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Paspaborana MeTo[uKa KOHIIEHTPUPOBAHUS IPUMECEH B BBICOKOYHCTOM JUOKCHIE T€PMAaHUs
(GeOy) ¢ mprMeHeHreM MHUKPOBOMHOBOU crcreMbl mpobomoaroroBkd MARS 5. OcaoBy 1mpo6bt
VAAISAIN IMyTeM mapoasHoN OTTOHKM repManus B Buje Jerydero terpaxiopuna (GeCly). Bor-
GpaHbI TapaMeTpsl Pab0Thl MUKPOBOIHOBOM CHCTEMBI, FAJIOTEHUPYIOIIHIA PEAreHT U YCIOBHS OT-
JIeJIeHUsI OCHOBBI ITPOOKI 6ostee ueM HA 99 %. Paspaborana KOMOMHUPOBAHHAS METOIUKA KOJIHYe-
crBenHoro xumudeckoro ananusa (KXA) GeOqy MeT010M aTOMHO-9MUCCHOHHOM CIIEKTPOMETPHH C
myroii mocrossaaoro Toka ([IIIT-A9C) ¢ muorokananbabM aHaauzaTopoM criekTpoB MAIC mpo-
usBozicrBa «BMK-Ormrrosnekrponnka». OmpeneneHo oCTaTouHOe COMepsKaHre TeépMaHus B pac-
TBOpax, MOJMYIEHHBIX IOCTe Mapod)asHOM OTTOHKHM OCHOBBI mpobbl. Ilokasamo, 4To mpemesnsr
oouapy:xeuusa (I10) 46 smemenror mpu JIIT-A9C amanuse muoxcuma repMaHus C MpeaBapH-
TEJIBHBIM KOHIIEHTPUPOBAHWEM IpPHMeced HaxoaaTcs B auanaszoHe n - 108 —n - 104 % mace.
IIpasunbrocTs KoMOuHUpoBauHok JIIIT-A9C MeTomuky MOATBEP:KIEHA SKCIEPUMEHTOM «BBe-
JeHO — HalJIeHO».

KiroueBsbIe €10Ba: aTOMHO-3MUCCHOHHAS CIIEKTPOMETPHS C JAYTOi TIOCTOSHHOTO TOKA; IIPeJBa-
pHUTEIbHOE KOHIIEHTPHPOBAHWE IIPUMeced; Mpeeibl 00HAPYKEeHUT; BHICOKOUUCTHIN [HOKCH]]
repMaHuUs.
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A method for trace element concentration in the microwave accelerated reaction system MARS 5 is devel-
oped. The vapor-phase distillation was used to remove high-purity germanium dioxide matrix as volatile
germanium tetrachloride (GeCl,). We specified operating conditions of the microwave system and chose a
halogenating agent and its volume. The method of quantitative chemical analysis of germanium dioxide
by direct current arc atomic emission spectrometry (DCA AES) was developed. The unit for analysis is
equipped with a multichannel spectrum analyzer MAES produced by “VMK-Optoélektronika”. We also
determined the residual content of germanium in the resulting solutions after vapor-phase distillation.
The limits for detection of 46 trace elements in DCA AES analysis of germanium dioxide with preconcen-
tration of trace elements ranged from 0.5 ng/g to 1 pg/g. We carried out validation of the combined proce-
dure using “spike test”.

Keywords: direct current arc atomic emission spectrometry; preconcentration of trace elements; high
purity germanium dioxide.

