C sBusercs: onTUMaIbHOM.

bb110 Takke UHTEPECHO COMOCTABUTh UCIIAPEHUE METAJUIMYECKOTO KaMUs C UC-
MapeHrueM KaJMHs U3 a30THOKHUCIBIX pacTBOPOB. JlJist 3TOro 0d6paser; BLICOKOYMCTOTO
KaJIMUsI pacCTBOPSUTH B @30THOM KUCJIOTE W pa30aBIsid 1O KOHIICHTpAluu Kaamus |
mr/mi. Jlanee 50 MK pacTBOpa KaJaMus BBOJIWUIM B TpaUTOBYIO IMEUb U 3aIlyCKaJIH

porpaMmy TeMIIEpaTypHOIO HarpeBa (CyIiKa, 3aTeM MUPOJIU3).
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VYcTaHOBIEHO, YTO MCMApPEHUE KaIMUsl U3 PacTBOpa a30THOM KUCIOTHI 3HAYU-
TEJIbHO OTJIMYAETCA OT UCIAPEHUs] MeTalmmyeckoro kaamus (puc. 14). [Ipu narpesa-
HUU a30THOKUCIIOTO PacTBOpA, CMIApEHUE KaMHUs HAUWHAETCs TIpU Temrneparype 0o-
nee 1900°C. B remnepatypaom nuanazone ot 2090 no 2200°C, okomno 5 u 30% ucna-
psI€TCSI COOTBETCTBEHHO OT OOIIEro KOJIMYECTBA KaaMus ucnapsiercs. MakcumaibHOe
KoJnuecTBo kaamus (~65%) ucnapsiercs npu temmnepatype 2310°C.

DKcrnepuMeHTaIbHO JoKka3aHo, uTo npu DT ADC UCII ananu3e a30THOKUCIIBIA
pacTBOp KaaMus Ucnapsercs npu 0osiee BhICOKOU Temmneparype. [IpuunHa B ciemyro-
[IEM: HA CTAJINM CYLIKU a30THOKHUCIIBIA KaJIMUI MEPEXOIUT B OKCUJ KaaMus. Temrie-
parypa ucnapeHus OKCHIa KaJMUs CYIIECTBEHHO BBIIIEC TEMIIEPATYPhI UCTIAPCHUS Me-
Tamm4yeckoro kaamMus. CieaoBaTeabHO, pa3eieHue MaTPULIBI U aHAJIUTOB IO TEMIIE-
parype ucnapeHus 3aTpyIHEHO, U30ekKaTh CIEKTpaJbHBIX UHTep(EpeHIui cOo CTO-
POHBI MaTPUIIbI HE YIaCTCS.

Ha craguu nuponusza, st noctixkeHuss MUHUMalbHbIX [10, TpeOyeTcs makcu-
MaJIbHOE OT/IeJICHUE KaJMus 3a cUeT ucnapenust. [loatomy He0oOX0AMMO OLIEHUTH MPO-
JOJKUTENBHOCTh CTaINU MUPOJIN3a B 3aBUCUMOCTH OT MaCChl aHAIM3UPYEMOTO METa-
JUYECKOTo KaaMusi. [{s 3Toro, uccieaoBaiu ucrnapeHue oopasioB KaaMus Maccoil:
15, 30, 60 u 100 mr. Ha puc. 15 npuBeneHa 3aBUCUMOCTh MHTEHCUBHOCTH CHUTHAaja
KaJMUS OT NPOJOJKUTENIBHOCTH HarpeBa. BuaHo, yto i ucnapenus 15 Mr kaaMus
TpebyeTcst HarpeBanue B TeueHue 40 ¢ mpu temneparype 910°C. dns ucnapenus 30,

60 1 100 mr kaamus Tpedyercs ~65, 100 u 135 ¢ COOTBETCTBEHHO.
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Puc. 15. IIpodunu curnana 3TU nias pa3HbIX MacC METAJUTHUECKOTO KaaMusl.
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JInst nanbHEeWIIMX U3MepeHul ObUIM BBIOpaHbI CIEAYIOIIME MapaMeTpbl CTaIuu
NUPOJIM3a: MPOAOLKUTENBHOCTD 150 cexyna u HaBecka Maccoi 100 mr.

4.1.3. Bvibop onmumanvHblx YCa08Ull 0l UCHAPEHUsT AHATUMO8

JIns n3yyeHns ucnapeHuss aHaJIUuTOB IIPOBOAWIM CIECAYIOINNA dKCIEPUMEHT: S50
MKJ pactBopa cMecu MOC BBoaWIM B TpadUTOBYIO I€Ub, 3aTEM CIIEIOBaJIa CTaJAUS
cymiku npu 90°C B teuenue 50 c. [lanee B neusb nomemanu 100 Mr MeTammm4eckoro
KaJMHUsl ¥ poBoanin craauto nupoausa (910°C, 150 ¢). Ha craguu ucnapenus snie-
MEHTOB-TIPUMECEH HCIOIb30BaIM MAKCUMAJIbHO BO3MOXHYIO TEMIIEpaTypy Harpena
rpadurosoii neun (2400°C) nnst obecnieueHus 3¢ HEeKTUBHOTO U KOJTHMUECTBEHHOTO UC-
NapeHusl aHAJIUTOB.

Crnenyer OTMETUTh, YTO CTaAWs MUPOJIM3A UCHOJB3YETCS JUIsl OTIEICHUS MaT-
PHIBI, OJJHAKO, HA 3TOM ATarie BO3MOXHBI IOTEPU aHATUTOB. YTOOBI OLIEHUTH MOTEPU
aHAJIMTOB HA CTAJUU MUPOJIU3a MPOBOJAWIN PETUCTPALIUIO CIIEKTPOB, UCIIOIB3YS JBa
teMriepaTypHbix peskuma DTHU. TlepBriit cocTout u3 Tpex craauit: cymka (95°C, 50 ¢),
nuponu3 (910°C, 150 c), ucnapenune ananutoB (2400°C, 15 c). Bropoit Bkitouaer
TOJIBKO CTaJIMIO0 CYIIKH U CTAJIUIO MCIIAPEHUs aHAJIUTOB, 0e3 craauu nuponusza. [Ipu
COIMOCTAaBJICHUU aHATUTHYECKUX CUTHAJIOB AJIEMEHTOB MPUMECE, OJYYEHHBIX 110 pe-
3yJbTaTaM UCIOJIb30BaHUS IEPBOTO U BTOporo pexxuma DT, Ob1710 yCTaHOBIIEHO, YTO
aHAJMTHl MOYKHO Pa3[eJIuTh Ha Tpu rpymmsl. [lepBas rpynmna — 3IeMEeHTBI-TTPUMECH,
JUTSl KOTOPBIX Ha CTAJIMU MUPOJIM3a HAOIIOJAI0TCA YaCTUYHbIE TOTEPU UIIH MTOJTHOE UC-
napenue. Ag, As, Hg, Mo, P, Pb, Se, Te, Zn. Bropas rpynmna — 3JieMEHTbI, KOTOpPbIC
0e3 3HaunMbIX noteph noctymnaroT B CIT Ha cragun ucnapenus: Al, Au, Ba, Be, Bi,
Co, Cr, Eu, Fe, Ga, In, Mg, Mn, Ni, Re, Sb, Sm, Sn, Ti u V. Tpetbs rpymnmna — 310
TYTOIUIABKHE WK KapOUI000pa3yroIne dJIeMEHThI, CHTHAIBI KOTOPHIX HE ObLIN 3ape-
THCTPUPOBAHBI NPH HarpeBe rpadutoBoit kroBeTsl 10 2400°C: B, Ce, Dy, Er, Gd, Hf,
Ho, La, Lu, Nb, Nd, Pr, Sc, Si, Ta, Tb, Tm, W, Y, Yb u Zr.

Ha puc. 16 npuBeieHbl 3aBUCUMOCTH aHATUTUUYECKUX cCUTHaIOB Au, Se, Sn u Te

OT BPEMEHHU.
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TemmepartypHas IporpaMma, CeKyHI

Puc. 16. 3aBUCUMOCTH aHATUTUYECKUX CUTHAIIOB Au, Se, Sn u Te ot Bpemenu. 9TU pexum: cra-
nus cymku T = 95°C (0-50 c¢); cranusa nuposmsa T = 910°C (50-200 c);
craaus ucnapenus 7' = 2400°C (200-215 c¢).

He ynanoce Takke 3apeructpupoBarh aHanutuyeckue curnaisl Ca, K, Li, Na,
Rb, Sr, ciekTpanbHble JIMHUU JaHHBIX 3JIEMEHTOB XapaKTEPU3YIOTCSI BBICOKOM MHTEH-
CHUBHOCTBIO, TIO3TOMY TIPH 3JIEKTPOTEPMUUYECKOM CIoco0e BBoja Mpold (0e3 mpeadKc-
MO3UIIMHN) UHTEHCUBHOCTH UCITYCKA€MOT'0 U3JIyUYeHHUS, BEIXOJIUT 3a pabouuii quamna3zoH
netexkropa. st Cu mpenen oOHapy>KEHUs OTPaHUYEH KOHTPOJIBHBIM OTIBITOM, TaK Kak
Jepkarenu rpauToBON KIOBETHI H3TOTOBJIECHBI U3 MEJIH.

4.1.4. Oyenrxa memponocuyeckux XapaKxmepucmux MemoouKu

Hns onenku 110 ucnonb3oBaiv KaJMUi BBICOKON 4MCTOTHI. HaBecky meTasniu-
yeckoro kaamus Maccoi 100 Mr momeniaiu B TpauTOBYIO KIOBETY U CJICIOBAIH pa3-
paborannoit nporpamme DTU. Ouenky [10 BemonHsum 1o 3s-kpureputo (3Sg, N = 8).
Jns moctpoeHus rpalyupOBOYHON 3aBUCUMOCTU QJIMKBOTY CTaHAAPTHOTO PacTBOpa
NOMEIIAJIA B TPaUTOBYIO KIOBETY, Cylvin npu temneparype 95°C B teuenue 50 c,
3aTeM Tyna xe nomemniany 100 Mr kagmus. [lanee mociaeqoBaTeIbHO BBIMOJHSIIM CTa-
nuro mupodmza (910 °C, 150 c) u craauto ucnapenus ananutoB (2400°C, 15 ¢).

B03MOKHOCTh HCIONB30BaHMS TOJO0HOTO ToaXona Obuia mokasaHa B [110].
UtoOB1 00ecneynTh JOCTOBEPHYIO PETUCTPAIIMIO CUTHAJA HEKOTOPHIX aHAIUTOB JIS
OTU ADC UCII ananu3a 6bUTM UCTIOIB30BaHbI CIIEKTPAJIbHBIE TUHUU, OTJINY AFOIIHECS

oT aHanuTnueckux Juani, Beiopanubix s ADC UCIT metonuku. [IpuynHa 3akiio-
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4acTCsAa B TOM, UTO 0e3 HpeﬂBapHTCHLHOﬁ OKCIIO3MIHUH MHTCHCHUBHOCTDb HCKOTOPLIX JIH-

HUM MPEBBINIAET MAKCUMAJIbHYI0, KOPPEKTHO PErUCTPUpPYyEMYIO aeTeKTopoM. [lomy-

yenHble [10 npencrapnens! B Tad. 18.

