ONTUMU3ALUA YCNOBUU UBMEPEHUA
MACC-CNEKTPOMETPUYECKOIO

C MHOYKTUBHO CBA3AHHOU NMNITA3MON

AHATTUTUYECKOIO CUrHANA
NMPU UCMONBb3OBAHUU NPUBOPA C MATHUTHbLIM
CEKTOPOM BbICOKOIO PA3PELUEHUA: ONPEOQENEHUE
NMPUMECHbIX 3NEMEHTOB

B FTEONTOMMYECKUX MPOBAX
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«TOJBKO KOJTMYECTBEHHBIN MTOAXO/I IIPU U3YUYECHUU
PEOKHX BJIEMEHTOB B TOPHBIX MOPOJAX Y CIATAIOIIAX UX
MHUHEPAX 1aCT BO3MOXKHOCTh BbIABUTH 3aKOHOMEPHOCTH

MMOBEACHUS ITUX DJIEMEHTOB IIPU IPOIIECCaX
KpUCTALIM3AMU U AU dEepeHIIUaiN Marm»

JI.B. Taycom.

Jlee BnagumumpoBu4y Bcerga yaensn ocoboe BHMMaHUE aHanuTuUKe,
BCAYECKM cnocobcTByS pa3paboTke 9 peKTUBHbIX MeTOoaANK
KONTMYEeCTBEHHOro aHanusa pasfiMdHbiMM MeTo4aMu.

[Tlpyn cTaHoBneHMn MHCTUTyTa B Hadvane 60-x rogoB MpOLUIOro CrosneTtus
O PYKOBOACTBA aHanNUTUYecKou CryxXbom oH npuenek npodeccopos
fkoBa NaBmnpoBuya Panxbayma n Hukonaa ®omuya Jlocena.

AHann3 BbIMOMNHANN BbINMYCKHUKM MPKYTCKOro [ocyHmBepcuTeTa, KOTopble
OQHOBPEMEHHO BENN METOANYECKYHO U Hay4HYI0 paboTy.

Ha npotaxeHun nocrnegylowmn net aHanutuka ycnewHo passuBarnachb B
NHcTuTyTe.

B 1996 roay B npakTuKy aHanuvsa 6bin BHeApeH MmeTon Mmacc-
CMEeKTpoOMeTpuUn ¢ UHAYKTUBHO CBSI3aHHOW MNJ1a3MoM.




MeToa macc-cnekTpomMeTpumn C

MHOYKTUBHO CBA3aHHOM Nia3Mon
(UCMN-MC)

6bin paspabotaH B 1980 rogax Beaoywmmn 3apyOexXHbIMU YYEHbIMU —
crneunanbHO ANns aHanusa reonorndeckmx npob.

K Hactosdwemy BpemMeHn — 23T0 Hanbonee 9dMEKTUBHLIN
BbICOKOYYBCTBUTESIbHbIM METO, aHanu3a: O4AHOBPEMEHHO ONpeaesistoTCA
NOYTU BCE XUMMUYECKNE ITIEMEHTbI C HU3KMMU npegenamm obHapyKeHUs
(8 TBepaon npobe: 101 — 103 Hr/r urim go 10° %) ) M WMPOKMM
ananasoHOM KOHUEHTpaumn Oo 8-9 nopsakoB B paMkax OAgHOro
N3MEPEHUS.

C nomouwbio NCI-MC moxHO aHanuampoBaTb TBepAdble Npodbl, rasbl w
XWOKOCTU, HO Haubonee Hu3KMe npepenbl ObHapyXeHus OocTuratoTcs
npu BBEAEHMN B Nfia3Mmy pacTBOpoOB Npob.

TpeboBaHna k obecneyeHMo KadecTBa aHanusa BKAOYAKOT acreKTbl
nNpob6onoaroToBKNY, KanmbpoBKW, MUHUMMU3AUUM UHTEPdEPEHLUN U
MaTpu4HOro adpdbekTa, a Takke «4YUCTOTbI» peareHToB U frabopaTopHOro
obopyanoBaHus.




QuickCone ™

Plasma Torch Load Coil

Macc - cnekTpoMeTpbl
(MC)

B HacTodwee Bpems aHanutMkn wucnonedytotr asa Ttuna WCI-MC
npubopoB: KBaapynonbHbie U/MNM ¢ MarHUTHbIM CEKTOPOM BbICOKOIO
pa3peLleHus.

