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AnnoTanusa

Paspaborana sdpdpexkTrBHAA METOAVKA TTOATOTOBKY IIPOD U OIIpPEeesIeHNA CONePsKaHUA PeIKO3eMeJIbHbIX 9JIeMeH-
ToB (P33) B OyphIX yriaax AseiiCKOr0o MeCTOPOKIEHMA BBICOKOYYBCTBUTEJIBHBIM METOIOM MAaCC-CIIEKTPOMETPUM C
VHIYKTVBHO CBA3AHHON aproHOBOI Iyia3dMoil. OTHOCUTEIbHBIE CTAHAPTHBIE OTKJIOHEHUA IIpU onpeneseHun P39 mo-
JIYKOJIMYECTBEHHBIM 1 KOJMYECTBEHHBIM MeToAaMu He mpeBbimaior 15 u 8 mac. % coorBercTtBeHHO. CyMMapHOE CO-
IepsKaHue pelKo3eMeJbHBIX dyieMeHTOB cocraBiyder (0.92+0.07 Kr/T yrida U DOATBEPIKIAEHO HE3aBUCUMBIM METOIOM

criekTpocpoToMeTpum ¢ apceraso IIL

KioueBble cioBa: A3eiicKoe MeCTOPOIKIEHMe, OYpbIil Yyrojb, PeIKO3eMeJIbHbIE BIIEMEHTHI, MaCC-CIEKTPOMETPUS C

VHAYKTUBHO CBA3AHHOI ILJIA3MOJ, CIIEKTPO(OTOMETPIA

BBEJEHME

B nacrosiee Bpemsa passidHble YIVIM pALa Me-
CTOPOIKJIEHMII pacCMaTpPMBAIOTCA HE TOJBKO KakK
TOILJIMBHO-3HEPreTUUECKOE ChIPbe, HO U KaK MICTOU-
HUK peJKO3eMeJIbHBIX dJeMeHTOB (P33) u O6ia-
roponHbIx MeTaJsoB [1—3]. OTxonbl mepepaboTKN
yIJIell TaksKe MOTYT COIEep’KaThb BBICOKIME KOHIIeH-
Tpauuy P33 [4, 5]. 3HaHMA 0 MAaKPO- U MUKPOdJEe-
MEHTHOM COCTaBe yIJIe}l II03BOJIAeT OI[eHUTHb UX
SKOHOMMYECKNI MOTeHIMaJ, OJIyIUTh NH(popMa-
LIMIO O IIpolieccax (POPMMUPOBAHUSA ¥ HAKOILJIEHUHA
P39, a rakxe pazpaboraTb 3(pdeKTUBHbIE METO-
JIVIKN UIX OIIpefiesieHNs 1 u3BJedeHus. JlocTtoBepHoe
u3MepeHne comepixkanua P3O B yrisax crocobcTBy-
eT Pa3BUTUI0 KOMILJIEKCHBIX HayK 0 3eMmJe [6—9].

IIpakTuueckoe 3nauenne P33 TpynaHO mepeorie-
HUTB. Peiko3emesbHbIE 9JIEMEHTHI aKTUBHO MCIIOJb-
3YIOTCA BO MHOTUX OTpaciyiax. Onpenesdronyo poJib
P35 urparmT B mpous3BOACTBE BIIEKTPOABUTATENIE B
aBTOMOOMJIECTPOEHNN, KOMIIBIOTEPHBIX IUCILJIEEB,

OIITOBOJIOKOHHBIX KabeJieli, a TakyKe B COBPEMEHHO
BOEHHOI1 IIPOMBIITIJIEHHOCTI ¥ dHeprocbeperarommx
TEeXHOJIOTUAX. BricoKkasa BocTpeboBaHHOCTE P3O Ha
COBPEMEHHOM PbIHKE 00YCJIOBJIVMBAET CTpaTErndec-
KYIO 3HAUMMOCTDb Pa3BUTUA UX ITpous3BoacTsa [3, 10].

Ina uccsenoBanna O6bLIM BEIOpaHBI 1Ba 0bpasia
OypnrIx yroeit (As3-1 n Az-2) A3eliCKOro MecTOpOXK-
nenusa VIpkyTckoro yrosbHOTo Gaccerina (Bocrou-
Haa Cubups, Pocensa, 54°28'0" c. 1., 100°43'3" B. 1.).
OOpa3s1ibl TpenocTaBJIeHbl OTHeJeHNEeM TeOJIOTUN
TOMCKOrO ITOJIUTEXHIHECKOr0 yHUBepcuTeTa. JI3BecT-
HO, 4TO OypbIe yrim A3eJiCKOro MeCTOPOsKAEHU 00-
raThbl OPraHNYeCKMHM BeIleCTBaMM, KOTOPhIE CIIOCOD-
CTBYIOT KOHIIEHTPMPOBaHMIO B HuX P33 [1, 11, 12].
30JbI 0TBAJIOB OOTaThl HNPUMECAMMU PaBJIUIHBIX
BJIEMEHTOB M TaKiKe IIPeJICTaBJAIT MHTepPeC IJIdA
nsydennd [3].

ITess paboTel — pazpaboTka BPPEKTUBHO! METO-
Iuky ornpeneseHuda P33 B OypbIx yriax AseiicKo-
IO MECTOPOKIEHNS METOJIOM MacC-CIEKTPOMETPUM C
MHAYKTUBHO cBal3anHOM Itasmoit (MICII-MC).
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SKCNEPUMEHTAJIbHAA YACTb

Peaktusbl 1 o6opygosarHme

HOna onpenenennsa P33 meronom VICII-MC nc-
H0JIb30BaJM ciepyoupe peakrusbl: HNO, (kBasm-
¢puraima “oc. 4.”), HF (kBaimdurama “x. 1.”). Pas-
OaBJieHIe PACTBOPOB IIPOBOANMIIN JIEVIOHM30BAHHO
BOJION C yAeJIbHBIM collpoTusieHueM 18.2 MOwm - cm.