Tabnumal8
Ipenennst ooHapyxkenus 1iast ITU AIC UCII meToanku aHaau3a KaaMus, % mac.
DJIeMEHT-TIPUMECH Chin DJIeMEHT-TIPUMECH Chin
Al 1-10°® In 3:10°°
Au 51077 Mg 1-10°°
Ba 2:10° Mn 2:10°
Be 6-1078 Ni 1-10°°
Bi 3-10°7 Re 1-10°
Co 1-10° Sh 2:10°
Cr 1-10° Sm 3:10°
Eu 3-1077 Sn 2:10°°
Fe 2:10° Ti 9-10°"
Ga 6-10°" \Y 5-10°7

OTHU UCIT ASC Metoanka mo3BOJISIET OJHOBPEMEHHO OmnpenesaTe 20 31eMeH-

TOB-TIpUMECENl B KaJAMHUMU BBICOKOW 4uCTOTHI ¢ IIO B MHTepBajie KOHLEHTpaIUi

or 6:10°8 10 1-107° % Mac.

s moaTBepxAeHUs npaBmiibHOCTH pazpadoTanHoit DTU ADC UCII meTonuku

MIPOBOJIUIIN DKCIIEPUMEHT «BBEACHO-HalIeH0». AnukBoty MOC BBOAMIM B rpaduTo-

BYIO KIOBETY, CYIIUJIU U 100aBJsiv B KtoBeTy 100 MI MeTamIm4eckoro Kaamus, 3aTemM

NIOCJIE0BATEIBHO BBINOIHIINA BCE CTaUU Pa3pabOTaHHOTO TEMIIEPATYPHOIO PEKUMA

s OTU. TloctpoeHue rpagyupOBOYHON 3aBUCHMOCTH BBIMIOJIHSIN aHAJIOTUYHBIM

CrIoco0OM B 0OJIBLIIOM MHTEpBaJie KOHIIEHTpaluuid. Pe3ynbTaThl 3KCIIepUMEHTa «BBE-

I[CHO-HHﬁI[CHO», ITOJIYUYCHHBIC B YCJIOBHAX BOCIIPOU3BOJUMOCTU, IIPUBCIACHLI B TaoJI.

19.
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Tab6numal9
Pe3yabTaTsl 3xciepuMenTa «BBeAeHO-HaaeHO» M DTU AIC UCII meToguku

anaau3a kaamus (N=6, P=0,95)

OI-T BBeneno Haitineno Sy OI-T BBeneno Haiineno Sy
Al 3-10° (3,5£0,7)-10° | 0,20 In 3-10° (3,2£0,6)-10° | 0,19
Au 6-10° (5,5+0,7)-10°% | 0,13 | Mg 3-10° (2,6+0,3)-10° | 0,12
Ba 1,2:10° (1,4+0,3)-10° | 0,21 | Mn 3-10° (3,1£0,5)-10° | 0,16
Be 6-10° (5+1)-10° 0,20 Ni 3-10° (3,4£0,3)-10° | 0,09
Bi 3-10° (2,8+£0,4)-10° | 0,14 Re 3-10° (3,2£0,7)-10° | 0,22
Co 3-10° (2,9+0,4)-10° | 0,14 Sb 3-10° (3,1£0,7)-10° | 0,22
Cr 3-10° (2,8+0,4)-10° | 0,14 | Sm 3-10° (2,9+0,5)-10° | 0,17
Eu 3-10° (3,1£0,8)-10° | 0,26 Sn 3-10° (2,8+0,5)-10° | 0,18
Fe 3-10° (3,4+0,3)-10° | 0,09 Ti 3-10° (3,5+0,6)-10° | 0,17
Ga 3-10° (3,1£0,3)-10° | 0,10 Y] 3-10° (2,5£0,6)-10° | 0,24

PesynbpTaThl «HaleHO» B Mpeiesax JOBEPUTEILHOIO UHTEPBAIa yI0BIECTBOPH-
TEJIbHO COBITAJAIOT C PE3yNbTaTaMH «BBeACHO» Il 20 aeMeHTOB-TIpuMecen. BHyT-
pritabopatopHasi MPEIU3UOHHOCTH (Sr) cocTaBmiia 9-26 %.

Kpome Toro, mjisi MOATBEpKACHUS TPaBUIBHOCTH pPa3pabOTaHHOW METOIUKH
ObBUTM TIpOaHAIM3UPOBAHBI JIBa 00pa3lia ¢ BBEJACHHBIMH B PACIUIaB MPUMECIMH (CM.
nyHKT 3.2.5). [lonydeHHbIe pe3yabTaThl COMOCTABUIIN C PE3YIbTaTaMH aHAJIN3a JIBYX
HE3aBHCHUMBIX METOJIOB AJIEKTPOTEPMHUIECKONW aTOMHO-a0COPOIIMOHHON CIIEKTPOMET-
pun (3TAAC) u paspaborannoit panee ADC UCII u MC UCII meroauk (tadim. 18).
Janusie Tabi. 20 0TOOpakaroT, 4TO MOTYUYEHHBIE PE3YJIbTAThI YI0BIETBOPUTEIBHO CO-

FJ'I&C}’IOTCH C pCBYHBTaTaMI/I HE3aBUCUMBIX METOIOB.
Taonuma 20

Pe3yabTaThl aHAIM3A ABYX 00Pa31[0B METAJIMYECKOT0 KAJIMHUs ¢ BBeIeHHBIMH MPUMECSIMHU
metoagamu MC UCII, A9C UCII, 9TU ADC UCII u OTAAC (P =0,95), % mac.

Haiineno, C-10*
Conepxanue B
O7-1 ADC UCIIT MC UCIIT 3TAAC 3TU ADC UCTI
oOpasiie
n=10 n=8 n=4 n=4

Bi 1,0 1,3+0,4 1,2+0,3 — -

3,0 3,6 0,6 32+04 — 32+0,2
Cu 1,0 1,4+0,3 1,1+0,2 1,4+0,2 -

3,0 34+04 3,1+0,6 3,0+£0,2 —
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[Mponomxenne T a 6 1 u 11 b1 20

Haiizeno, C-10*
Conepxanue B
DI-1T ADC UCII MC UCII OTAAC 9TU ADC UCII
oOpasiie
n=10 n=8 n=4 n=4

In 1,0 1,1 +£0,2 1,2+0,3 - -

3,0 3,3+0,3 3,604 - 3,6 £0,6
Ni 0,74 0,71 £ 0,06 0,66 +0,11 0,76 £ 0,05 -

1,6 1,6 £0,1 1,5+0,4 1,7+£0,3 1,5+0,4
Pb 1,1 1,4+0,3 1,3+0,3 1,1+0,1 -

3,0 3,0+£04 34+0,6 2,9+0,2 -
sn 0,72 0,70 + 0,03 0,72+0,15 0,73 +£0,07 —

1,3 1,3+0,1 1,2+0,2 1,3+0,2 1,2+0,2

Ha ocHOBaHMU TIPUBEJICHHBIX BBIIIE SKCIEPUMEHTAIBHBIX JAHHBIX, MOXKHO CHe-
JaTh BBIBOJ O TOM, uTO ycioBus npoBeaenus D THU ADC UCII ananu3za (BbIOOp TEM-
MepaTypHOTO PEKUMA, OTNITUMH3AITUS UCTIAPCHHS aHAIUTOB, OIICHKA TIOTEPh TIPH OT/IC-
JICHUU MaTpPHUIIbl), a TAKXKEe HABECKa KaJMUsl U CIIOCOO MOCTPOCHUS TPayuPOBOYHOM
3aBUCUMOCTH, BBIOPaHHBIC B X0JI¢ Pa3pabOTKH METOIUKH, 00ECTICUNBAIOT JOCTOBEP-
HOE KOJIMYECTBEHHOE omnpeeneHue 20 aHaIUTOB.

4.1.5. Ananumuueckue 803MOHCHOCIIU MEMOOUKU

[Ipu BbIMOMIHEHNHU JUccepTallMOHHOM padboTel pazpadotana DTN ADC UCII me-
tomuka KXA kaamus, kotopas Obuta onyoiukoBana [120]. [Tpu ucnonb3oBaHuy AaH-
HOM METOJIMKH BO3MOXKHO ompeneicHue 20 anmementoB-nipumeceit (Al, Au, Ba, Be, Bi,
Co, Cr, Eu, Fe, Ga, In, Mg, Mn, Ni, Re, Sb, Sm, Sn, Ti, V) ¢ npeaenamu oOHapyKeHHUs
ot 6:107 10 1-107° % Mac, U BHYyTpHIaGOopaTOPHOM NPELU3HOHHOCTEIO 9-26 %. B cru-
COK OIpeesieMbIX 0 METOJIUKE MTPUMeEcei BXOAAT 18 TeXHOJIOrHYeCKH BaXKHBIX (U3
32 3J1eMEHTOB-TIpUMECE) B KaJIMUH JJIsl IOJTYIPOBOJIHUKOBOIO TPOU3BOICTBA. Bax-
HBIM JIOCTOMHCTBOM SIBJIIETCSI MUHUMAaJIbHAS MPOOOIOATroTOBKa (0TOOP Mpobd Merar-
JUYECKOTO KaJMHS, B3SITHE HABECOK), YTO 3HAYUTEIHHO YIIPOIIACT MPOIECAYPY aHa-
mu3a. B moctymHOM nmutepaType He HalWIEHO aHAJOTUYHBIX METOJUK, UCTIOIb3YEMbIX

AJI1 OIIPECACIICHUSA HpHMCCGfI B MCTAJJIMYCCKOM KaIMHUH.
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4.2. Pazpabomka memoouKk aHaiu3a KaOMus ¢ npeosapumenbHblM KOHUeHmMpPUpo-

eanuem

4.2.1. Ilpoyeoypa ananusza

O6pazen kaamus Maccoit ~1,5 r, ounmanu tpasiaenuem 0,25 M a30THON Kucio-
TOM (OUYHUIIIEHHON CyO0OMIEPHON TUCTUIUISIIUEH ), TPHUK 1Bl IPOMBIBAIIA JEMOHU30BaH-
HOM BOJIOM M BBICYIIMBAJIM B YUCTOM OOKce M3 opraHnyeckoro crekia noja MK-nam-
noi. 3aTemM moMeniaiu B KBapIEBYIO YalllKy, KOTopas OblLia MOJArOTOBJIEHA B COOTBET-
CTBUU C NMyHKTOM 2.4. Yamky ¢ oOpa3iomM KajaMmusi MOMEIIAIl Ha KBaplEeBOM Moi-
CTaBKE B YCTAHOBKY JIJIsl BaKyyMHOM nuctiuisanuu (cMm. myHkT 2.3). [TapamiensHo oT-
TOHSIJTU OCHOBY MPOOBKI 1JIsI IBYX HABECOK KaJMHUSI.