PlasmaCAGE™

* [lpeunmywectBamu kBagpynosnbHblx NCIT-MC saensetca 6oriee Huskas
KOMMep4yeckasd CTOMMOCTb, BbICOKad CKOPOCTb aHanun3a, BO3MOXHOCTb
aBTOMaTM3auMn U HECNOXHOCTL B 0OCnyXnsaHum npubopa. B TO e BpeMs
npegenbl ObHapyXeHMa Ona HUX Ha 2-3 npsagka BenuymHbl Bbile. OHU
HeOOoCTaTOYHbl ONnd onpedeneHua NMPUMECHbIX 3NIEMEHTOB B Takux Tunax
FOPHbLIX  MOPO4, KaK  YNbTPaAOCHOBHbIE,  KBapUWUTbl,  WU3BECTHAKMW,
CNo4yMeEHOBble nermMaTuTbl U gpyrue, Tpebywlwne Ana aHanmsa BeSiMYuH
[1O Ha ypoBHe Hr/r (ppb) .

« [na aHann3a nogoOHbIX NOpod, a TakKKe HEeKOTOpbIX MUHeparos,
npegnovtutenbHee wucnons3oeatb WCIT-MC npubopbl € MarHUTHbIM
cekTopoM. Hapsiay ¢ 4pes3BblHaHO HU3KMMU npedenamm oDHapyXEHUsS1 OHU
OalT BO3MOXHOCTb MPaKTUYECKN MOSTHOCTbIO WUCKMIOYNTb MHTEpdepeHumn
3a cyet peructpauun UCIM-MC curHana B pexmmax cpefHero m BbICOKOro
Macc pa3peLleHuit, NnpeayCcMoTPEHHbIX Npubope.



TununyHble npeaenbl OOHapyXeHUa (MKr/n) HeKOTOpPbIX
3JyIeMEHTOB pa3fNN4YHbIMU MeTOA4aMU AN BOAbI

ALE : 91(';A A2 KBanI/IIJ():II;II;ﬂSH bl “I:aci-l:';'“-f-g' y
-CEeKTOPHbIN
Ba 8 0,04 0,01 0,01 0,0007
Ce 8 0,04 — 0,0004 0,000014
Co 2 0,008 0,1 0,004 0,00014
Cu 1 0,005 0,04 0,02 0,0002
Dy 50 — 4, 0,002 0,000008
Hf 2000 — 10 0,002 0,00012
La 2000 0,5 0,1 0,0005 0,000018
Pb 10 0,007 1 0,006 0,00012
Th — — 3 0,002 0,00002
U — 30 1,5 0,0006 0,00001

K.L. Linge, K.E. Jarvis
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Llenb HacToswen padboTbl — obecneyeHne Ka4ecTBa
pe3ynbTaToB aHanms3a 3a CYeT oNnTUMKU3aLum ycrioBum
namepenuns NCr-McC curHana.

3agaduun paboThbl:

MUHUMM3AUUA  CreKkTpanbHbIX  nomex  (MHTepdepeHumin),
CBA3aHHbIX C MPUCYTCTBMEM B nMifla3Me pasfnyHoOro copra
MOCTOPOHHMUX WOHOB, MWMEKLWUX Te Xe 3HadyeHna m/z
(OTHOLLEHNE MacCChl MOHA K ero 3apsiay), YTo U onpeaensembin
afieMeHT (aHanuT);

OLEeHKa aHanUTUYEeCKNX BO3MOXXHOCTEMN
BbICOKOYYBCTBUTENLHOrO npubopa ELEMENT2 BO Bcex Tpex
peXxnmMax Mmacc paspeLueHus

CHWKEHME YPOBHS HECMnekTpanbHbIX MNOMEX — BIUAHUE
MaKPOKOMMOHEHT Npobbl HA pe3ynbTaTbl aHanu3a (MaTpUYHbIN

adopekKT).

OnpenensiemMmble peakme n paccesiHHble 3NEMEHTHI:
Sc, Ti, V, Cr, Co, Ni, Cu, Zn, Ga, Ge, Rb, Sr, Y, Zr, Nb, Mo, Sb, Sn,

Cs, Ba, Hf, Ta, W, Tl, Pb, Th, U v Bce peako3eMernbHbIE.