L1 IPOBEPKU €KeQHEBHBIX MTapaMeTpPOB HpU-
6opa mcrosmb30BaNM KaaOpoBouHbIil pacTBop (Tun-
ing Solution) — 10 mxr/ax Li, Y, Ce, Co, Tl B 2 %
pacreope HNO, (Agilent). Konnuecrsensoe onpe-
JleJIeHNe MIPOBOAVIIN C IIOMOII[bI0 MHOTO3JIEMEHTHOIO
KaJMOPOBOYHOTO CcTaHZapTHOro pacrsopa Multi-
Element Calibration Standard-1 (Agilent) na 17 sie-
meHToB (Ce, Dy, Er, Eu, Gd, Ho, La, Lu, Nd, Pr,
Sc, Sm, Th, Th, Tm, Y, Yb) ¢ KoHIIeHTpaI1mell KasK-
noro anementa 10 mxr/miu B 5 % pacteope HNO.,.

Ilna onpenesieHUA CYMMapHOTO COLEPKaHUA
P33 meTomoMm cneKTpodoTOMETPUM UCIIOIb30BAJIN
crenyrouye peaktusbl: Ce(NO,), - 6H,O (kBasmu-
puramma “ua. g. a.”, T'K “PYCXVIM”), NaOH (xBa-
smdurammsa “oc. 1.”), 25 % soxubui pactsop NH,OH
(kBasmpuranmsa “oc. 4.”), 70 % ykcycHasa KucJjora
(kBasmmpuranua “x. 4.”), KucJgoTa ackopOMHOBAA
(kBasmudurama “x. 4.”), apcenaso III (kBaandpu-
Karua “49. 1. a.”).

JlJ1g IpPUTOTOBJIEHUA CTAHAAPTHOTO PacTBoOpa C
roHueHTparimeii 0.02 r/J 1o 1epno B MEPHYIO KOJIOY
obbemom 100 mut momerriasm 0.3104 ¢ Ce(NO3)3 . 6H2O,
106aBIIANMM 2 MJI KOHIIEHTPUPOBAHHON HNO3 " J0-
BOAVJIM OO0 METKM IUCTUJIIMPOBAHHOI BOIOM. 3a-
TeM B KoJaby Ha 50 mi orbupanm 1 M mosydeH-
HOTO PacTBOpa ¥ pas3daBJANM IUCTUJINPOBAHHOIM
BOJOM 70 MeTKU. [JIA TPUTOTOBJIEHUA alleTaTHOTO
Oydepnoro pacreopa (pH 3.5) B MepHy0 KOJOYy
obbemom 500 ma mobaBaanamu 50 mu NaOH (1 M),
30 mu yxcycHoit kucsoret (70 %) u moBOAMIM [0
MEeTKM AVICTUJIIMPOBAHHOM BOJOI.

OJIEMEHTHBII aHaJM3 BBIIOJHEH C IIOMOII[bIO
KBaJPYIOJbHOTO MaCC-CIIEKTPOMETPA C UHIAYKTUB-
HO cBaAsaHHOM mnasmoit ISP-MS 7500a (Agilent
Technologies, CIITA). [lenoHU3aIM0 BOABI IIPOBO-
A C TIpYIMEeHeHVeM cucTeMbl ounucTku Direct-Q3
UV (Merck, I'epmanns). O0pasisl yraeil nonsep-
rajJyucbh M3MeJIbUeHUI0 B IIIapOBOI NIJaHeTapHOM
MmegabHHUle-akTuBaTope AT'O-2 (Poccusa) mpu ycko-
perun mMesmux Tea 20g ¢ BOOAHBIM OXJIasKIeHN-
€M U COOTHOIIIEHMEM MacC IIapOB ¥ YIJIA, PaBHBIM
150 : 15. MexanoxuMmmuueckasa o0paboTka mpoBO-
IUJIaCh TOJIBKO B CJIydyae 3HAYEHUI BJIAYKHOCTU
yrada B auanasone 10—13 % 1 MUHUMMU3a1UN TIbLIe-
Hua yrad (ue 6osee 10 %).

Paznosxenne npob 1A DJIeMEHTHOTO aHaJM3a
IPOBOJMJIM B MMKPOBOJIHOBOM cucTeMe IIPoOOIIof-
TOTOBKM CO BCTPOEHHbLIMMN 0eCKOHTaKTHBIMU naTyri-
KaMI TeMIlepaTypbl 1 naBieHusa Speedwave Four
(SW-4, Berghof, I'epmanna) ¢ BepTUKaJIbHON 3a-
rpyskoit aBTokaIaBoB DAP-100, cocToAmmx us nejb-
HOTO peakIMOHHOro cocyza (¢propomnnact TFM),
QJIIOMVHIEBOTO IIPEeIOXPAHUTEIbHOTO AVCKA, BHY-
TPeHHeN KPBIIKM U3 (PTOpOoIJacTa ¥ BHEIIHeNR
Pe3b00BOIT KPBIIIKIL.