OO0pa31iel KaaMuUs HarpeBaliv J10 MOSBJICHUS KaIUIM paciljiaBa Ha MOBEPXHOCTHU 00-
pasna. Ilocie sToro yepes QuiabTp HaMyCKaJIM BO3AYyX JO0 MOSIBJICHUS TOHKOTO CIIOS
OKCHUIHOM IJIEHKU, KOTOpOe (PUKCUPOBAIIM BU3YaJIbHO Yepe3 ONTHUYECKOE OKHO. 3aTeM
BKJIIOYAJIM BaKyyMHBIN HAcOC U Ha4MHAJIM OTKAauKy 10 ypoBHs nasinenus 0,5 Ila. B
CpEeIHEM MPOLIECC OTTOHKK METAUTMYECKOTro KaJAMUs 3aHUMaJ Tpu vaca. B pesynbrare
JUCTWUISIIANA KBApLIEBOM YallKe OCTAaBaJICS TOHKUHU CJIOW OKCHIAa KaaMus, KOTOPbIN
ABJISIIICS KOJJIEKTOPOM ISl JIEMEHTOB-ipuMeceil. Ha cTeHkax KBapiieBoW Kamepbl
PaBHOMEPHO OCEIACT METAINTMYECKUMN KaIMUMU.

KBapiueByto yaliky ¢ mieHKOHW OKCUIA KaJIMUsl, COJEpKaIEh MTPUMECH, B3BEIIU-
BaJId, MOMEIIAJIA B YUCTHIN OOKC M3 OPraHUYECKOro CTeKJIa; 100aBisui SO MKJI a30T-
HOM KHCTIOTHI ¥ HarpeBasiu 1noj nHGpakpacHou ammoi. 3atem no6asisu ~ 100 Mk
JIEMOHMU30BAHHOM BOJIBI K MOJTYYEHHOMY KOHIIEHTPATy U KOJIMYECTBEHHO MEPEHOCUITN
pPacTBOp B MOJUIIPONUIECHOBBIE MpoOupku. Yepes Bce ATarbl MpoOONOATOTOBKH MPO-
BOJIUJIM KOHTPOJIHBIN OIIBIT.

[Tonyuennsiit pactBop pazdasisum g0 7 mi ang ADC UCII ananuza u 1o 3 ma
st MC UCII ananuza. bonbmuii 06beM pactBopa npu ADC NUCII ananuze 00ycioB-
JieH 0oJiee BBICOKOM CKOPOCTHIO MmoAaun ucciemayemoro pactsopa B MUCII. [Ipu padote
UCITOJIb30BaIM yclioBUsl, BbiOpanHblie B pazaene 3.1. s MC UCII ananuza ucnomib-
30BaJI YCIIOBUS, aHAJIOTUYHBIC pa3nieny 3.2, U3MEHUB JIUIIIb CTIIOCO0 MMOCTPOCHUS Tpa-

TyupoBOYHOU 3aBucuMocTH. Ha puc. 10 moka3zaHo, 4TOo 1O KOHUEHTpAUWHU KaaMUs

89



B pacTBOpe 50 MKI/MJI, BIUSIHUE OCHOBBI HE3HAUMMO. Tak Kak KOHLEHTpaIUs KaJIMHUs
B pacTBOpax KOHIIEHTPATOB HE MpEBbIIIATa MOPOrOBOE 3HAYEHHE, JJII MMOCTPOCHUS
IpaayupOBOYHBIX 3aBUCUMOCTEN MCIIOIB30BAIM a30THOKHCIbIE pacTBOpsl MOC.

4.2.2. Teopemuueckuii npocHo3 nomepsv AHAIUMOB8 NPU 8AKYYMHOU OMEOHKE OC-
HOBbL

C 1enpio ONTUMAIBHOTO BIOOpa TEMIIEpaTyphl U JaBJICHUS JJIs IPOLIEIyphl Ba-
KYYMHOW OTTOHKH, THIATEIbHO W3YUYWJIU JIUTEPATYpPY, MOCBAIICHHYIO aHAJIOTUYHBIM
crioco0aM OTIeNeHHs] MATPUYHOTO KoMIoHeHTa. Hanbomnee 01u3Koi K TOCTaBICHHBIM
IeJIsIM, Ha HaIl B3I, sSBisieTcs padora [121], riae npuBoaWTCsS OONIUPHBIN JHTEpa-
TYPHBII1 0030p, MOCBSILIEHHBIN OBEACHUIO IIPUMECEH MPH BAKyyMHOM OTTOHKE KaJIMUSI.

ABTOpOM OBLI MPOBEJEH TEPMOJUHAMUYECKUM paCUET PABHOBECHUS CUCTEMBI
«KOHJIEHCUpOBaHHas (¢aza-Ta3z». ITOT pacueT OCHOBAH HA CPABHEHUHU 3aBUCHUMOCTEH
JTABJICHUM HACBIIICHHBIX TTAPOB OT TEMIIEPATYPHI JJIs MpuMece (M UX COCTMHEHUI) B
MaTpulle kaamusi. B mepBoM mpuOIMKEHUH TPOIECC AUCTWLISIUN KaaIMUS MOXKET
OBITh OMKCAH COCTOSTHUEM PABHOBECHS M30JUPOBAHHOW CHUCTEMBI, COJICprKaIllel Kaj-
MU, puMecH U kuciopos rpu temreparype 347°C u nasnenun 130 Ila.

W3 pe3ynbTaToB pacyera cieayer, uto mukponpumecu. Al, B, Ba, Be, Ca, Ce, Cr,
Dy, Er, Eu, Fe, Ga, Gd, Hf, Ho, In, K, La, Li, Lu, Na, Mg, Mn, Mo, Nb, Nd, Pr, Sc,
Sn, Sm, Sr, Tb, Ta, Ti, Tm, V, W, Y, Yb, Zn nomkusl ocTaBaThCst B KOHACHCHPOBAH-
HOW (haze B Bujae okcuIoB; Mukpostementsl Cu, Tl, Pb, Sh, Co, Ni — B saniemMenTHOM
cocrostHuM, MukposaemeHTel — Hg, Rb, P, S, Se, Te mepexomar B rasosyro a3y,
TO €CTh TEPSAIOTCS BO BPEMSI OTTOHKH.

CremyeT OTMETHUTh, UTO IS BRITOJIHEHUS pacueTra aBTop [121] ciesair HeCKOIbKO
JTONYIIeHUH (M30JIMPOBAHHASI CUCTEMA B COCTOSIHUM PABHOBECHUSI, HE YUUTHIBAIOIIAs
WHTEPMETAINTNYECKUE B3aUMOCHCTBUS, KUHeTHUYeCKUe (paktopsl). C 1eapt0 BeIOOpa
TEMIEPATYPHBIX YCIOBUH, ONTUMAIIBHBIX JIJI1 UCIOJIB3YEMOM HAMU BaKyyMHOM ycCTa-
HOBKH, ObUT TPOBEJICH CTICIIMATBHBIN SKCIIEPUMEHT, C TOMOIIBIO KOTOPOTO, IIPOBEPSITH

TCOPETUUCCKHU MTPECACKA3aHHOC ITOBECACHUC anMeceﬁ.

90



4.2.3. Bvibop onmumanvHblX YCA08Ull BAKYYMHOU OMSOHKU KAOMUSL

Astop [121] cmenan BBIBOA, YTO ONTHMAJIbHBIN TeMIEPATYPHBIN UHTEPBAI IS
OTJICJICHUS] OCHOBBI KaJIMHs BakyyMHOM auctuiusiiuent 315-450 °C u nasnenue 0,01-
0,5 ITa. JlanHble mapamMeTpsl ObUIM TPHUHATHI HAMHU KaK UCXOAHBIC JJI Hadalla dKCIe-
PUMEHTOB I10 BBIOOPY ONTUMAIBLHBIX TEMIIEPATYPHI/IaBIICHUS B TIPOIECCE OTTOHKH OC-
HOBBI TIPOOHI.

[Ipu BakyyMHOM OTTOHKE KaJMHUS UCIOJIb30BAJIM YCTAHOBKY, CXEMa U OCHOBHBIE
y3JIbl KOTOPOU MpUBEAEHBI B MyHKTE 2.5. UTOOBI ONTUMHU3UPOBATH TEMIIEPATYPHBIM
PEXUM W JIaBJICHUE JJI1 YCTAaHOBKHU, pa3pabOTaHHOW B aHAIMTUYECKOHN J1abopatopuu
MHX CO PAH, nabupanu MaccuB SKCIIEPUMEHTAIbHBIX JaHHBIX, aHATU3UPYS OJUH U
TOT xe oOpazer] kaamusi YucToTol 4N cortacHo pa3paboTaHHOW MHCTPYMEHTAIbHOM
METOJMKE 0€3 OTAEICHUSI OCHOBBI MPOOBI, U MOCIIE€ OTTOHKU KaaMus metogoMm ADC
UCII. Uccnenyemplit oOpa3zel KafMus COAECPKUT HE BCE TPUMECHBIE AIIEMEHTHI, OIpe-
JIEJICHUST KOTOPBIX BO3MOXKHO coryiacHo paszpaboranHoit ADC UCII metonuke. On-
HAKO, COJICPKUT BJIEMEHTHI, KOTOPhIE COTJIACHO TEOPETUYECKOMY PacyeTy OCTAIOTCs
KaK B 2JIEMEHTapHOM COCTOSIHWH, TaK M B BUJIe OKcHI0B, Hanpumep: Be, Ce, Co, Dy,
Er, Eu, Ga, Gd, Ho, In, La, Lu, Mo, Nb, Pr, Re, Sb, Sm, Ta, Th, V, W, Y u Yb.

N3yuuB TemnepatypHbiii uaTepBas OT 350 10 450 °C, onupasich Ha PE3yIbTATHI
WHCTPYMEHTAJILHON METOJIMKH 0€3 OTACICHUS] MATPUYHOTO KOMIIOHEHTA, MBI ClIeIaH
BBIBO/I, UTO HAWJTy4Illasi BOIPOU3BOIMMOCTDb PE3YIHTATOB aHaIU3a (MUHUMAaJIbHBIE O~
TEpPHU aHAJIUTOB) JIOCTUTAETCS MU TeMrepaTrype BakyymHou otrouku 390 °C. I1pu 6o-
Jiee HU3KUX TeMIIepaTypax 3HaUUTEIbHO YBEJIMUUBAETCS BPEMS OTTOHKH U MOJTy4aeTCst
OOJBIION €TI0 OKCUAA KaJMHUsI, YTO IPUBOJUT K CHUKEHUIO KO3 PULIMEHTa KOHIICH-
TPUPOBAHUS, a, CIEAOBATEIbLHO, HETATUBHO CKa3biBaeTcs Ha ypoBHe [1O ompenense-
MbIX npumecedt. [Ipu mpoBeneHn BaKyyMHON OTTOHKH OCHOBBI MPU 00JI€€ BHICOKMX
TeMIiepaTypax HabOJIF01al0TCs 3HAaYUMBbIE TIOTEPHU AJIEMEHTOB-ipuMeceii. O6paboTaH-
HbIIl MacCUB 3KCIIEPUMEHTANBHBIX NaHHBIX 7151 HHCTpyMeHTanbHoro ADC UCII ana-

JIM3a U COMOCTABIIEHUE C pe3yJbTaTaMU aHaAJIM3a KOHLIEHTPATOB IPUBEACHBI B Ta0. 21.
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Taonuma?2l

ConocrasiieHue pe3yJbTaTOB aHAIU3a 00pa3la KaJMus, OJIy4YeHHbIX ¢ HCI0JIb30BaHUEM

uHcTpymenTanbHoit ADC UCII meroauxku (crosoden 1) u merogom AIC UCII

1ocJjie BAKYYMHOH OTTOHKH OCHOBBI (cT0.J10en 2), % Mac.