Onepanuonnsie ycjaosusa UCII-MC ananausa

OHpGI{GJIeHI/IC COACPIKaHUA 3JICMCHTOB B PaCTBOpPaAX, NPUIOTOBJICHHBIX IIYTEM KHC/JIOTHOI'O

Pa3J0KCHUA B OTKPLITHIX CUCTEMAaX WM B aBTOKJIaBaX, IMIPOMU3BOJIUTCA HA MaCC-

criekTpoMmeTpe Bbicokoro paspemenuss ELEMENT 2

IIPA OINEPANNOHHBIX YCIOBUAX —

CTaHJAPTHBIX JJI1 3TOTO MpUOOpa.

ELEMENT 2
(Finnigan MAT, I epmanus)

NuayKTUBHO-CBSI3aHHAA
mia3Mma.

Brixoanast MOIITHOCTH
OTtpakeHHasi MOIIHOCTh
Pacxonpr ra3oBBIX IIOTOKOB
(Apron):

B PacCIbUIATENE
MJ1a3MO00Pa3yIOIIETO
BCIIOMOTATEIBHOTO
CKOpoCTh MoJIauu pacTBopa
(Cc moIKAYKOM)
Pacneumnrens

Bpewms noaBoaa o6pasia
Bpewms peructpauuu cnekrpa
BpeMst npOMBIBKH CUCTEMBI
Jvana3oH CKaHUPOBAHUS
BHyTpeHHul cTrangapt

1350 Bt
<4 Br

0,8 - 0,95 n/mun
16 1a/muu
0,9-1,2 a/mun

0,8 -1 wi/Mun
Meinhard
60 ¢
100 ¢
240 ¢
9-240 a.e.m.
193Rh 2 (ppb)




ELEMENT 2
(Finnigan MAT, Germany)

- MacC-CIIEKTPOMETP BBICOKOTO Pa3pELICHUS C
JIBOWHON (POKYCUPOBKOU

Paspemienue:

Bo3MosxkHa peructpalnius crekrpa B Tpex paspemenusx (R):
» uuskoM (Little - LR)-300,
» cpeanem (Medium -MR)- 4000 u
» BbeicokoM (High - HR) -10000 M/AM ((a.e.m.),

rae M — macca onpeaensieMoro 3JeMeHTa,
AM pa3HOCTh MACC MMKOB KOHTYPOB CUTHAJIOB aHAJIUTA U
BIIMSIFOIIETO KOMITOHEHTA.

KBagpynonbHble MC no paspelueHnio cooTBeTCTBYHOT pexumy LR.

HyBCTBUTENbLHOCTL:
~500000 cps per 1 ng ml-1 Rh npn LR, ~25000 - MR and ~5000 - HR

( kBagpynonbHbii NexION 300d - ~20000 cps per 1 ng ml - Rh )




OCHOBHbIE€ HaNOXEeHUS Ha npeanoYTUTENbHbLIE
U30TOoNbI onpeaensemMbIX 3NeMEHTOB,

m/z S OcHOBHBIE HAJIOKEHU A
(A, %)
45 | Sc (100) “Si'°0 (MR),”’Zr"" (>HR)
481:37 50:35 50,35
Ti’'Cl (*HR), °Ti*’Cl (>*HR), °Cr"Cl (>HR),
85 |Rb(72,17) |46 p 1 HR), “Sc®Ar (>HR)
86 Isé(a’??ﬂ “Ca¥'Cl (HR), “Ca*Cl (>HR)
72 16 481-:40 5Ty 737 52
Ge'°0 (HR), “Ti"Ar (>HR), >'V°'C1 ** (>HR),
88 Sr (82,58) 52CI'36AI' (>HR)
89 | Y (100) "Ge°O (HR), “Ti"Ar (>HR), **Fe”Cl (>HR), **Sr'H
(>HR)
74 16 54+~ 36 55 35
Ge'°0 (HR), **Fe’°Ar (>HR), >>Mn"Cl (>HR),
PO | 2rOLAS) o1 ar (>HR), 'CrAr (>HR)
571 .36 561> 37 S8N\T:35
Fe’Ar (> > >
93 | Nb (100) 53(;40 Ai E>§§;’ Fe"C1(>HR), "NI7CL, (>HR),
151 |Eu(47,82) | "’Ba'°O (HR)
157 | Gd (15,68) | '*'Pr'°O (HR)
158 | Gd (24,87) | “*Dy (>HR), '**Ce'°0 (HR), '**Nd'°0O (HR)
160 | Gd (21,90) | 'Dy (>HR), '**Nd'°0 (HR),'**Sm'°O (HR)
159 | Tb 100,0 ““Nd °O (HR)
162 | Dy 25,53 “Nd"°O (HR)
163 | Dy 24,97 Sm'°0 (HR)
165 | Ho 100,0 “Sm'°0 (HR)
166 |Er 33,41 "Nd'°0 (>HR), ""Sm'°O (HR)
167 | Er 22,94 PIEu'°0 (HR)
169 | Tm 100,0 | "’Eu'°O (HR)
172 | Yb21,82 °Gd'°0 (HR)
173 | Yb 16,13 7Gd'°0 (HR)
175 |Lu 97,41 *Tb'°0 (HR)