CymMmapHOe conepsxkanmne P30 omnpenendann
Ha (poTorogopumerpe KDOK-2MII (AO “30M3”,
Poccns).

g noxroroBkm o0pas3inoB K aHAJIU3y MUC-
[I0JIb30BAJIM: BECHI aHAJUTUIECKNE DJIEKTPOHHBIE
ADVENTURER AX324 (Kuraii) 1-ro Kjacca TOYHO-
cty; cymmibHbl mkadg IIIC-80-01-CIIY (Poccus);
3JIEKTPOIIeYb COIPOTUBJIEHNUA KaMepHYI0 Jabopa-
TOPHY!0, 00eCIeunBaIoIIyI0 MIOAAEePKaHe TeMIle-
parypaoro pesxkuma ot 150 go 1100 °C; aBTomaTn-
geckue go3saTops! (Eppendorf, oowsemom 0.1+0.003,
1.0=0.03, 5.00%0.05 mu1); KOJIOBI MepHBIE 2-TO KJIac-
ca TOYHOCTM; IMUIIETKM 2-TO KJacca TOYHOCTHU
(BmecTumocThio 5.00+0.03, 10.00+0.04, 15.00%0.05,
20.00=0.06 mJ); TOIUIIPONNUIEHOBLIE IIPOOUPKU
15 MJ1 ¢ 3aBMHUMBAIOUIMMICS KPBIIIKAMIL.

[MogrotoBka npob K Macc-cneKTpanbHOMy
M CNEKTPOMOTOMETPHHECKOMY aHaIM3am

ITogroroBrka mpob AJA aHAJIUTUYECKUX JICCJIe-
JIOBaHMII OCYIIECTBJIAJNACH II0 CTAHIAPTHOM MeTOo-
JVIKe, BKJIIOYAIOIIe} CYIIKY IIPY KOMHATHOM TeM-
nepatype (20 °C) u BraskHOCTM BO3myxa 65 % mo
IIOCTOAHHOJ MAacCel, T. €. 10 BO3AYIIHO-CYyXOr'o CO-
CToAHNA, NpobJieHNe, KBaPTOBAHNE U VIBMeJbUeHe
B aratoBoii crynke no 200 mem (74 MKM) ¢ cobJro-
JleHleM BCeX HeOOXOAVMMBIX Mep, MCKJIOYAIOIINX
ux 3arpasHenne [13]. Yrum u 30561 pasjarajan KOH-
uenrpupoBarHoii HNO, 1 cMechio 9T0I KMCJIOTEL €
HF B SW-4.

Hageckn obpasnos yraeit (Az-1 u Az-2) nome-
mlajJM B deTblpe PeaKIMOHHBIX cocynda (aBTOKJa-
BBbI), 3aTeM B [IBa COCYyJZa C Pas3HbIMM YIJIAMU OO-
baBssnm 5 My KoHueHTpuposanHoit HNO,, a B
ocraspable — 5 ma (HNO, + HF). B kourposnepe
yCTaHaBJIMBAJM [IPOrPAMMYy Pa3JIOKeHMA: CTyIIeH-
4JaTeIll HarpeB B MHTepBaJte 145—190 °C c oxjyask-
neaneM 1o 50 °C, naBynenne — 4 Mlla, Bpemsa pas-
aoxkeHusa — 50 muH. Ilocjie mMOJHOrO OCTBIBAHUA
aBTOKJIABOB IIPOOBI KOJIMYECTBEHHO II€PEHOCUIIN B
MIOJIMITPOIIMJIEHOBBIE ITPOOUPKY 0O beMoM 15 ML
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PE3YJIbTATbl U OBCYXXAEHHE

Macc-cnektpometpus
C MHAYKTMBHO CBSI3aHHOM M1a3MO¥

IlonykoamdyecrBeHHbIl aHaau3. g npensa-
PUTEJBHOI OLIeHKM comepskanna P3O B pacTBopax,
MIOJIy4YeHHBIX IIocJe pa3joskeHus B SW-4, nposo-
Iy 0030PHBIN aHAJIM3 MaCC-CIEKTPOB B IIOJIYKO-
JMYEeCTBEHHOM peskuMme npubopa (Semi Quant pe-
SKVIM) C JICIIOJIb30BAaHMEM HACTPOEYHOIOo KaJandpo-
BouHOro pacrsopa (Tuning Solution — 10 mkr/u Li,
Y, Ce, Co, Tl B 2 % pacTBOpE HNO,). B coorser-
CTBMM C DKCILUIYATALMOHHBIMM XapaKTepPUCTUKAMMU
npubopa, ecsam obIMit coseBoit (POH B UCCIenye-
MBIX PacTBOpPaX COCTaBJAET IopsAnka 1 r/J, To mo-
IPeLIHOCTE onpenesieHna 70 5JeMeHTOB He IIPeBbI-
maeT oTHocuTedbHBIX 30 %. Ilocie nmpenBapuTesb-
HOJL OLIeHKM ODIIIero CoepsKaHNsA COJIeBOro (poHA U
P33 pacreop na ananmsa pasbasisica. B aTom
cJIydae IOT'PEeIIHOCTb OIIpeJieIeHNs He IIPEBIIIaeT
OTHOCUTEJBHBIX 15 % mnpu cobII0LeHNI BCEX OIITH-
MaJIbHBIX ITapaMeTpPOB HacTpoliku mpubdopa. IIpex-
BapuTeJbHasA OlleHKa cozepskaHmua P3O Oblia He-
obxonMMa JJIg TOTO, YTOObI OIIPEeNesNTh, BO CKOJIb-
KO Pa3 HYKHO pa30aBJiATb IPo0y A IIPOBeLeHNA
KOJIMYECTBEHHOT'O aHaJM3a.