271-T 1 2 271-T 1 2

Ag (3,8+1,0:-10° | (3,5+1,0)-10° La <4107 <4107

Al (1,3£0,3)-10° | (0,9+0,3)-10°° Li 3,8:10°° <5-10°%*

As <6:107° (1,4+0,3)-10°° Lu <1107 <810°%

Au <1107 <4107~ Mg (1,4+0,2)-10° (0,9+0,3)-10°
B <1107 <3107~ Mn (3,4+0,6)-10° (2,7+0,7)-10°
Ba (2,8+0,4)-10°° (1,9+0,5)-10°° Mo <7-10°° <310°°

Be <7107 <2107 Nb <2107 <1107

Bi <210 (6,4 +1,0)10° Ni (3,2+0,3):10° (2,5+0,6)-10°
Ca (2,0£0,3)-10% | (1,6 +0,4)-10* Pb (5,3+0,5)-10°° (3,9+0,9)10°
Ce <2107 <210 Pr <2:10°° <2:10°°

Co <1-10°° <7107 Re <310° <210

JI-T 1 2 D7a-T 1 2

Cr <310 (2,4+0,7)-10°° Sh <3-10° <1-10°®

Cu (3,1 £0,3)10° | (2,6+0,6)-10° Sm <1107 <4-10°°

Dy <3107 <310 Sn (5,5+1,0010°° (3,6 £ 1,0)-10°°
Er <4107 <4107 Sr <3107 (8£2)1078

Eu <3107 <1107 Ta <1107 <310°

Fe (2,5+02)-10% | (1,7+0,6)-10* Tb <1107 <1107

Ga <4107 <2:10°° Ti <2:10°® (1,2+0,4)10°°
Gd <110 <110 \Y; <6:1077 <3107

Hf <5-10°° <2-10°° w <2:107° <2-10°°

Hg (4,7+£1,2)-10° |- Y <3107 <7108

Ho <310 <6-107" Yb <2-107" <5-1078

In <3107 <510° Zn (6,5+0,7)-10°° (5,8+1,3)-10°
K (7,0 1,4)-10° | (7£2)10° Zr <3107 <2107

* HpI/IMe‘laHI/IC — [Ipeaci O6Hapy)KeHI/I$I OTpaHU4YCH COACPIKAHUCM aHaJIUTAa B KOHTPOJIbHOM OIIBITE.

N3 taba. 21 BUaHO, 4TO pe3yIbTaThl, MOJyYeHHBIC ITPU TeMIepaType Harpera 390

°C u naBnenuu 0,5 [1a, ynoBaeTBOpUTENBHO cornacyroTcs. HQ Tepsiercst Bo Bpems mpo-

necca BaKYYMHOﬁ JUCTHUILIIALUHN. OcHOBBIBasICh Ha MMOJIYYCHHBIX 3KCIICPUMCHTAJIbHBIX

JaHHBIX, MOXHO CJCJIaTh BBIBOA, YTO KOJIHUYCCTBCHHOC OMPCACICHHUC BO3MOXKXHO OJIA

Ag, Al, Ba, Ca, Cu, Fe, K, Mg, Mn, Ni, Pb, Sn, Sr, Ti u Zn, To ecTh MOTEpH aHAINTOB

IIPY BaKyyMHOW JTUCTUJUISILAYA HE3HAYUTENbHBI. J[JIs1 OCTabHBIX IPUMECEN MTOTYYEHBI
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HEMPOTUBOPEUYHUBBIE PE3YIbTATHI, KOTOPHIE TPEOYIOT TOMOJHUTEIHLHOTO SKCIIEPUMEHTA
TUTSI TIOATBEPKIeHUS. Pe3ymbTaThl OMMCAaHHOTO YKCIIEPUMEHTA MOKHO CUUTAThH JOCTO-
BEPHBIMH, TaK KaK aHAJIUTHI M3HAYAIBHO COACPKAIUCH B METAJUTMUECKOM KaJMUH, TO
€CTh HE OBUIM MCKYCCTBEHHO BBENCHHI. JIJIs TIPOBEPKH MPABWIBHOCTH OIPEACIICHUS
BCETO CIMCKA MPUMECHBIX 3JIEMEHTOB, OIICHKH aHAIMTHYECKHX BO3MOXKHOCTEH ADC
NCII u MC UCII meToauk ObUIH TPOBEJICH IKCIIEPUMEHT «BBEJICHO-HalIeHOY. [lanee
BCE€ DKCTICPUMEHTHI BBITIONHSIIN, UCTIONB3Ys TeMiepaTypy Harpesa 390°C.

4.2.4. Oyenxa memponoeuueckux xapakmepucmux A9C UCII u MC UCII memo-
OUK aHAaIU3a KOHYEHMpamos

Jliis onieHkH mpeaesioB ooHapyxeHus npumecei (Cpin) HCITOIB30BaAIN 3S-KPUTE-
puii, rae S — crangaptHoe otkioHenue C,, (comep:kaHue mpuMeceil B KOHTPOJIbHOM
onbiTe). Bennuuny S paccuuthiBanid U3 10-12 3HaueHMII KOHLEHTpAlUU aHAIUTA B
KOHTPOJILHOM OIIBITE, KOTOPBIN MOJHOCTHIO MOBTOPSUT MPOLIEYPY MPOOOIIOATOTOBKU
U aHayim3a 0e3 moOaBieHus KaaMus (MyHKT 4.2.1). Pe3ynbTaThl OIICHKH B pacueTe Ha
HaBECKY U corocTtapiienue npeaenoB ooHapyxenusa ajigs ADC u MC UCII metoauk

IpeCTaBlIeHbI B Ta0. 22.
Taonuma?22

Ipeneasnt oonapy:xenus ADC UCII u MC UCII meTroank aHa/m3a KaaMus 1mocJie

BAKYYMHOI1 OTTOHKH OCHOBBI, % Mac.

3J‘I-T Cmin Cmin Cmin
ADC MC -1 ADC MC -1 ADC MC HCII
UCII HUCII HUCII HUCII HUCII
Ag 5-107 6-107° Ga 2-10°° 3-107° Re 2-10°° 7-10710
Al 1-10°® 2:10°° Gd 1-10° 4-10°8 Sh 1-10°® 2:-10°8
As 1-10° 3108 Hf 2-107° 5-10°° Sm 41078 2-10°°
Au 41077 4-107° Ho 6107 7-10°%0 Sn 61077 3-10°8
B 31077 2:10°7 In 5-10°° 3-10°8 Sr 1-10°8 61078
Ba 3-10°8 6-107°° K 1-10°8 4-10°° Ta 3-10° 7-10°°
Be 2-10°7 2-10°° La 41077 8:107° Tb 1-10°® 1-107°
Bi 5-10° 2:10°8 Li 6-1078 1-10°® Ti 2-10°7 3-10°8
Ca 2-10°7 310° Lu 81078 2-10°10 vV 31077 8-10°°
Ce 2:10% | 3-107 Mg 2:1078 1-107 W 2:107° 2:1077
Co 7-10~7 2-:107°° Mn 8-10°8 7-10°° Y 7-1078 5-10°8
Cr 4-1077 61078 Mo 5107 4-10°8 Yb 5-10°8 2-107°
Cu 31077 41078 Na 5107 510 Zn 1-10°7 31077
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[Mponomxenne T a6 mu 1y a 22

Cmin Cmin Cmin
D7-T ADC MC Da-T ADC MC D7-1 ADC
MC UCII
UCII UCTI UCII UCTI UCII
Dy 310" | 210°° Nb 1:107° 51078 Zr 2-1077 6:1078
Er 4107 | 1-10°° Ni 2:1077 2:1078 - - -
Fe 31077 | 3-10° Pb 2:10°° 6-107° - - -

KoHueHTprpoBaHue npuMeceil B COUETaHNM C YCTPAHEHUEM MAaTPUYHBIX UHTEP-
depenmuii mo3Bomm 100UThes 3HaunTeNbHOTO cHIDKeHus 10 mpu MC UCII ana-
mmze, mas ADC UCII metoguku 10 cHmkeHbI, HO B MeHbIIIEH crereHu. M3 tadm. 21
BHUJIHO, JUTs OoJbpInHCTBa aHanuToB Oojee Huszkue 110 mocrurarorcs mpu MC UCII
aHaJgu3€e KOHIICHTPATOB. OTO OOYCIOBIEHO TEM, UYTO MPU HHCTPYMEHTAIHLHOM
MC UCII ananuze kaamusi O4YE€BUJIHO OOJiee 3HAYUTEIHHO BIIMSHHE MATPHIIbI, He-
CMOTpSI Ha HCMOJIb30BAHUE PACTBOPOB, cojaepxkamux B 30 pa3 MEHbIIE MAaTPUYHOTO
KOMIIOHEHTA, 10 cpaBHEHUIO ¢ HHCTpyMeHTanbHONM ADC UCII MmeToaukoi.

CrnenyrolmumM >TaroM OLIEHKH MeTposiorndeckux xapakrtepuctuk ADC HCII
u MC UCII meTonuk aHanu3a ¢ NpeaBapuTEIbHON BaKyyMHON OTITOHKOW ObliIa Mpo-
BEpKa JJOCTOBEPHOCTH OIPEETECHHUS MOJHOTO CIUCKa aHanmuToB BOm3u I10.

JI711s1 5TOro HaBECKy BHICOKOUHMCTOTO METAJUTMYECKOTO KaaMuil ~ 1,5 T momenianu
B YCTAHOBKY JIJISI BAKYYMHOUW JTUCTUJUISIAA U HarpeBaJM J0 MOSIBICHUS TOHKON OKCH-
JTHOM TUIeHKU. Jlajiee Ha MOJyYeHHBIM OKCHI KaJMHS 1O KaruisiM JT00aBJISIIA pacTBOP
MDSC, uToOBI coiepkaHue MPUMECEeH B epecyeTe Ha Maccy oOpasiia coctapiisiio 5-10
® 9% mac. Ilocne BemapuBanus pactBopa MOC Ha IOBEPXHOCTH KaaMus, TIOBTOPHO
OKHCJIISLIA MIOBEPXHOCTh U HAUMHAIN BAKYYMHYIO JUCTWIISILUIO Kaamusi, Pe3ynbTaTel
CEpUU DKCIEPUMEHTOB, MOJIYUYEHHBIE B YCIIOBUSAX BOCIHPOU3BOAUMOCTH, it ADC u

MC UCII metoauk nipencraBieHsl B Tadi. 23 u 24.
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Tadonumna?23