8 CKobkax - mpebyembie
PEXUMbI  paspeweHuss o
maccam MR unu HR

Hanoxenus MacC-CIIEKTPOB
OIHO- WX JNBYX3apSAJAHBIX MOHOB
Pa3JIMYHBIX DJIEMEHTOB W/WJIM WX
MOJIMATOMHBIX MOHOB Ha CIIEKTPHI

M30TONOB  AQHAJIUTOB  MOTYT
JaBaTh CYIIIECTBCHHBIC
CUCTEMATHYECKHE TOTPEIIHOCTH
(3aBBIIICHUE pE3yIbTaTOB
aHaJlu3a) W  TNPUBOJUTH K
YXYIIESHAIO peJeioB
OOHApyXEHUSI.

3 TaOIALIBI BUJIHO:
OOJBIIMHCTBO AHATUTHYECKHUX
M30TOIOB HEO0XO0AUMO

pPETUCTPUPOBATH B  BBICOKOM
pa3pemennu HR .



Macc-criekTpsl B
HHTEpBaJje M/z:

150-152 B

pe:xxkumax MR u

HR.

Irtensity [cps]

Time:

10:55:02 hethod:

Resolution: Medium Maz=s Range: A150.9000 - 150 3400
Number: 101 Pudit Trail :
. 151
Intensity (cps) Eu MR |
25000
20000
a0
135 16
Ba O
250004
W
= =)
£ 20000
it
c
i
=
150004 Lao
100004
20
S0004
ol |0
150.300 150905 150.310 150.915 150.920 150925 150.930 150.935 150.340
tass [u]
Tirne: 10:53:51 tethiod:
Re=alution: High M=== Rangs: 50,9007 - 150.9407
Humber: 1 0f 4 Audit Trail:
Intensity (cps) "“Eu HR
100
2500
20004 =
1500+ =0
i 0
1000 135 16
Ba O
5004 =0
ol ]
150,910 150915 150,920 150,925 150.920 150.935 150,940

150,200

150,905

M==zs [U]

[4] psum - By

[ Ap=u=u) =y



Macc-cnekTpbl B HHTepBaJjge m/z: 156-152
B pexxumax MR u HR

Intensity (cps) Intensity (cps)

2000007 151}d ]5?}d
16000+
MR (a) HR (b)
1500001 llp 160y 1
12000+
100000+ 14144 16
8000 Pr O
7 N |
i b oLl v -

156.88 156.90 156.92 156.94 156.96 156.87 156.89 156.91 156.93



PacnpepeneHue P33 B ctaHaapTHOM obpa3ue

6asanbTta JB-2 B Tpex pexunmax (LR, MR, HR)

nopoaa/xoHapuT

100

RN
o
|

JB-2

v j ﬂ‘.‘/—’ z A
ﬁ!(/f/ ﬁ!

e

“\\ v.\—/.\-’ — V\i.\ :“\ ""X

—e—LR/xoHap —=— MR/xoHap

A HR/xongp ATT/XOHAP
La Ce Pr Nd Sm Eu Gd Tb Dy Ho Er Tm Yb Lu
139 140 141 143 149 151 160 159 163 165 166 169 172 175




PacnpeaeneHune P33 B cTaHpgapTHOM obpa3sue
noyBbl GSS-3 B Tpex pexumax (LR, MR, HR)

nopoaa/XxoHApUT

GSS-3 —e— LR/xoHgp
—a— MR/xoHap

1000 —a— HR/xoHap |-

ATT/X0HAP

100 - QX,
=

{>

1 I I I I I I I I I I I

la Ce Pr Nd Sm Eu Gd T Dy Ho Er Tm Yb Lu
139 140 141 143 149 151 160 159 163 165 166 169 172 175

Ba ~ 1200 r/T



PaspeweHune °V ot mewatowmx komnoHeHT 3°CI°0 n 193Rh**

49.94396 51, 50.93054 50.93859

LR MR HR

lIpobaemvl npu uzmepenuu 8 8b1ICOKOM pPa3peuieHun:

 npu HR uysctBUTENBHOCTE MCII-MC curHana CymecTBEHHO YMEHBIIAETCS IO
cpaBHeHuto ¢ MR (B pexxume MR nmagaet no cpaBHenuto ¢ LR ~ B 15-20 pa3, a B
HR cootBercTBeHHO ~ B 50-90 pa3), 4ToO HE MO3BOJISICT YBEPEHHO PETUCTPHUPOBATH

CUI'HAJ aHAJINTA C HU3KUM COACPKAHUCM.