B Tabs. 1 npencraBieHbl TaHHBIE MTOJYKOJIMIYIE-
CTBEHHOTO aHaJM3a II0 conepskanuio P3O B pac-
TBOpaxX IIOCJe pa3JioskeHUs yriaeir As-1 nm Az-2
roHuenTpuposannoit HNO, u cmecn HNO, ¢ HF
(pasbaBieHne pacTBOpa IOCJEe MUKPOBOJHOBOIO
pasJyosxkenus B 6 pas).

IIpn manom pazbaBieHun npod HabOIOIANNCDH
3aBBIIIIEHHbIE PEe3yJbTAaThl aHAJIM3a CYMMapHOTO
comepskauna P33 BciencTBUe BJIMAHUA OCHOBBI
poObI, TAK HA3BIBAEMOTO MATPUUYHOrO ddeKrTa u
KOHIIEHTPpAIMiI caMMUX DJIEMEHTOB, KOTOpbIe IIpe-
BBIIIAJIM JIOIIYCTUMbIE 3HAUEHNA C MUHUMAJbHBIMU
CTaHJAPTHBIMY OTKJIOHEHUAMMN JJIA MIOJYyKOJIYIe-
CTBEHHOTO aHasm3a. ONTVMaJIbHBIMY ABJIAIOTCA KOH-
nenTparuy P33 ot 1 no 10 MKr/J, B OpOTUBHOM
cilydae pes3yJbTaTbl MOT'YT ObITH 3aBBIIIEHBI.

J1J1A1 IOJIyKOJIMYeCTBEHHOTO aHam3a Ipod ¢ Ko-
sppunmenramu pasbasienus B 51 u B 101 pas B
pobupky aBTocaMmiLiepa oroupasu 1o 0.05 mu u
0.10 MJI TOATOTOBJIEHHBIX P06 U TPUOABIAIM D MJI
2 % HNO,. lns nosy4enns koaduimenta pas-
6aBsennusa 201 B mpobupruM aBTOCaMILIEpa OTOM-
pasu o 0.025 My pacTBOpOB IIP0OO M IPMOABIIAIN
5 ma 5 % HNO,. IIpesBapuresbHbIE ONBITHI MOy~
KOJIMYEeCTBEHHOTO aHaJu3a o0pasuos yrieit Az-1 u
AB-2 mokazaJju, 4TO COCTaB BTUX YIJei MpaKTuie-

TABJVIIA 1

PesyubraThl I0JIyKOIMYECTBEHHOTO aHAJ3a
obpasnoB yrueit Az-1 n Az-2 metonom JICII-MC
[IpM Pa3HBIX yCJOBUAX Pa3JIOKEHNUA

P339 Copepsxanue, /T
Pazioxxkenne B HNO3 Paszioxxkenne
B (HNO, + HF)
A3z-1 A3z-2 Az-1 Az-2

Sc 4.7 4.7 4.7 9.1
8y 790.0 650.0 730.0 890.0
13975 580.0 630.0 590.0 640.0
140Ce 1500.0 1500.0 1700.0 2000.0
Hipy 29.0 28.0 250.0 270.0
16N d 110.0 120.0 130.0 170.0
147Sm 22.0 20.0 24.0 30.0
133Eu 49 5.0 5.8 7.2
B1Gd 20.0 21.0 23.0 28.0
19T 3.2 3.1 35 43.0
163Dy 17.0 17.0 18.0 22.0
1650 3.2 3.2 3.7 45
166y 8.4 8.5 9.5 11.0
169 m 1.0 1.0 1.2 15
172¥D 5.8 5.9 6.8 7.8
Lu 0.79 0.82 0.88 1.1
z 3099.99 3018.22 3501.08 4135.2

Ipumeuanrue. 1. IllecTurpaTHOE pazbaBieHNe pacTBOpa II0-
cJle MMUKPOBOJHOBOTO pa3JjoskeHMA. 2. 3necb u B Tabi 2—5:
JICII-MC — Macc-CHeKTPOMEeTPUsS C MHIYKTMBHO CBA3aHHOI
n1a3moii; P33 — penkoseMesbHbIE 3JIEMEHTHL

CKIM OJIMHAKOB, II09TOMY JaJbHelIe dKCIIepUMeH-
TBI IIPOBOAMIINCE € 00pasmnoM As-2.

B rabJs. 2 npuBeneHB! HaHHBIE IOJYKOJIMUYEC-
TBEHHOI'O aHaJM3a IO OIpefesleHMIO KOHIeHTpa-
muit P33 B yroe A3-2 B 3aBMUCHUMOCTM OT KpaT-
HOcTH pasbaBieHud mpod U crocoda pas3iIosKeHNUA
yras. JIJ1A TI0JIHOTO PacTBOPEeHNUA CUJIMKATHON YacTu
He0oOXO0ZIMMO IIPVICYTCTBME IIJIABMKOBON KICJIOTHI IIPU
MJVIKPOBOJIHOBOM BCKPBITMI, YTO COIJIACYETCS C MHO-
TOYMCJIEHHBIMI JTAHHBIMM 110 M3YYeHUIO OyPhIX yIJIeit
pasmMuHbIX MecToposkaenuii [14]. Ilepen HaMu cTOA-
Ja 3anava paspaborarb 3PPEKTUBHYIO METOIUKY
aHaJsm3a OypbIX yrJei, TpeOyoIlyo MUHUMAJIb-
HBIX BPEMEHHBIX 3aTpPaT ¥ JOPOTOCTOAIINX CTaH-
JapTHBIX 00pas3IoB.