Pe3yabTarsl 3kcniepuMeHTa «BBeAeHo-HalaeH» 1 ADC UCII meToanku aHaIU3a KaaMUs

nocJjie BAKYyMHOI OTTOHKH 0cHOBBI (N = 6-7), % Mmac,

On-t | BBeneno Haitineno Sy OI-T BBeneno Haiineno Sy

Ag 1-10°° (1,2£0,3)-10° 0,25 | Lu 5-10°° (5,71,5)-10° | 0,26
Al 5-107° (6,3£1,3)-10° 0,21 | Mg 5-10°° (5,2+1,2)-10° | 0,23
As 5107 (4,2£1,2)-10° 10,29 | Mn 5-10°° (5,1£1,1)-10° | 0,22
Au 1-10°° (1,5£0,5)-10° 0,33 | Mo 5-10°° (5,1+0,9)-10° | 0,18
B 5-10°° (5,6+1,0)-10°° 0,18 |[Nb 5-10°° (4,2+0,9)-10° | 0,21
Ba 2-10°° (2,8+0,8)-10°° 0,28 | Ni 5-10°° (6,0+1,5)-10° | 0,25
Be 1-10°® (1,3+0,3)-10°° 0,23 |Pb 5-10°° (4,6+1,0):10° | 0,22
Ce 5-10°° (5,2+0,9)-10°° 0,17 |Re 5-10°° (6,2+1,5)-10° | 0,24
Co 5107 (4,7£1,0-10° 0,21 |Sb 5107 (5,1+1,6)-10° [ 0,31
Cr 5107 (5,2£1,1)-10° [ 0,21 | Sn 5107 (6,0£1,7)-10° | 0,28
Cu 5107 (4,8£1,0-10° 0,21 | Sr 2:10°° (2,1+0,6)-10° | 0,28
Dy 5107 (6,3£1,4)-10° 0,22 |Ta 5107 (5,6+1,6)-10° | 0.28
Er 5-107° (5,1£1,2)-10° 0,24 | Tb 5-10°° (4,5+1,3)-10° [ 0,28
Fe 5-10°° (5,0£1,0):10° 0,20 | Te 5-10°° (6,2+1,2)-10° [ 0,19
Ga 5107 (4,6£1,3)-10° 028 |Ti 5-10°° (5,6+1,3)-10° [0,23
Gd 5-107° (4,8£1,2)-10° 025 |V 5-10°° (4,71,1)-10° [ 0,23
Hf 5-107° (5,5£1,2)-10° 022 |W 5-10°° (4,3£1,1)-10° [ 0,26
Ho 5-107° (5,4+£1,0-10° 0,19 |Y 5-10°° (5,6+1,2)-10° [ 0,21
K 5107 (5,6£1,2)-10° 0,21 |Yb 2,5-107° (2,8+0,7):10° | 0,25
La 5107 (4,9£0,9)-10° 0,18 |Zn 5-10°° (5,1£1,3):10° | 0,25
Li 1-10°° (1,3£0,4)-10° 0,31 |Zr 5-10°° (4,2£1,0):10° | 0,24

W3 1abn. 23 BuAHO, YTO B MpeAeiax JOBEPUTEIHLHOTO HHTEpBAJIa 3HAYCHUS
«HANAEHO» YAOBJIETBOPUTENBHO COIIACYIOTCS CO 3HAUYECHHSAMHU «BBeaeHo». 110 mis
anleMeHToB-ipuMeceit Bi, In, Sm u Ta conocrtaBuMbI cO 3HaYCHHEM BBEJICHHOMW KOH-
nenrpauun 5:10° % mac., nonyuenue J0CTOBEPHBIX PE3yIbTATOB KOJIMYECTBEHHOTO
OMpeIeJICHHs] HAa 3aIaHHOM YPOBHE KOHIUEHTpPAlU HEBO3MOKHO. CpaBHUTEIIHHO BbI-
cokue [1O a1t TaHHBIX 2JIEMEHTOB MOTYT OBITh OOBSICHEHBI «IIPUOOPHON MaMSTHIOY,
Tak kak Ha ADC crnekTpomeTpe, ucnoib3yemom Aiist oueHku [1O perynsipHo npoBo-
JIAJICSL aHAJTU3 BBICOKOYUCTHIX BUCMYTa, OKcHuaa BucmyTa U uHaus. [10 Na B njanHoM

CJIydac OrpaHudcH COACPIKAHUEM SJICMCHTA-IIPUMECHU B KOHTPOJIBHOM OIIBITEC. Maccusn
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JAHHBIX JJIs1 CTATUCTHYECKOM 00paboTKi HaOpaTh HE yJalloCh, TO3TOMY JIaHHBIE dJie-
MEHTBI-IpUMECH OyAyT UCKIIIOUEHBI U3 CIHCKA aHATUTOB OINpPENesieMbIX 10 JaHHOU
METOHKE.

Cornacno paspaborannoii ADC UCII meroauke ¢ npeaBapUTENbHbBIM OTIENE-
HUEM OCHOBBI KaJIMHsI BAKYYMHOW OTTOHKOM, BO3MOXHO JIOCTOBEPHOE KOJIMYECTBEH-

HOU onpezencHue 43 mpuMeceii ¢ BHyTpHUiIabopaTOPHO# MPEIU3NOHHOCTHIO (Sr) B Ipe-

nenax 18-33 %.
Tabnunga?2d

Pe3yJ’ILTaTbI IKCIIEPpUMEHTA «BBeJICHO-HAUIEHO» JJIs MC UCII METOAUKHU aHAJIN3A KaJIMHUs

nocJjie BAKYYMHO# OTTOHKH 0CHOBBI (N = 6-7), % Mmac.

OI-T Beeneno Haiineno Sr OI-T Bseneno Haiineno Sr
Ag 1-10°° (1,3£0,3)-10° | 0,23 | Mn 5-10°° (5,0£1,2)-10° | 0,24
Al 5-10°° (6,5£1,3)-10° | 0,20 | Mo 5-10°° (5,1£1,2)-10° | 0,24
As 5107 (5,2£1,3):10° | 0,25 | Nb 5-10°° (4,9£1,1)-10° | 0,22
Au 1-10°° (9+2)-10~7 0,23 Ni 5-10°° (5,1£1,5)-10° | 0,29

B 5-10°° (5,2£1,4)-10° | 0,27 Pb 5-10°° (5,6+£1,1)-10° | 0,20
Ba 2:10°° (2,1+£0,5)-10° | 0,24 Re 5-10°° (4,8+£0,9)-10° | 0,19
Be 1-10°° (1,3£0,4)-10° | 0,31 Sh 5-10°° (5,1£1,4)-10° | 0,27
Bi 5-10°° (5,5£1,2)-10° | 0,22 | Sm 5-10°° (4,3£0,9)-10° | 0,21
Ce 5-10°° (4,7£1,2)-10° | 0,26 | Sn 5-10°° (5,8+1,6)-10° | 0,28
Co 5-10°° (4,1£0,9)-10° | 0,22 Sr 2:107° (2,1£0,6)-10° | 0,28
Cr 5107 (5,9+1,5)-10° | 0,25 | Ta 5107 (5,2£1,4)-10° | 0,27
Cu 5-10°° (4,1£1,1)-10° | 0,27 | Tb 5-10°° (6,0£1,5)-10° | 0,25
Dy 5-10°° (5,5+1,3)-10° | 0,24 | Te 5-10°° (5,8£1,2)-10° | 0,21
Er 5-10°° (5,7+1,4)-10° | 0,24 Ti 5-10°° (5,1£1,5)-10° | 0,29
Ga 5-10°° (4,1£1,0):10° | 0,24 Vv 5-10°° (5,6+1,6)-10° | 0,29
Gd 5-10°° (5,4+1,4)-10° | 026 | W 5-10°° (4,2£1,1)-10° | 0,26
Hf 5-10°° (5,1+1,0)-10° | 0,20 Y 5-10°° (5,6+1,1)-10° | 0,20
Ho 5-10°° (5,8+£1,6)-10° | 0,28 | Yb 2,510 (2,8+0,7)-10° | 0,25
In 5-10°° (6,0£1,4)-10° | 0,23 | Zn 5-10°° (6,1£1,4)-10° | 0,23
La 5107 (4,4+0,8):10° | 0,18 | Zr 5107 (4,6+1,2)-10° | 0,26
Lu 510 (5,4+0,9)-10° | 0,17 - — - —

N3 tabin. 24 BugHO, UTO 3HAUCHUS «HANACHO» YAOBJICTBOPUTEIHHO COTIACyIOTCS
co 3HaueHusAMHU «BBeAeHO», [10 mis anmemenToB-ipumeceit Ca, Fe, K, Li, Mg u Na

COIIOCTAaBMMEI CO 3HAYEHUEM BBEIEHHOM KoHIeHTpauu 5-10° % mac., nonyuenue no-
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CTOBEPHBIX PE3YyJIbTAaTOB KOJIMYECTBEHHOI'O OMpPE/AENICHUs Ha 3aJaHHOM YPOBHE KOH-
HEeHTpaluuii HeBO3MOKHO. JlocTtaTouHo Bbicokue 11O st JaHHBIX 3JEMEHTOB MOTY
OBITh OOBSCHEHBI CIEKTPAIbHBIMUA UHTEPPEPEHIIMSIMU CO CTOPOHBI T1a3MO00pa3yIo-
1Iero rasza u 3QPeKToM «IpuOOPHON MaMATH.

Cornacno pa3zpaboranHoii MC UCII meToauke ¢ nmpeaBapuTeIbHBIM OTACICHUEM
OCHOBBI KaJIMU$l BAKYYMHOU AUCTHILISIIMENH BO3MOKHO JIOCTOBEPHOE KOJIMUECTBEHHOU
ompenenenue 41 npuMeceit ¢ BHYTpHIIaOOPaTOPHOI MPEU3NOHHOCTEHIO (Sr) B Tipee-
nax 17-31 %.

4.2.5. Ananumuueckue 6osmoxcrnocmu komourupogaror MC HCII memoouxu
aHanu3a Kaomus

Pazpaborana MC UCII meTonuka aHaan3a KaaMusi ¢ peABaAPUTEIIbLHBIM KOHIIEH-
TPUPOBAHUEM MIPUMECEN B TOHKOW OKCUIHON IJIEHKE COOCTBEHHOI'O OKCHUA MOCHE OT-
JIeJICHUS] OCHOBBI BaKyyMHOM OTrOHKOM. [laHHas MeToAuKa MO3BOJISET onpeaesTsh 41
npumeceit (Ag, Al, As, Au, B, Ba, Be, Bi, Ce, Co, Cr, Cu, Dy, Er, Ga, Gd, Hf, Ho, In,
La, Lu, Mn, Mo, Nb, Ni, Pb, Re, Sb, Sm, Sn, Sr, Ta, Th, Te, Ti, V, W, Y, YD, Zn, Zr).
Jss MC UCII metoauku 3Hauenus 110 sapsupyrorcs ot 2:102° 1o 3-107 % mac., BHyT-
punabopaTtopHast Ipeu3nOHHOCTh cocTaBiseT 17-31 %.

HecmoTpst Ha OCTUTHYTHIE Tpeaesbl OOHAPYKEHUS, COTIIACHO pa3pabOTaHHOMN
METOIMKE HEBO3MOXKHO orpenencHue npumeceir Hg, P, Se, Si, Te u Tl, kotopsie sB-
JISTFOTCSI TEXHOJIOTHYECKH BaXKHBIMHA B KaJIMHH JISI TIOTYTIPOBOJTHHUKOBOTO IPOU3BO/I-
cTBa. Bpewmsi, 3aTpaunBaemoe Ha MPOOOMOATOTOBKY C Y4€TOM BPEMEHHU TPUTOTOBIICHHUS
KOHEYHBIX PACTBOPOB M PETHCTPAIHIO CIIEKTPOB, COCTABIISIET ~8 4.