« i1 HR TpebOyerca TmiaTtenbHas HACTPOWKA MAcC CIEKTPOB - YBEIUYMBACTCS
BpeMsi MOATOTOBKM IMpuUOOpa K aHanu3y. Bo3pacraeT Takke BpeMsi PErucTpalyuu
CIIEKTPOB, YTO CBSI3aHO C HEOOXOJIWMOCTHIO HAKOIUJIEHUSI JOCTATOYHOI'O YMCIa

HUMITYJbCOB JIA ITOJTYUYCHUA CTATUCTUYCCKHU JOCTOBCPHOI'O CUI'HAJIA.

B cBs13M ¢ 3 THM PEC€KUM BbBICOKOI'O pa3speiiCcHusl CJICAYECT HCII0Jb30BaAThb

TOJILKO B HEOOXOAMMBIX CJIYyYasiX - IPU CUJIbHBIX HHTEeP(depeHIusX.



BpemeHHon papend B pexmmax MR n HR oTHocuTenbHom
/lrn) HekoTopblx wu3otonoB P33 pana pacrteopa JGb-1.

CTabOMNbHOCTb aHaNMUTU4YeCKoOro curHana

MR —=— Ce 140 (HR) —a—Eu 151 (HR) —e— Gd 157 (HR) —e— Tb 159 (HR)
—o— Dy 163 (HR) —a— Yb 172 (HR) —o— Hf 178 (HR) —o— Rh 103 (HR)
1,4
& 12
~ 1,0
2 08
0,6
0 30 60 90 120 150 180
BpemMs (MUH)
HR
1,4
7 1.2
~ 1,0
2 08
0,6
0 30 60 90 120 150 180
Bpems (MUH)

MHTEHCUBHOCTU
NHTEHCUBHOCTHU

{

n3oTon

HOpMarmM3oBaHbl K X cpegHen BenuynHe. BnagHo, 4to ctabunbHocTb B HR Xxyxe, yem B
MR, HO He npeBbiwaeT + 20%.



MaTpuydHbIn 3 eKT

* MakpokOMMNOHEHTbI NPO6 C HU3KUMM 3Heprnamu noHmsaumm (K, Na,
Ca, Mg wv HekoTopble gpyrue) wmoryT Bnuate Ha WCII-MC
MHTEHCUBHOCTb TMPUMECHbIX 3NEMEHTOB, WCKaXkada pesynbTaThl
aHanunsa (Tak Ha3blBaeMblil MaTPUYHbLIN 3PGEKT).

« [na ero wucknw4veHnss Hanmbonee od@dPEKTUBHBIM CnNocobom
ABNsieTcsl pasbaBneHne roToBblX PacTBOPOB NPod AeMOHN30BaHHOW
BOOOW A0 MakKCMMarbHO  BO3MOXHOMO0 YPOBHS, KOTOpPbIN
nMMuTnpyeTcs KOHLUEeHTpauuen onpegensembix MNPUMECHbIX
9NIEMEHTOB.



NposaBneHna matpunyHoro adpdeKkra npu aHanumse
weno4Horo rpaHuta Clr-4 (perncrtpauus B MR)

~ rpaHuT CI'- 4 (cpegHee paspelleHune)

CM3M /CO

0,6

1,2 -
S o
% ,g 10 — == >~~~ —— —— — — — — —
o I
8 OSJ 08 4 N NN - N~
- ——45Sc —=—-La139
o 06 a
T ’ ——Yb 172 —+—-Rh103

—x— Ar40
0,4 \ \
10000 5000 1200 800 600
1,4 -

——10000 —=-5000 —»—1500 =800 —«—600

Sc
45

La
139

Ce
140

Eu
151

Gd
157

Tb
159

Dy
163

Er
167

Yo Th
172 232

K,0 + Na,O ~ 9%

a) 3aBMCMMOCTb BESIMYUHDI
NCT1-MC curHana oT
dakTopa pasbasneHusa (OP)
pacTBOPOB.