RoaungecTBennsblii anaans. MHOrosjseMeHTHBIN
cranzapTHblll pacTBop (Multi-Element Calibration
Standard-1) ma 17 aJeMeHTOB (CM. OKCIIepMMEH-
TAJIBHYIO YacCThb) C KOHI[EHTpALMell KasKIoro aJie-
menTta 10 mir/mu paszbasiasanau B 100 pasz 5 % pac-
tBopoM HNO,. Jlss1 npurorossieHns KanubpoBOIHbIX
pPacTBOPOB B IPOOMPKM aBTOCaMILIepa oTOupasmn
ot 0.1 7o 0.5 mu ¢ marom 0.1 MJI MHOTO3JI€ MEHTHOTO
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TABJIVIITA 2

PesysbTaThl MOJIyKOJIMYECTBEHHOTO aHasm3a P39
B yrie Az-2 Asevickoro mectoposkaennsa merogom VICII-MC
[IpM Pas3HBbIX yCJOBUAX Pa3JIOsKeHNA 1 pasbaBieHns

C. C. LHALUKAS v gp.

DJIeMeHT CognepsxaHue dJieMeHTa, T/ T

Paanosxenne B HNO, Pasnoskenne B (HNO, + HF)

Pasbasienne Pasbasiienue Pasbasnenne Pasbasienne

B 51 pas B 101 pas B 51 pas B 101 pas
Sc 8.7 7.6 7.8 8.9
8y 150.0 150.0 130.0 140.0
13975 86.0 93.0 81.0 89.0
140ce 390.0 380.0 430.0 400.0
l41py 53.0 48.0 64.0 66.0
146N 220.0 190.0 250.0 240.0
147Sm 39.0 31.0 50.0 47.0
18Ey 9.1 8.8 11.0 10.0
17Gd 38.0 35.0 42.0 45.0
197 5.9 5.2 6.4 6.4
163Dy 34.0 28.0 39.0 37.0
165Ho 6.2 5.0 7.1 6.8
166y 17.0 15.0 17.0 15.0
169Tm 2.2 1.7 2.2 24
12yp 11 10.0 13.0 13.0
Ly 1.5 1.3 1.7 1.7
z 1071.6 1009.6 11522 11282
Cpennee 1040.6%=31 1140.0%=12
coepiraHnme

pacteopa (0.1 mkr/mur), mpubasisaam 5 Mt 5 % HNO.,.
B pesysabrare nomyuman 5 KaamuOpPOBOYHBIX pac-
TBOPOB C KOHLeHTpauuaMu sjemMeHToB 1.94, 3.81,
5.60, 7.33 1 9.00 MKr/..

3aTeM B npobupKmM aBTOCAMILIepa OTOMpaJsn
0.050 1 0.025 M pob, Pa3JI0KEHHBIX C UCIIOJIb30-
BaHMEM a30THOM KUCJIOTHI, mpubasisimu 5 mia 5 %
HNO, u npoBoguiyu KOJMIECTBEHHbI aHAJNS II0
IIOCTPOEHHOV BHEIIHel I'paJgyUpOBKe.

CpaBHUTEJIbHBIE PE3YJIBLTATHI KOJIMYIECTBEHHOTO U
ITOJTYKOJIHYECTBEHHOTO aHAJIM30B CBeJleHbl B TabJL. 3.

Jlo1s ToATBEPIKIEHNA JOCTOBEPHOCTH TIOJIydeH-
HBIX Pe3yJbTaTOB OBLI IIPMMEHEH MeToJx 00aBOK
JIJIS HEKOTOPBIX PEIlepPHBIX DJIEMEHTOB, COJEepIKa-
HIe KOTOPBIX B YIVIAX JOCTATOYHO AJIA MCIIOJb30-
BaHMA DTOTO MeToza. B mccienyemble PacTBOPEI
JI00ABJIANN TaKOe YKe KOJIMYECTBO CTaHAapTa, U4TO U
JUIA TIOCTPOEHNs KaMOpoBoYHOro rpaduka. B tads. 4
IIpeJicTaBJIeHbl pe3yJbTaThl onpefeserusa P39 me-
TOZOM Z00ABOK B TOM K€ MEXaHWYIECKM aKTUBUPO-
BaHHOM yriye A3z-2. Meron mo0aBOK HOATBEpPINI
OTCYTCTBME BJIMAHUA OCHOBBI ITPOOBI Ha pe3yJIbTa-
TBI KOJMYECTBEHHOIO aHaJM3a IIPY BbIOOpe KpaT-
HocTy pasbaBienua B 201 pas, onTMMAaJIbBHBIX Ha-
BECOK I YCJIOBMII MIX aBTOKJIABHOTO Pa3JI0KEHNA.

OnpegenerHne cymmsi

pesKo3emMersibHbIX 3/1IeMEeHTOB B yrie
A3€e/iCKOro MecTopoIKAeHHs

METOLOM CreKTpogoTomeTpmu ¢ apceHaso lll

Yr068I
VICII-MC He3aBUCHMBIM METOZIOM CIEKTPOdOTO-

IIOATBEPAUTL PpPe3yJbTaThl MeToHa
MeTpuy TpeboBaJIOCh CKOHIIEHTPMPOBATE P33 B
nuccsenyeMbIx obpasnax. s sToro o6pasifsl yrien
A3z-1 n Az-2 B3BemMBaJ M B IJIATMHOBBIX YallTKaX,
oTbMpaJsy B KasKAyI0 Jalky 1o 10 T HaBecky, paB-
HOMEpHO paclpeniesiad ee II0 nHy dainku. [lome-
IaJIM Yallky B MyeJsbHYIO IIedb 1 HarpeBaJy 00-
pasusl B nHTepBaJse 300—800 °C, nmoBsIIasd Temme-
parypy Ha 100 °C uepe3 1 4. 3aTeM BbIAEPIKUBAJIN
X IPU MaKCUMAaJIbHON TeMIlepaType (KpacHOM Ka-
JIeHN)) B TedeHMe ellle 2 4 JI0 IIOJHOTO yJaJIeHMs
JeTyuux BemlecTB [15]. PesysbraTel onpeneneHuit
g pob yroeit Az-1 m A3z-2: 3ospHOCTL — 11.2 1
12.1 %, BnaskuocTs — 17.2 u 3.93 %, comepsxramnme
opraunyecknx Bertects — 71.6 u 84.0 % coorBer-
CTBEHHO.