B Tab6n. 25 npuBeneHo cpaBHeHue pa3padotanHoi nHctpymeHTanbHo MC NCIIT
(mynkT 3.2 nanee metoauka 1), MC UCII meTonuku ¢ mpenBapuTeIbHBIM OTACIICHUEM
OCHOBBI KaqMusi (METOAMKA 2) U ONMyOJIMKOBaHHOW B JIMTEpaTrype Meroauke [57], aB-
TOPBI KOTOPOI HCTIOIB30BAIM HOHOOOMEHHYIO CMOJTY JIJISl OT/ICTICHUSI OCHOBBI KaIMHSI

nepen MC UCII ananuzom.
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Tadonumna?2b

ConocrasJiienue npenesioB oonapy:kenuss MC UCII meToauk (MHCTpyMeHTadbHast — 1,

¢ MpeBAPUTEIbHBIM OT/eJIeHHEM OCHOBBI — 2) H MeTOIUKH [57]

ot Metonuka MeT(;I[I/IKa MCEOI;I/IKa ot Metoauka MCT(;,Z[I/IKa Me"[roz[]HKa
1 57 1 57
Ag 5-10° 6:107° — Mn 810’ 7-10°° 41078
Al 2:10°° 1-10°® — Mo 2:10°° 4-10° —
As 2-10°° 3-10°8 — Na 1-10°3 5-10° -
Au 1-10°® 4-107° — Nb 8107 51078 -
B 1-10°° 2-10”7 — Nd 5107 2:10°° -
Ba 3-10°° 6-107° 2-10°7 Ni 3-10°° 2:10°8 5-10°8
Be 2:10°7 2:10°° — P 1103 — —
Bi 5-10°° 2-10°8 — Pb 2:10°° 6-107° 51078
Ca 4-1074 3-10° - Pr - 3-10°8 -
Ce 1-10° 3107 — Re 1-10~ 7-10710 —
Co 3-107 2:107° 5-107° Sh 7-10° 2:107° —
Cr 3-10°° 6:10°° 1-10° Se 2:107° — —
Cu 7-107° 4-10°8 1-10° Si 2:10°3 — —
Dy 2:10°° 2:107° — Sm 7-10° 2:107° —
Er 7-1078 1:107° — Sn 2-10°° 3-1078 —
Eu — 5-107° — Sr 6:10~" 6:107° 3-1078
Fe 2:107 3-10° - Ta 3-10”7 7-107° -
Ga 2:1077 3-107° - Th 4-10°8 9:10710 -
Gd 2:1077 4-107° 3-1078 Te 8:10°° 6:1078 —
Hf 2:1077 5-107° — Ti 1:10°° 31078 51078
Hg 3:10°° — — Tl 1-10°® — —
Ho 2-10°8 7-10710 — ™™ 3-10°8 5-1071° —
In 3-10° 3-10°8 — Vv 2:1077 8-107° 3-10°8
K 3-10°3 4-10° — W 2:10°° 2:1077 —
La 2-10~7 8107° 4-107° Y 2-10~7 5-10°8 —
Li 3-10° 1-10°° — Yb 6:10° 2-107° —
Lu 4-10°8 2:107%0 3-107° Zn 6-107° 3-107 6-107"
Mg 2:10° 5108 —~ Zr 1-107 6:1078 —

N3 Tabn. 25 Bugno, yto [10O mosydeHHbIE C UCTIOIB30BAHUEM METOAMKHU 2, TIPU

cpaBHeHMH ¢ MeToaukou 1 Hmke B 3-10 pas qis Al, Ca, Ce, Fe, Gd, Li, Mg, Sr, Y, YD,
Zr; 8 10-100 pa3 ms As, B, Cr, Er, Hf, Ga, K, La, Mo, Nb, Sb, Sn, Ta, Tb, Ti, V, W;
100-500 pa3 qis Be, Mn, Ni, Co, Cu, Zn, Re; 500-2000 pa3 aus: Ag, Au, Ba, Bi, Dy,
Ho, In, Lu, Sm u Pb.
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ABTopsI [57] onpenensiroT coepikaHue B KaIMHH BBICOKOI YUCTOTHI 14 371eMEeH-
TOB, 10 U3 KOTOPBIX SABJSIOTCS TEXHOJOTMYECKHA BaXKHBIMU JJIsI KaJIMHsI, UCIIOJIb3YyeE-
MOI0 B MOJIYITIPOBOAHUKOBOM Ipou3BoJcTBE. 110, TOCTUTHYTBIE C MCIOJIB30BAHUEM
METOJIUKH 2, HIDKE UeM B [570mmuoka! 3akaaaka He onpeneseHa.] B 1,5 - 4 paza s
0, Cr, Cu, Mn, Ni, Ti, Vu Zn;B 8 - 35 pa3 g Ba u Pb. [lyis La u Sr I10 B 2 pa3a Huxke
o meroauke [57], mst Gd I1O comocTaBUMBL.

Pa3zpaboTanHas MeTOAMKA MO3BOJISIET OMPEIEIATh CaMblil ITUPOKUNA KPYT IpUMeE-
cell U3 BCceX HallJICHHBIX B IOCTYITHOM JIUTEpAType padoT, MOCBAIIEHHBIX aHATU3Y BbI-
COKOYMCTOTO KaaMusl. biarogapsi HCIoab30BaHUI0 BAKYYMHOUM OTTOHKHM KaJaMUsl yaa-
Jock 106uThes HU3kux 110, MeTonMKa MO3BOJISIET OXapaKTepU30BaTh KaJAMUN YHCTO-
ot /N8. BbICOKOUMCTBIN KaaMUN JaHHOW CTEIIEHH YUCTOTHl B OCHOBHOM HCITOJIb3Y-
€TCs JIJIsl UBTOTOBJIEHUS (PYHKIIMOHAIBHBIX MAaTEPUAJIOB.

4.2.6. Ananumuuecxue ozmodrcHocmu komounuposanuou AIC UCII memoouxu
aHanu3a Kaomust

ADC HUCII meroauka aHanm3a KaJIMHs € IPEIBAPUTENBHBIM KOHIICHTPUPOBAHUE
npuMecell B TOHKON OKCHJHOM IJIEHKE COOCTBEHHOTO OKCHJIA MOCJE OTIEICHUS OC-
HOBBI BAKYYMHOU JUCTHJUIAIIMCH Ta€T BO3MOXKHOCTB onpeeseHus 43 3jeMeHToB (Ag,
Al, As, Au, B, Ba, Be, Ca, Ce, Co, Cr, Cu, Dy, Er, Fe, Ga, Gd, Hf, Ho, K, La, Li, Lu,
Mg, Mn, Mo, Nb, Ni, Pb, Re, Sh, Sn, Sr, Ta, Th, Te, Ti, V, W, Y, YD, Zn, Zr). T1O ana
ADC UCII MeTomuKK HaXoaaTCcs B HHTEpBane koHuentpauii 3-10%8 - 4-10° % wmac.,
BHYTpHJIa0OpaTOpHAas MPEIM3UNOHHOCTh HaxoauTces B npefenax 18 - 33 %.

Jliis mpocToThl BoctpusaTus Tabin. 25 nncrpymentanbayto ADC UCIT metonuky
o6o3HaunM — metoauka 1, ADC UCII meTonuky ¢ mpeaBapUTEIbLHBIM OT/ICIEHUEM OC-
HOBBI KaJMUs — MeToIuKa 2, HalileHHY10 B JInTepaType METOUKY, B KOTOPOH UCIIOJb-
3yeTcsl OTACIICHUE OCHOBBI KaJMHUS BAKyYMHOUW OTTOHKOM U KOHIIEHTPUPOBAHUE TIPU-
Meceil B TOHKOH IJIEHKE OKCHJIa C MOCIEAYIOIUM aHAIU30M KOHUEHTPATOB METOI0OM

ADC AIIT — metoauka [75].
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Taonuma?s

ConocrasJiienue npenesioB oonapy:xkeHuss ADC UCII meroguk u Metoauku [750mmobka! 3a-

KJIaJKa He onpeeicHa. |

ot MeTtonuka MeT(;I[I/IKa MCEOI;I/IKa et Metonuka MCT(;,Z[I/IKa Me"[roz[]HKa
1 75 1 75
Ag 2:10° 5107 1-10°8 Mg 2:1077 2:10°® 2:1077
Al 3-10°° 1-10°° 6-10~7 Mn 7-10~7 81078 1-10°8
As 6:10°° 1:10°° — Mo 7-10°° 51077 51078
Au 1-10° 4-10°7 4108 Na 1-10° 51077 —
B 1-10° 3107”7 — Nb 2-107~7 1-10°® 3-10°
Ba 41077 3-10°8 51078 Ni 4-10°° 2:1077 2:10°8
Be 7-107~7 2-10°7 5-10°° P 2-10°° — -
Bi 2:1074 5-10°° 3:10°° Pb 2:10° 2:10°° 2:10°7
Ca 9-10~" 2-10~7 5-10~7 Pr 1-10°® - -
Ce 2:107° 2:10°° — Rb 4-107° — —
Co 1-10° 7-107 51078 Re 3-10°° 2:10°° —
Cr 3-10°° 4-1077 4-10°8 Sb 3-10°° 1-10°° 110”7
Cu 3-107 3-107 9:10°8 Se 1-107° — —
Dy 31077 31077 — Si 1-10°° — —
Er 41077 4-1077 — Sm 1-107° 4-10°° —
Eu 3-107 — — Sn 1-107° 6-107" 51078
Fe 1-107° 3-107 81078 Sr 3-107 1-10° —
Ga 4-10°° 2:10°° — Ta 1-10° 3-10°° 5-10°°
Gd 1-10°° 1-10°° — Th 1-10° 1-10°® —
Hf 5-10°° 2:10°° 1:10°° Ti 2-10°° 2-1077 51078
Hg 7-10°° — — Vv 6:1077 31077 51078
Ho 6:10~7 6:10°8 — W 2-107° 2-107°° 5-10°°
In 3-10° 5-10°° 3-10°8 Y 3-107 7-1078 —
K 1-107° 1-10°° — Yb 2-10~7 5-10°8 —
La 41077 4-1077 5:10°7 Zn 51077 11077 1-10°7
Li 51077 6:10°8 — Zr 31077 2:10°7 —
Lu 81078 81078 — — — — —

CnpaBenmnBo OyAeT OTMETUTh, 4TO it ADC METOMKHY C TIPEeIBApUTEIHLHOM Ba-
KYYMHOW OTTOHKOM KaJMus He HaOmtoaaeTcs pe3koro cHmxkeHus [1O a1 aneMeHToB-
npuMeceii. 3T0 MOKHO OOBSICHUTH TEM, UTO JJISI HHCTPYMEHTATHHOM METOJUKH ObLIa
BBIOpaHa JIOCTATOYHO BBICOKAsl KOHIICHTpAIMs MaTpuyHoro kKommoHeHTa (20 r/i), co-
OTBETCTBEHHO HET 3HAYUTEJILHOIO BBIMTPHIIIA B KO Puimente pazdapiaeHus, Kak B

cinyuyae uacrpyMentaiibHort MC UCII meToukmu.
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[Tpu cpaBaenun metoauk 2 u 1, ¢ I1O B 3-10 pa3 mmwxke mis Al, As, Be, Bi, Ca,
Cr, Ga, Hf, In, K, Li, Mg, Mn, Pb, Sb, Ta u Zn; B 10-100 pa3 mis Ag, Au, B, Ba, Co,
Fe, Mo, Na, Nb, Sn, Sr, Ti, Vu W.