[Mpw yMeHbLUeHun OP
HabnogaeTcs nageHue
MHTEHCMBHOCTU Sc, La wu

Yb. AHanorn4Ho BenyT ceb4
Rh un Ar.

0) aHanunsa

CM3M HEKOTOPbIX
9NEeMEHTOB, OTHECEHHbIE K

C, npu ®P=10000. Pacuet
No BHYTPEHHeMY cTaHaapTy
- 103RhK.

OTKNoHeHus CI/I3M/CO He
npeBbILLIAOT 20%, 3a
ncknroveHnem La u Ce.

Pe3ynbtathl



NMposBneHusa matpn4Horo adbdekra npu aHanuse
weno4yHoro rpaHuta Clr-4 (perncrtpauusa B HR)

rpaHuT CI'- 4 (BbiCOKOE pa3pelueHune)

12 - K,0 + Na,O ~ 9%
Se 10
T o a) Tak e kak npu MR,
25 08" C YMEHbLUEHNEM CTemneHu
g °;> —+—45Sc  -=—La139 pa3baBneHus
e 067 . w173 = Rh103 —  HabnwogaeTcs  nageHve
04 | TAr40 | MHTEHCMBHOCTN Sc, La u
10000 5000 1200 800 600 | Yb. AHanorm4Ho BegyT
cebda Rh u Ar.
14 1 ——10000 —=— 5000 —»— 1500 —=— 800 ——600
o 12- 6) OTKNOHEHUs  OT
% 10 - KOHTPOMBbHOIO U3MEpPEHUS
™
Sl Yo C,., (10000 pa3) ansa scex
’ 9NEeMeHTOB He
0,6 ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ | ‘npeBblwaloT £ 20%.
Sc La Ce Eu Gd Tob Dy Er Yb Th
45 139 140 151 157 159 163 167 172 232




MuHnMu3anus NOrpeurHocTe Ha OTAEJbHBIX ITAamax
UCII-MC anaJjin3a

Ocnosuvie mp€60661HM}ZI

IPOU3BOAUTCS  TIpaayMpoBaHHMe ¢  NOMOIIbI  cepTHGHUIHUPOBAHHBIX
CTAaHJAAPTHBIX PacTBOPOB BeAymmx (GupMm. /i epadyuposanus npu pacuemax
CcOOepIicanull  dleMeHma 6 Npobe  Mbl  UCNOIb3YeM  MHO20IIeMEHMHbLe
cepmuguyuposarnuvie pacmeopwvl (CLMS-1-4, SPEX, CIIIA). /[na cmabunuzayuu 6
pacmeope maxux d1emenmos, kak Zr, Nb, Ta u Hf oobasnsemcs 0.05 % HF,

HCKJIIOYAETCH BO3MOXKHOCTH “3apamkeHuss pactBopoB. [l »Toro mpu
IIPUTOTOBJICHUH BCEX PACTBOPOB (IIPOMBIBOYHBIX, XOJOCTBHIX M I'PaayHPOBOYHBIX)
HCTOJB3YETCS BOJY, OYHMINEHHYIHO C IoMomipio  ammapara Millipore-ELIX-3
(Millipore SA, ®Ppanuus), a maxowce peakmusbl 8blCOKO20 KIACCA MOYHOCMU
(“nepecnannvie* kucromol u supra pure u ultra pure HNO; - Merck, I'epmanus);

nocie ‘“‘Oorarbix” mNpoO MPOU3BOAMTCH JIMTEJIbHAsI TMPOMBIBKA CHUCTEM
2-5% HNO;;

KOHTPOJIMPYETCH COAep:KaHue cojieii B pacrBope - He 0Oosee 0,1%
(ucnionp3yemsblie pakTopsl pazdoasieHus: 2000-5000-10000);

g ydera apedpa UCII-MC curnana v Marpu4Horo 3gp@exra HcCroyib3yercs
BHYTPEHHUU CTAHAAPT




KOoHTpoOnb NnpaBUNbHOCTU U
MeTpPONorm4yeckme XxapakTepucTuku

KoHTponb npaBUNbHOCTU pe3ynbTaTOB aHanui3a BbINOMHANCA C MNOMOLLbIO
reonorn4yeckmx ctangapTHbeix obpasyoB CO 6nm3koro coctaBa n 06bIYHO OLIEHMBAETCH
KaK C,./Carr

Ona P33 Takke nyTeM NOCTPOEHMA HOPManM3oBaHHbIX MO XOHApPUTaMm
pacnpeneneHunn.