Ia onpenenenusa cyMMmbl P3O MetonoMm cnex-
TpodpoTomerpum ¢ apcernaso III [16—20] HaBecku
IpoKaJieHHbIX yrieit Az-1 n Az-2 maccamn 0.05 u
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TABJIVIIIA 3

PesysbraThl KOIMYecTBEHHOTO U noJsykosdectBenHoro VICII-MC anammsa P39

B MeXaHNYeCK) aKTUBUPOBAHHOM yrie A3-2
Asgeiickoro mectopoxkaerus (n = 4, P = 0.95)

OJleMeHT Cognepoxanne P33 S, % Conepxanne P39 NG
(IIOJTYyKOJIMYe CTBEHHBII (KOJIVIYEeCTBEHHBI
aHaJma), /T aHasma), r/T
Sc 5.7+0.7 126  5.9+044 7.5
8y 140.0+15 116 140.0=11 7.7
13975 96.0+13 135  100.0+39 3.9
140ce 360.0=30 8.5 360.0=27 7.6
Hipy 46.0+6 139  49.0%4 6.8
16N d 210.0=16 7.7 210.0+13 6.2
147Sm 30.0+3 8.3 31.0=2 48
153Fy 2.3%0.2 115  25%0.1 5.2
BGd 32.0+4 139  38.0=3 6.6
159 3403 8.1 3.7£0.2 4.5
163Dy 27.0+3 104 33.0%2 5.0
165F 10 2.5+0.3 149  2.8+02 5.9
166gy <IIO - <IIO -
1697 m <IIO - <IIO -
112yh <IIO - 7.9%+0.2 2.5
1757 4 <TI0 - <IIO -
P39 0.95+0.05 kr/T yraa 0.96+0.04 xr/T yraa

Hpumeuwanus. 1. 3pecy u tabur. 4: Sr — OTHOCUTEJIbHOE CTaHJAPTHOE OTKJIOHe-
HIUE, N — YMCJIO M3MepeHmit, P — noBepuresibHaA BepoATHOCTH. 2. IIO — mpenen
o0HapysKeHNs; MIPOYepK — MapaMeTp HEBO3MOKHO OIPEIeJUTb, IOCKOJBKY CO-

nepoxaHne sjaeMeHTta Hinpke I10.

TABJVIIA 4

PesysbTaThl KOIMYECTBEHHOIO onpeesieHna P3O B MeXaHMYEeCK) aKTUBUPOBAHHOM yTiie A3-2

MeTo/IoM 106aBOK B pactBopax (n = 3, P = 0.95)

DJIeMeHT Beeneno, Haiineno 6e3 Haiineso Haiineno Sr,
MEKT /JT nobaBKM, MKI/J  C 1o0aBKOii, MKT/JI B n00aBKe, MKT/J
153 1.94 0.098=0.006 2.04%0.08 1.94+0.06 1.0
13978 1.94 1.78+0.17 3.72+0.16 1.94+0.09 0.5
146N 1.94 3.23+0.14 5.22+0.09 1.99+0.15 2.6
89y 3.81 2.24+0.19 6.08+0.11 3.84%0.10 0.8
13978 3.81 1.8+0.2 5.9%0.2 41+0.3 7.3
165F10 3.81 0.046+0.004 3.87+0.11 3.82+0.09 0.6
12yh 3.81 0.130=0.003 4.04+0.12 3.91+0.15 2.6
57Gd 7.33 0.60=0.07 8.2+0.2 7.6=0.3 5.1
197 7.33 0.062=0.003 7.37%0.11 7.31+0.05 0.7
112yh 7.33 0.130=0.020 7.42+0.06 7.29+0.07 0.5
47Sm 9.09 0.053=0.007 9.26+0.05 9.20%0.09 1.2
163Dy 9.09 0.51=0.04 9.42=+0.07 8.91=0.11 2.0
153Ey 9.09 0.35+0.05 9.22+0.10 8.87+0.13 2.4

0.10 r COOTBETCTBEHHO IIEPEBONUIN B PACTBOP Me-
TOZOM PaBJIOKEHMA B MMKPOBOJHOBOJ II€dM, OI-
CaHHBIM BBILLIE, B Cpe/ie KoHIeHTpupoBanHoi HNO,
¢ nobasnennem HF. Ilosy4ueHnHble pacTBOPHI CBETJIO-
$KEJITOTO IBeTa KOJIMYECTBEHHO IIePEHOCUJIN B II0-

695

JIMIIPOIINJIEHOBbIe TPOOUPKM 00BbeMOM 15 MJI 1 10—

BOAVJIM IO METKMY AVICTUJLIMPOBAHHOI BOJOIL

Jl1a1 mocTpoeHnsA KaMOPOBOYHBIX IPadMIKOB IIPY-
TOTOBUJIV PaCTBOPBI: HUTPATA LepPusd, CoaeprKalie-
ro 0.02 r/x uepnusa, 0.05 % pacrsop apcenaso III u
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TABJIVIITA 5