CornacHo meTouke [75], Bo3moxHO onpeencane 31 aHamToB (21 U3 KOTOPBIX
TEXHOJIOTHYECKH BAXXHBIC B KaJIMUU VISl TIOJIYIIPOBOJHUKOBOTO NMpUMEHeHUs ) u3 41
OIPEIEIIIEMbIX COTJIACHO METOJMKE 2. ABTOpPHI [75] /i BaKyyMHOW OTTOHKH Opaiu
HaBECKy MeTauindeckoro kaamust ~10 r, 4To 3HAYUTENBHO YBEIMUMUBAET MPOJIOJIKH-
TEJIBHOCTh MPOLEAYpPhl BaKYyMHOW OTIOHKH, a, CJI€IOBATEIbHO, U BpEeMs aHa/M3a,
HO yBeIWYMBaeT KO3(PUIIMEHT KOHIICHTpUpOoBaHus B 6,7 pa3a. HecmoTpst Ha 60mb-
nryro HaBecky, [10, moydeHHbIe COTIACHO METOIUKE 2 comocTaBuMsl ¢ [75] s La,
Nb, Ta, W u Zn. Jlns npumeceii Ag, Al, Ba, Ca, Cu, Hf, Mn, Ti u V npezaenbst oOHapy-
KEHHS HUKe coriiacHo [75] B 2 - 6 pa3a, cienoBaTenbHO, ONPEIEIICHUE TAHHBIX TIPHU-
Meceld BO3MOXXHO Ha COMOCTaBUMOM U 00Jie€ HU3KOM YpOBHE MpPHU YBEJIUYEHUU
HaBeckH obOpasna metayuinueckoro kaamus o 10 r. I1O nnsa Au, Be, Co, Cr, In, Mg,
Mo, Ni, Pb, Sb u Sn mmwxke cornacHo meroauke [75] B 10 - 65 pa3. Cornacho [75] Bi
OIIPENEISAI0T Ha PEKOPIHO HU3KOM YPOBHE.

Bo3moskHOCT onpenenenus Bi u In ¢ HU3KkUME nipenenaMu 0OHAPYKCHHS TTPU
ucnons3oBanun ADC JIIIT cBa3aHa ¢ Tem, 4TO TeMIlepaTtypa AyrOBOIrO pas3psia HUKE
(3000-7000°C), uem Temniepatypa UCII (Temneparypa miaa3mMbl ©3MEHSETCS 110 BBICOTE
ropenku u coctapisier 6000-10000 °C). CpaBaurenbHO HU3Kas Temreparypa AT
o0yclaBarMBacT MaKCHMaiabHOE 3HaYeHHE |ac/Se st aTomHbBIX nuHui Bi u In, gto
B pe3yJbTare OJaronpusiTHO ckasbiBaeTcs Ha [1O JaHHBIX 2JIEMEHTOB.

CornacHo pa3paboTaHHOM METOIMKE, BO3MOXKHO onpeesienue 41 anemeHTa-npu-
Mecu. brarogapsi UCTOIB30BaHUIO BAaKYyMHOW OTTOHKHM KaJMHs YAQJIOCh HOOUTHCS
camwkenus [10, nanHas MeToauKa 3a 8 4acOB MO3BOJISIET 0XapaKTEPHU30BaTh KaJIMUH
yuctorort 6N8. [Ipu HeobxoaumocTu panpHeiniero cHmkerus [10 mpu ucnonp3oBa-
Hun koMOouHUpOoBaHHBIX ADC VCIT u MC UCII, BO3MOXXHO yBEIMUECHUE HABECKU Me-
Tayuaeckoro kaamus 10 10 v (aHamoruuno[75]), ¢ mMporHo3upyeMbIM KpaTHBIM CHU-

»enuem [10 ~ B 7 pas.
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3AK/IIOYEHUE

AxtuBHoe pazsutue ADC NCII u MC UCII meTo0B aHan13a OTKPbIBAET OTEH-
[WaJl U1 COBEPUIEHCTBOBAHUSA CYIIECTBYIOIINX METOAUK [0 HOMEHKIIATYPE OIpEie-
JSIEMBIX TIPUMECEH, CHUKEHHIO YPOBHS UX MpEAesioB oOHapykeHusa. B manbHeiem
IUIAaHUPYETCSL pa3paboTKa MHCTPYMEHTAIbHBIX U KOMOMHUPOBAHHBIX METOJMK aHa-
Jn3a IS XapaKTepu3aluu JaHHBIMU METOJIaMU BEIIECTB 0COO0M YUCTOTHI, IPUMEHE-
HUE KOTOPBIX MEPCTIIEKTUBHO AJI1 00BEKTOB, 00JIaTAI0IINUX CXOKUMHU (PUZUKO-XUMHUYE-
CKUMH CBOMCTBAMH U TPEOYIOIIUX aHAIUTUYECKOTO KOHTPOJISA, HAIPUMEDP, BHICOKOUH-
CTBIX TEJUTypa U LIMHKA.

B Xoz€ BBINIONIHEHHS JUCCEPTALIMOHHOM paboThl pa3padoTaH KOMILJIEKC UHCTPY-
MeHTaIbHBIX 1 KoMOMHHPOoBaHHBIX ADC MCII u MC UCII metonuk KXA, mo3BoJis-
IOIIUX OXApaKTEPHU30BaTh YHCTOTY KaJMHS U €r0 OKCHJA pa3inyuHbix Mapok: Kn2C,
Kn2, KnlC, Knl, Kn0, Kn0C, Kn0AC, Kn0A, Ka00, Kn00, Kn000, Kx0000.

Pa3zpaboTanHbie METOANKY C BBICOKON 3 (HEKTUBHOCTHIO PEATU3YIOT aHAIUTHYE-
ckue Bo3MOkHOCTH MeTogoB ADC MCII u MC UCII, coueranue TaHHBIX METOJIOB C
paznuuHbIMH criocobamu BBoja npoosl B MCII (anmekTpoTepMudeckoe UCHapeHue U
MTHEBMATHYECKOE PACIIBUICHHE), BBOJI KOHIIEHTPATOB, MOJIYYEHHBIX MOCJIE BAKYyMHOM
OTTOHKH OCHOBBI Y€pe3 IJIEHKY COOCTBEHHOIO OKCHIa 0OECTIEUMBAET MOTy4YEeHHE Hanboiee
MOJTHOM MH(GOPMAIIUY O IPUMECHOM cocTaBe Kaamust yrctotoi ot 2N 1o 7N.

CpaBHeHne WH(GOPMATHUBHOCTH pPa3pabOTaHHBIX METOJMK aHajdu3a KaaMus C
OITyOJIMKOBAaHHBIMU METOJMKAMU TIPEICTABICHO HA pUC. 17 (MHCTpyMEHTAIbHBIC Me-
TOAUKH) U puc. 18 (KOMOMHUPOBAHHBIC METOJIUKH): TJE€ MO OCH aOCIIUCC OTIOKEHBI
npenesibl 00OHapyKEHHUS JIEMEHTOB-TIPUMECEH, a IO OCU OPAMHAT KOJMYECTBO OIpe-
JESIEMBIX TPUMEcel W3 OAHOW HaBecKH. M3 pucyHKOB BUAHO, 4TO pa3paboTaHHBIC
uHcTpyMeHTanbHble 1 KomOuHupoBanHbie ADC UCIT u MC UCII meToauku ananmza
KaJIMUsI TIPEBOCXOAAT O WHGOPMATHUBHOCTH HamOojee d()PEKTUBHBIC METOIUKH,

OITyOJIMKOBAHHBIC B IUTEpATypeE.
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Puc. 17. ConocraBnenrne nHGOPMATUBHOCTH METOIMK aHATM3a KaIMUS M €r0 OKCUIA BRICOKOW YH-
CTOTBI 0€3 MPEIBAPUTEIBHOTO KOHIICHTPUPOBAHUS TIpuMeceid. MeTo/1 MOJI0KEHHBIH B OCHOBY METO-
mukn KXA: 1 — ®M [46], 2 - ADC AIIT [53],3 — ADC UCTI [54], 4 — MC UCTI [56],
5—-MC TP [57], 6 — paszpaborannass ADC UCII meronuka,

7 — pazpaborannas MC UCII meTonuka.
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Puc. 18. Conocrasienre HHOOPMATUBHOCTH METOIMK aHAIN3a KaJMHUSI U BBICOKOW YHCTOTHI C
IpeBapUTEILHBIM KOHIIEHTPHPOBAHUEM TIpUMecei. MeTo 1 MOI0KEHHBIH B OCHOBY METOIUKH
KXA (mepeuncnenwue cieBa Ha rpaBo): 1 — AAC [58], 2 — MC UCII [57], 3— UMC [75];
ADC IIT: 4 —[61],5—[69], 6 — [70], 7 —[72], 8 — [75], 9 — pa3paborannas ADC UCII meroaunka,
10 — pazpaborannas MC UCII meToauka.

Pa3zpaboTanHbie METOIUKH alipOOUPOBAHBI, METPOJIOTUYECKN OXAPAKTEPUIOBAHBI

U BHEJPEHBI B paboTy aHanmutuueckon gsabopatopun MHX CO PAH.
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OCHOBHBIE BbIBO/JbI U PE3YJIBTATHI

1. Ontumusuposansl onepanronssie napamerpsl ADC UCIT u MC UCII meTonos
aHaIM3a KaJMUs U €ro OKCHJIa: MOITHOCTh MHIYKIIMOHHOTO pa3psjia, CKOPOCTh TpaHC-
MOPTUPYIOIIETO MOTOKA apTOHA, YTO TMTO3BOJIHIIO TIOCTHYh MAKCUMATTLHOTO OTHOIIICHHUS
WHTEHCUBHOCTH CUTHAJIOB aHATUTOB K (uIyKTyanusm ¢GoHa, U, B pe3yabTaTe, CHUZHTH
npeesibl 0OHapyKEHUS JIEMEHTOB-TIpuMecei. BbiOpaHbl aHamuTHYECKUE JTMHUM (IS
ADC UCII meroaukn) u nzotornsl (st MC UCIT meTogukn) asst onpeaeisieMbIx Mpu-
Mecel, onTUMalbHasl KOHIIEHTPAllMsi OCHOBHOTO KOMITIOHEHTa B pacTBope, o0ecreyu-
BAOIIasi MUHUMATbHBIC MATPUIHBIC BIIUSHUS.

Pa3zpaboTaHbl 1Be MHCTPYMEHTAIbHBIE METOIUKHY aHAIHM3a KaIMUS U €T0 OKCHJIA:

- ADC UCII Metoauka Mo3BOJISIET ONPEACTIATh 10 51 3jIeMeHTa-TIpUMECH C TIpeJie-
namu obHapyxenus 1-107 - 5-107° % mac. u BHyTpuabopaTopHOI IPEU3UOHHOCTBIO 8-
27 %. Pazpaborannas ADC NCII MeTroanka Mo3BOJISIET 0XapaKTepPU30BaTh KaJIMUN
WIN ero okcux unctoroir SN3.