NokasaTenamn NOBTOPAEMOCTU, BOCNPON3IBOAUMOCTU (BHYTpUnabopaTopHOW
MPEUN3NOHHOCTIN) CITYXUT BENUYMHA OTHOCUTENBHOrO CTaHOAPTHOIO OTKMOHEHUs S..
Ob6bI4yHO OHa HaxoauTtcsa B nNpegenax 5-15%. [ns anemMeHToB, MMELLUX coaepXaHus
B obpasuax Ha npegene obHapy>XeHUst U HUXKe, a Takke Ansa TpyaHoonpeaensemblx
anemMmeHToB, Takmx Kak Zr, Nb, Ta, Hf, Sc n ap. Bospactaet no 20 - 30 %.

MNMpepenbl oOHapyXeHUsN:

MO=K * (C; + 3*c)

rine C; — cpeaHee 3HaUE€HUE COAEPKaHUS 3JIEMEHTA B XOJIOCTOU MPOOE;
O —CPEIHEKBAIPaTUYHOE OTKJIOHEHUE U3MEPEHUM SISl KOHTPOJIBHOTO OTIBITA,
K - xoaddunment pazdbaBieHus pacTBopa TBEPIAOM MPOOHI.

Benununna MO, 3aBucswas ot MHOrMxX dakTopoB, OLlEHMBAETCS MNpU aHanmse
Ka)xaon napTum npob



Mpenenbli o6HapyXeHUus1 Npu aBTOKITaBHOM Pa3fioXXeHUU

Can 11O, MKr/T
HN3oronnl | B JP-1, MKI/T
[lepunoTur LR MR HR
141p,. 0,0089 0,0009 |0,0020 |™¢
HU3M.
BSlpu 0,0025 0,0006 [0,0019 |0,0021
5Gd 0,0096 0,0012 |0,0038 |0,0074
37Tp 0,0021 0,0006 |0,0008 |0,0010
1¢py 0,018 0,0010 |0,0020 |0,0033
15Ho 0,0036 0,0004 |0,0010 |"°
HU3M.
19T m 0,0024 0,0005 |0,0007 |"°
HU3M.
12yp 0,021 0,0008 |0,0025 |0,0036
8 0,13 0,003 0,006 |0,007
238y 0,012 0,0013 [0,0014 |"°
HU3M.

OueHka npenenos
obHapyxeHus ([1O) - no
30 KpUTEpPUIO, KUCINOTHOE
pasnoxeHne obpasuoB B
aBTOKNaBax
(pasbasneHune -2000 pa3s)

[1na cpaBHEHUS
npuBedeH:.l
aTTeCTOBaHHbIE
cofepxaHus B
cTaHOapTHOM obpasue
nepugoTtnta JP-1

C A+ > MO npu Bcex
paspeLleHnsax



BbIBOAbI

e  DKCIEpUMEHTAIbHBIC HCCIEIOBAHUA TMOKA3bIBAIOT, YTO [JI1 MOJIHOTO HCKIIOYEHUS
BCEX BO3MOXHBIX MHTEpepenrii HEOOXOAUMa PETUCTpalldsl CIEKTpa B BBICOKOM
pa3pelIeHrnn, OJHAKO, IPU 3TOM - 1Mo cpaBHeHUIO ¢ LR n MR - HaOmogarTcs Xyamme
METPOJOTUYECKUE XAPAKTEPUCTUKH (CTAOMIBHOCTD, MIPEICIIbl OOHAPYKEHMUS).

B cBs3M 3TUM 1e71eco00pa3HO MPUHUMATh ONTUMATIbHO-KOMIPOMUCCHBIE PEIICHUS:
YUYUTBIBAs 4YTO, HEKOTOpbIE HMHTEP(EPEHIMM HE 3HAYMMbI MPU HHU3KUX COJICPKAHUAX
MEIIAIMMX KOMOOHEHT. Ha mnpakTuke ONTHMAJBbHBIM PeXKUM PpaspelieHus
BbIOMpPaeTCsd MHAUBUAYAJIBHO ISl KAKI0I0 AHAJIMTHYECKOI0 U30TONA B 3aBUCUMOCTH
OT COOTHOIICHUH KOHIEHTPALMH BJIUSAIONICT0 U ONPeAeasieMoro 3JIeMEHTOB.