CpaBHUTEJBHBIE PE3yJIbTATHI opesesenHnsa P33 cnexkrpodoromerprnyecknm MeTonoM n meronom VICII-MC

Copepexanne P39, MeToz onpenenennsa

KI/T yrid CnexkrpodoromeTpusa

JICII-MC (KoJm4eCcTBEHHBI)

JVICII-MC (mosryKoJiM4ecTBeHHbII)

Cpennee cymmapuoe  0.89%+0.07 (7.4+0.5)* 0.96+0.04

0.95+0.05

* Copepsranne P33 B 301€, Kr/T.

aneraTHbI OydepHbri pactBop (pH 3.5). 3atem B
MepHBIe KoJIOBI o6bemoM 50 MJ oTOmpasy mocse-
JloBaTeJIbHO OT 1 710 5 MJI ¢ m1arom 1 MJ1 pacTBOpa
HuUTpaTta Lepusd, nobasiamm 0.5 r ackopOMHOBOI
KMCJIoThI, 20 MJI areTaTHOrO OydpepHOro pacTsopa,
3 Mma pactBopa apcenaso III, moBoxmim obveM A0
MEeTKI BOJION U BBITIOJIHAJNY aHAJINU3 METOJIOM CIIeK-
TpodhoTOMETPNMM B KIOBETE TOJIINHON 1 cM Ha -
He BOJIHBI MaKCUMyMa morJjoiienud (A = 670 Hm).
KannbpoBounblil rpaduk CTPOUIM B 3aBUCUMOCTH
MHTEHCUBHOCTY aHAJMTUIECKOTO CUTHAJA (OITHIIe-
CKOJI NJIOTHOCTM) OT KOHIIEHTPaIMy I[epus B pac-
TBOpe. Ilocse BTOro MpoBOANIIN JIMHENHYIO AIllIPOK-
CUMAIMIO C IIOMOIIBIO METOJa HAaVIMEHBIINX KBa-
JIPaTOB M PacCCYUTBHIBAJM CPegHUI KOD(PPUIVIEHT
SKCTUHKINIL

Idna onpenenenusa cymmbl P33 B 30s1ax A3seii-
CcrOro MecToposkzeHus (As3-2) B komdy Ha 50 Mmu
oToupasm 1o 0.5 MJI pacTBOPOB 30J1bI A3-2, IIOJY-
YeHHBIX IIyTEM IIPOKAJVBAHMA YIJIA B MYeJIbHOI
ey ¥ Pas3JIoyKeHNA B MMKPOBOJIHOBOM II€YN C 5 MJI
HNO3 u 0.05 ma HF, nobasnamu 0.5 r ackopbuHO-
BOJ KMCJIOTBI, BOGHBI/ PAacTBOP TMIPOKCUIA aMMO-
Hua 1o pH 3—4 (KoHTpoJsb 0 yHMBEpPCAJbHOM MH-
IMKaTopHOM Oymare), 20 mu areraTHoro 0OydepHO-
ro pactsopa (pH 3.5) n 3 mu pactBopa apcernaso III.
IlosyueHHBII PAacTBOP JOBOAMJIM IO METKV BOZOI
¥ TIPOBOJVIIIVL IBMEPEHNS OIITUYECKON IIJIOTHOCT OT-
HOCUTEJIBHO XO0JIoCcTOro pacTBopa. CymMmapHoe co-
nepsxanne P33 cocraBuio 7.4%=0.5 Kr/T 30JbI 1,
coorBeTcTBeHHO, 0.89%+0.07 Kr/T yrad.

CpaBHUTENBHBIE PE3YyJIbTAThI onpenesaennsa P39
CIIEKTPO(MOTOMETPUYECKNM METOLOM ¥ METOJIOM
VICII-MC npuegnens! B TadJ. b.

Mertoguka onpegeneHns P32
B Bypbix yrnsax A3esiCKOro MecTopoXKAeHus

Hagecku yraa maccont 0.05 r, mpenBapuresb-
HO IIOJIBEPIHYTBIX MeXaHOXMMMUUIecKoll obpaboTke
B MesibHuIle AT'O-2; 3arpyskanayu B peaKI[IOHHbIE
COCyIbl MUKPOBOJIHOBOI Teun u NO0aBJAIM D MJI
KOHI[eHTpupoBanHOit HNO,.

ITocye passoskeHMsa mpo3padvHble IPOOBI KOJIV-
YECTBEHHO II€PEHOCHUJINM B IIOJMIIPOIINJIEHOBBIE ITPO-
O6upky Ha 15 MJI, JOBOAMJIM IO METKMU JEeVOHMU30-

BaHHOJ BOJOJ M IlepeMeNInBay. B npodupKku as-
Tocammiepa oroupasu mo 0.025 ma pactBopa 1Ipood,
npubaBIAIN K HUM 110 5 M 5 % HNOS. IIpoBogmm
n3MepeHnd nosyKosnrdecTBeHHbIM MeTogom VICII-MC
C MCIOJIb30BaHMEM KaJMOPOBOYHOIO pacTBOpa U3
5 anementoB: Li, Co, Y, Ce, Tl c KoHIIeHTpaIet
10 MKr/u.