- MC UCII meToanka gaeT BO3MOXKHOCTH ompeaesieHns 10 50 aneMeHToB-TipuMe-
ceif ¢ npenenamu ooHapyxenus 2-10°8 - 4-10* % mac., nu BHyTpunaGopaTopHoOii mmpe-
M3UOHHOCTRIO 10-26 %. Cornacno MC HUCII MeToinke MOXKET OBITH 0XapaKTEPU30-
BaH KagMuil unctoToi 4N8.

[IpenmyiiecTBOM MHCTPYMEHTAIBHBIX METOJMK SIBIIIETCS MPOCTOTA B OCYIIIECTB-
JICHUU ¥ DKCIIPECCHOCTh aHAIN3a.

2. BpiOpaHbl yCIOBUSI KOHIIEHTPUPOBAHUS MUKPOIPUMECEH, 0OecTreunBaronue
HE3HAYNUTEIbHBIC TTOTEPU AHAIIUTOB MPU BAKYyMHOW OTTOHKE 4Yepe3 IUICHKY OKCHJIa
kaaMust. OTHOCUTENTBHBIA KOd(duImeHT KoHeHTprupoBanns coctariseT mopsiaka 100-150.

C ucnonb30BaHNEM BaKyyMHOW JUCTWUISAIMU pa3pabOTaHbl ABE KOMOWHHUPOBAH-
Hele MeToauku ADC NCII u MC NUCII agann3a BEICOKOUYUCTOTO KaaMUS.
- ADC HCII meTonuka TaeT BO3MOXKHOCTh omnpeacneHus 10 43 smemeHToB. C
npenenamMu oOHapyKeHus B uHTepBaie Konuentpauii 3-107 - 4-10° % wmac., BayT-
pusIabopaToOpHOI NMPEeU3nOHHOCTHIO B Tipeaenax 18-33 %. Dra meToanka mo3BojseT

oxapakTepu3oBaTh KaaMuit uuctoToit 6N8 (99,99998 %).
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- MC UCII meToiuka mo3BoJIsieT ONpeaeisaTh /10 41 npumecH ¢ npenenaMmu 0oHa-
pyxenus ot 2-1071° 1o 3-107 % mac., BHyTpuIaGopaTopHas MPENU3HOHHOCT COCTAB-
astiet 17-31 %, MeToaMKa JaeT BO3MOXKHOCTh XapaKTepPHU3allii MPHUMECHOTO COCTaBa
kaamust Ha ypoBHe 7N8 (99,999998 %).

3. BriepBrie UCIIONIB30BaHA DJIEKTPOTEPMHYECKAs OTTOHKA KaJMHs JJIS IPSAMOIO
BBOJ1a aHATUTOB B MICII. J[)isi KOJHUYECTBEHHOTO OMpPE/Ie/ICHHs 3JICMEHTOB-TIPUMeceit
BHIOpAHBI BEJIMYMHA HABECKH METAIUIMYECKOTO KaMHsI, TEMIIEPATyPHbIi pexum DTH,
aHaJIMTHYECKHUE JTUHUK 1151 20 TpuMeceil, onpeaesieMbIX ¢ peaeaaMn 0OHapyKeHHs
6-10®8 - 1-10"° % mac., BHyTprIabopaTOpHas IPEUU3HOHHOCTh cocTaBseT 9-26 %.

4. Pa3zpaboTaHHbIE METOIUKH BHEAPEHBI H MCIIOIB30BaHBI JIJIs1 KOHTPOIIS XUMHYE-
CKOT'O COCTaBa Pa3IHYHBIX MapOK KaJMHUSA U €r0 OKCHJIA, KOTOPBIH MCIIOIb3YyEMOIO B
KaueCTBE MPEKypcopa B CUHTE3€ CIMHTHUIAIMOHHBIX KPHUCTAIJIOB BOJIb(ppamMara Kaji-

Mmusi, BeipamuBaembix B THX CO PAH.
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BJATOJAPHOCTH

ABTOp BBIpaKaeT UCKPEHHIO 0JIar0JapHOCTh HAYYHOMY PYKOBOIHUTENO J.T.H.
Canpeikuny AHaTtonuio Mnbpudy 3a mOCTaHOBKY 3a/Ja4d, MOMOIIb NMPU 0QOPMIICHUH
paboThl U OOCYXIEHUU MOJYUYCHHBIX PE3yJbTaToB. ABTOp Oe3MepHO OiarojapeH
k.X.H. LlpirankoBoit Anbdue PacdasnbeBHe 3a 1eHHBbIE NMPaBKU, KOHCTPYKTHUBHYIO
KPUTHKY U JPYKECKYI0 Noanepxkky; l'ycenpHukoBod TarbsiHe SKOBIIEBHE, K.X.H.
[TonsikoBoit EBrenun BanepneBHe u k.X.H. MeneaeBy Hukonaio CepreeBuuy 3a
MOMOIIlb B IJIAHUPOBAHUM SKCIEPUMEHTOB M OOCYXJEHUE pe3ysbTaroB; Hune
®enoposHe beitzens 3a BHUMATETLHOCTD K AUCCEPTALIMOHHON padoTe U TpeOOBaHUS K
dbopme U3NIOKEHUS. ABTOpP BBIPAXAET IPU3HATEIIBHOCTh BCEMY KOJUJIEKTHUBY
Ananmutuaeckoit taboparopun MHX CO PAH 3a momoris, moaaepxKy 1 00CyKIeHHE
paboTHI.

OcoOyto OnarogapHocTh aBTOp BblpaxkaeT Pantox Jlrogmuie IlerpoBHe u
Jlynnosckoit Hanexne I'aBpriioBHE 3a ITPEIOCTABIEHNE BPEMEHH U BO3MOYKHOCTH Ha

npoBeieHrne U 0(hOpMIICHHE HaYyYHBIX UCCIICIOBAHUI.
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228616 (1) | 584 | 13,70 196,090 (I) | 632 | 632
7 7
Co | 786 g 8o | 560 | 1346 | >¢ | >™° [ 203985() | 632 | 6.32
205,562 (I) | 6,03 | 12,79 323452 (I) | 3.88 | 10,70
Cr | 676 | 205560 (1) | 6,03 | 1279 | Ti | 6,82 | 334941 (1) | 3,74 | 10,56
283563 (Il) | 593 | 12,69 336,121 (I) | 3.71 | 10,53
324754 (1) | 382 | 382 | _. 250,690 (I) | 495 | 495
Cul 772 7306 () | 378 | 378 | ° | 8% [ 2s1610() | 495 | 495
Dy | 593 | 353170 (1) | 3,50 | 943 | Sm | 560 | 330,639 (1) | 424 | 984
Er | 6,10 | 337.271(I) | 367 | 977 | Tb | 585 | 350917 (1) | 353 | 9,38
Eu | 567 | 381,967 (1) | 324 | 891 | Y | 651 | 371,030(l) | 352 | 10,03
204364 (I) | 431 | 431 189,989 (I) | 7,05 | 1439
7,34
Ga | 600 7205y | 307 | 307 | " | "% [ 283099() | 478 | 478
K | 434 | 766490() | 162 | 162 | o | . o | 40777L(I) | 304 | 873
238204 (I) | 520 | 13,07 ! 421552 (1) | 2,94 | 863
Fe | 787 | 240488(I) | 524 | 1311 | _ | | 240063(I) | 540 | 13728
250,940 (I) | 4,77 | 12,64 ! 263558 (I | 483 | 12,71
251,688 (1| 11,9 | T 214,281 (1 7 7
it | 600 | 251688 | 530 [ 1180 [Te | oo 281() | 578 | 578
330,980 (Il) | 3,64 | 10,24 238578 (1) | 578 | 578
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On- | Euon, A, HM Esoss,, | Es, | O1- | Eyon, A, HM Esoss,, Es, B
T sB (THITI JTMHKHN ) sB sB T sB (THITI JIMHHHN) sB ’

279,553 (1) 4,43 | 12,07 292,464 (1) 4,61 11,35

Mg | 7,64 | 280,270 (II) 442 1206 | V | 6,74 309,311 (1) 4,40 11,14

285,213 (1) 434 | 4,34 311,071 (1) 4,33 11,07

184,950 (1) 6,67 | 6,67 207,911 (1) 6,72 15,70

Hg | 10,43 194,227 (1) 6,39 | 16,82 W) 898 209,475 (1) 6,10 15,08

in | 578 303,936 (1) 4,08 | 4,08 202,548 (1) 6,12 15,51

’ 325,609 (I1) 408 | 987 | Zn | 9,39 206,200 (1) 6,01 15,40

Li | 539 670,784 (1) 1,85 | 1,85 213,856 (1) 5,80 15,19

Lu | 542 | 261,542 (I) 4,74 110,16 | Yb | 6,25 328,937 (1) 3,77 10,02

257,610 (1) 481 | 12,24 327,305 (I1) 3,95 10,79

Mn | 7,43 | 259,373 (II) 477 | 12,20 | Zr | 6,84 339,198 (1) 3,82 10,66

260,569 (1) 4,75 | 12,18 349,621 (1) 3,58 10,42
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Anamnrnueckue n3oronsol 11 MC UCII meToaukn

[MTPMJIOXXEHUE 2

. Macca PacnipoctpaneHHOCTb . Macca PacnpocrpanenHocTb
n30ToMna uzororna, % n3oromna uzororna, %
Li 7 92,4 Mo 96 16,68
Be 9 100 107 51,84
B 11 80,1 Ag 109 48,16
Na 23 100 In 115 95,71
Mg 24 78,99 Sb 120 32,58
25 10,0 sn 118 24,22
Al 27 100 121 57,21
Si 29 4,68 Te 125 7,07
P 31 100 137 11,23
K 39 93,26 Ba 138 71,70
42 0,65 La 139 99,9
Ca 46 2,09 Ce 140 88,45
48 0,19 Pr 141 100
Sc 45 100 Nd 144 23,8
47 7,44 146 17,2
Ti 48 73,7 Sm 147 14,99
49 5,40 Eu 153 52,19
\Y o1 99,8 q 157 15,65
52 83,8 © 158 24,84
cr 53 9,5 Th 159 100
Fe o4 5,84 Dy 163 24,90
S7 2,12 164 28,26
Mn 55 100 Ho 165 100
Co 59 100 Er 166 33,50
58 68,1 Tm 169 100
Ni 60 26,2 Yb 172 21,83
62 3,63 174 31,83
63 69,15 Lu 175 97,41
cu 65 30,85 178 27,28
64 48,27 Hf 180 35,08
Zn 66 27,98 Ta 181 99,99
Ga 71 60,11 182 26,50
As 75 100 W 183 14,31
Se 77 7,63 Re 185 37,40
78 23,77 187 62,60
Rb 85 72,17 Au 197 100

120




ot Macca | PacnpocTpaHeHHOCTh ot Macca PacnpoctpaneHHOCTb
H30TOMa n3oroma, % H30TOIIa n3ororma, %
Sr 88 82,58 Hg 202 29,86
Y 89 100 TI 203 29,52
Zr 90 51,45 TI 205 70,48
Nb 93 100 Pb 208 52,4
Mo 95 15,90 Bi 209 100
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