CampiMu ipoOaeMHBIMU djieMeHTaMH sBJsA0TCA Gd, Eu, Th u HekoTOpbIe Tskebie
P33, xoTophbie NMpaBUIBHO OMPEACIIIOTCA TOJIBKO B BBICOKOM PA3pEIICHUH.

« B ciuyuasx, korga mpeaenbl oOHapykeHuss HR Belllie cojepkaHus aHaIUWTOB B
ucciaeyeMoM 0o0pasiie, BO3MOXKHA PErUcTpanusi X u30TonoB B Oosiee HU3KOM (LR wim
MR) pexxume ¢ ocieayoiie KOppeKIuen BeIMYUHbI K3MEPEHHOTO CUTHAJIA.



CpeaHune KoHUeHTpauumn (MKr/r) npy uamepeHuu
pacTBOPOB U fla3epHoOU abnauuu

JIHIIL-1 (s1epuoJiuT)

Amd-1 (ampubdo.1)

JaemenT|PactBopsl UCII-MC| JIA - UCII-MC ||PactBopsl UCII-MC| JIA - UCII-MC
CDaCTBODbI Y% Sr Cnasep Y% Sr CDaCTBODbI % Sr C.ﬂa3ep Y% Sr
Y 4,24 4,3 4,17 1,5 22,7 4,2 21,1 3,7
Zr 10,8 5,3 10,6 0,9 64,9 4,0 61,6 1.4
Nb 0,83 8,0 0,85 12 2,09 5,1 2,16 6,7
La 1,47 6,2 1,44 1,2 2,95 5,7 2,82 2,7
Ce 3,32 5,9 3,18 5,7 8,70 3,8 8,81 4,7
Pr 0,42 5,3 0,40 2,8 1,51 3,5 1,46 1,7
Nd 1,80 4,8 1,83 2,2 8,35 2,9 8,17 2,5
Sm 0,54 5,3 0,55 1,3 2,77 2,4 2,87 1,9
Eu 0,18 5,1 0,17 4,5 0,87 4,4 0,83 4,8
Gd 0,57 5,7 0,57 5,3 3,39 4,6 3,19 6,1
Thb 0,10 6,0 0,12 5,4 0,58 5,0 0,57 4,8
Dy 0,69 4,2 0,68 1,2 3,67 3,7 3,53 4,6
Ho 0,15 6,2 0,16 5,7 0,83 4,3 0,80 3,4
Er 0,46 3.8 0,46 4,1 2,38 5,3 2,12 5,0
Tm 0,070 5,1 0,067 6,2 0,34 3,8 0,31 3,7
Yb 0,46 4,1 0,46 0,7 2,16 4,5 2,02 2,0
Lu 0,072 4,1 0,073 3,0 0,34 2.7 0,293 6,3
Hf 0,35 9,7 0,31 9,8 2,16 5,9 2,12 4,7
Ta 0,030 17 0,047 21 0,13 11,6 0,14 8,3
Th 0,13 12,5 0,12 11 0,35 9,1 0,36 14
U 0,073 5,7 0,096 17 0,53 4,9 0,50 13
n=6 n=4 n=6 n=4




Onepaunonnnbie yciaosusa UCII-MC anaausa

KBajapynoabHbIi Macc-CIIEKTPOMETP
NexION 300d (“PerkinElmer”, Kanana)

c2011r.
BeYTCSI MeTOANYECKHE PA0OTHI

NHayKTHBHO-CBSI3aHHAA
mia3Ma.

BrIxogHass MOITHOCTB
OTtpaxeHHast MOIIHOCTh
Pacxonp! ra3oBBIX IIOTOKOB
(Apromn):

B pacIbUIUTENE
MJ1a3MO000Pa3yIOIIETO
BCIIOMOTATENBHOTO
CKOpocCTh MoJIauu pacTBOpa
(c moIKavKOM)
Pacneumnrens

Bpewms noasona

Bpewms peructpanuu cnekrpa
BpeMst mpOMBIBKY CUCTEMBI
Jlnarma3zoH CKaHUpPOBaHUSA
BHyTpeHHuli cTagaapt

1300 Bt
<4 Br

0,88 n/mun
>15,9 a/mun
1,2 n/mMuH

0,6 mu/mMuu
KOHIIEHTPUYECKHUI
OOpOCUITUKATHBIN

40 ¢
30 ¢
120 ¢
9-240 a.e.m.
103Rh 10 (ppb)
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