Il mpoBeieHNA KOJIMYEeCTBEHHOIO aHAJIN3A T0-
TOBUJIM PaCTBOP MHOTO3JEMEHTHOTO KaJubpoBOU-
HOTO cTaHzapTa ¢ KoHieHTparued 0.1 MKr/mi 1o
Kasxgomy u3 17 syemeHTOB. [ly1a mocTpoeHUsa Ka-
JMOPOBOYHBIX TPA(PUKOB B IIPOOMPKM aBTOCAMILIEPA
orbupasm ot 0.1 go 0.5 Mo ¢ marom 0.1 My Kasm-
OposouHOrO pacTBopa, npubdasisamm 5 M 5 % HNO,,.
AHaJIOrMYHO TOTOBUJIM XOJIOCTOV PacTBOp € obaB-
JeHveMm 5 mJa 5 % HNOg.

3aTeM B IPOOUPKM aBTOCAMILIIEpa OTOMPAJIN TI0
0.025 M ipo6, pas3JI0KEHHBIX C MCIIOJIb30BaAHMEM
a30THO¥ KMcJI0ThI, mpubasssanm mo 5 ma 5 % HNO,
¥ IIPOBOAVIJIN KOJIMYECTBEHHbIN aHaJM3 10 IIOCTPO-
€HHOJ1 BHEIIIHE! KaJMOpOoBKe.

OTHOCUTEJIbHOE CTaHAAPTHOE OTKJIOHEHUE P
onpeneseEny P33 mosykoam4ecTBEHHBIM METOIO0M
B JAHHOM CJiydae cocTaBJsaio He Gojee 15 mac. %.
Jna onpenenenua P33 c Gosiee HM3KMMM 3HAYe-
HUAMY OTHOCUTEJIBHOTO CTAHIAPTHOTO OTKJIOHEHUA
IpeAnouYTUTeIbHee OIpenesaTh comepskanme P39
KOJIM4YeCTBEHHBIM MeTOLO0M IIO BHEIITHEeN I{aJ’H/I6p0B—
ke. Takoil MeToJ aHajM3a ABJAETCA DoJiee IIPO-
IOJIKUTEJIbHBIM, HO IIPY STOM JAaeT pPe3yJbTaThbl C
OoJIbIlIell TOYHOCTEIO.

3AKNFOYEHHE

B pesysbraTe paboThl 10 M3y4YEHNIO BO3SMOKHO-
cTell KBaAPYIOJIbHOIO crieKTpoMeTpa Agilent 7500a
a7 onpenesieHua P39 B OypbIX yIVIAX € pasnd-
HBIM COOTHOIIIEHMEM CHUJIMKATHOV ¥ OPTaHMYeCcKON
yacreil paspaboraHa MeTonuKa, TpedyoIlada Mu-
HIMAaJIbHBIX BPEMEHHBIX 3aTPaT, PEaKTUBOB I JI0-
POTOCTOAIINX CTAaHIAPTHBIX 00pasioB yriuei. Han-
6osee mosHOe M3BJseueHNne P33 u3 OypbIx yrieit
BO3MOXKHO C Pas3pyllIeHVeM CUJIMKATHON 4YacTy B
npucyrcreuu HF B MuxpososHOBOI neun. OxgHAKO,
ecyy OypBIii yroJsb NOABEPTHYTh MEXaHOXMMUYIEC-
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Kol oOpaboTke B mesbHUIle AT'O-2, TOo nya aHa-
Jm3a OyZeTr OCTATOYHO IIpeJCTaBUTEJbHON HaBe-
cky ot 0.1 1o 0.05 r. 3To yHoOHO JJ1A aBTOKJIABHOTO
pasJIoKeHNA C IPUMEHEeHEM TOJIBKO a30THOM KIC-
JIOTBI U onpeniesieHns P33 B NOJIyKOIMYeCTBEHHOM
peskume mpubdopa [21-23].

IIyTem MexaHU4UecKoil 00paboOTKM yraei n yaa-
JIeHNA 3 HUX OpI‘aHI/I‘IeCKOﬁI qJacCTU IIPOKaJIVIBaHU-
€M y[aJIoCh CKOHI[eHTPUpoBaTh P3O BOCBMUKpAT-
HO, 4TO obecrneumJio omnpenesenne P33 ¢ BBICOKOI
TOYHOCTBIO. JIJIA OATBEPIKEHNUA JOCTOBEPHOCTHI
pes3yJbTaToB, nosydeHHbx MetonoM VICII-MC, ompe-
JleJIeHO cozepskanye cyMMbl P3O B yryie AzeiicKoro
MECTOPOIKIEHNA CIIEKTPOPOTOMETPUIECKIM METO-
oM ¢ apcenaso III. Cpennee cyMMapHOe comepsra-
Hre P33, ompeneseHHOe BCeMM ONVMCAHHBIMU Me-
Togamu coctaByaseT 0.92+0.07 kr/t yraa. Kiaapk
P33 nna yraeit pasen 69 r/1. B yraax mecToposk-
JleHUIT pa3HbIX CTpaH cpelHee cojepsxkaHue P33
passmuaercd, ana Kuraa n CIIA st 3HaueHUA
cocraBaAT 140 n 66 r/T coorBercTBeHHO. Cylie-
CTBYIOT YTOJIbHBIE MECTOPOsKeHNs ¢ BbIcOkMMM (500—
1000 r/T) m makcumanbubiMu (o 1500—2000 r/T)
3HAYEHUAMHI CPeJHEro cozepskannua P33, npeumy-
LIIECTBEHHO 9TO MecToposkaeHnsa [Ipumoppa n Kys-
bacca [24].

ABtopsl 6sarogapar npod. Apbysosa C. V1. (Tomexmit
MIOJIMTEXHUYECKNI YHIUBEPCUTET) 3a IPELOCTaBIEHHbIE
00pasibl Ay aHa3a.
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