Bricokouncteiii GeO, mpumenseTca B PEHTTEHOB- HOBe TepMaHHUA [JI W3TOTOBJIEHUA TPAH3UCTOPOB,
CKOH CIIEKTPOCKOIIMH, 3JIEKTPOHHOH IIPOMBIIIIIIEHHO- BBICOKOCKOPOCTHBIX HWHTETPATbHBIX CXeM M T.IL
CTH W MeAHIHHE. JJIEeKTPOHHAS IPOMBIIIEHHOCTD Bricokouncreiii GeO, BBICTyIIaeT MPEeKypcopoM s

HCIIOJIb3yeT IOJIYNPOBOTHUKOBBIM MaTepHall Ha OcC- MPOU3BOJCTBA (PYHKIIMOHAIBHBIX MATepHUasIoB, Ha-
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Ta6auna 1. JlureparypHsiit 0630p paHee omy6anKoBaHHbIX MeTonuK ananusa GeO, ¢ mpegBapUTeIbHBIM KOHIIEHTPHPOBAHHUEM

npuMecen
Yucno
Heros- IIpo6omoaroroska orpeneLd- Merog ananmmusa 110, % mace.
HUK €MBIX 3JIe-
MEHTOB
[2]  Orrouka Ge ¢ razoo0pasHbIM XJIOPOM M APTOHOM B KA4eCTBE 56 HCII-MC, AAC-9TA 3,3-109-1,8-10%6
rasa-HOCHTeJIs ITocjie 00e3BoKUBaHUs Ipu Temmeparype 84 °C
[8] PacrBopenme GeO, B mpensapurensHo ounmennoi HCl mpu 25 HCII-ASC 5-10°9-2,0-10°6
HarpeBanuu B Tepmocrare npu 80 °C, orrouka B Bune GeCl, 24 STU-UCIL-ABC
[9] Pacreopenune GeO, B mpensapurensao ouumnernsoi HCl mpu 7 AAC-9TA 1-108-1-107
HarpeBanuu B Tepmocrare mpu 80 °C, orrouka B Buze GeCl,
[10] PacrBopenue GeO, B npensapurensuo ounmentoi HCl mpu 31 JIIT-A9C 5-108-4-105
HarpeBanuu B Tepmocrare npu 80 °C, orrouka B Bune GeCl,
[11] PacrBopenue GeO, B cmecu kucaor HNO; u HCI (1:1) B aBToO- 63  HCII-A9C, UCII-MC  4-10°-7-10+
KiaBe, ynapusaHue jocyxa, pacrsopenue GeO, u mapodas- 39 UCII-ADC. UCTI-MC  1-10-0—75- 106
Has orrouka GeCl, B aBToknaBe ’ ’
[12] TIIapodasuas orronka Ge B MEKPOBOJIHOBOM CHCTEME, B CMECH 12 HCII-MC 4-108-3,4-10°
rucror HNO;: HCI (1:3)
[13] Pacreopenue GeO, B cmecu HNO; u HCI (1:5) B kBap1ieBsIx 16 HCII-A9C, UCIT-MC, 2-107-14-103

cocyJax Ipy HarpeBaHUU. Y TAPUBAHUE [OCYXa, PACTBOPEHIE

AAC-9TA

MIOJTy4eHHBIX coJel

MpUMeEp, TIPYU BBIPAIWBAHUN KPUCTAJJIOB OPTOTEp-
MaHaTa BHCMyTa — JETEKTOPOB Y-uaiaydeHua [1];
IpH TIPOU3BOACTBE JTIOMHHO(OPOB I/ TIOMHUHUC-
IEHTHBIX JIAMII ¥ KaK KaTaJIu3aTop IPU IPOU3BOJ-
CTBe TTONUITHIeHTepedTaATeBOM cMobl [2, 3].

KauecTBo (hyHKIIHMOHATBHBIX MATEPUATIOB Ha OC-
HOBE TE€PMAaHHs OIpeessierTca IMPUMECHBIM COCTa-
BOM, OJTHAKO BJIMSHUE OT/EIHHBIX HJIEMEHTOB HA Iie-
JIeBbIE€ CBOMCTBA [0 KOHIIA HE BBIACHEHO, II03TOMY
Ba)KHO MMeTh Hambojee MOJHYH HH(POPMAIIUIO O
XUMHUYECKOM COCTaBe IIpeKypcopoB. TexHuueckue
ycnoBua 48-4-545-90, npuuareie B «['mpemmer»,
periamentupyior onpenenenune B GeO, 11 mpume-
ceit meropom JIIT-A9C ¢ npenenamu obHApYKeHUA
107 - 108 % macc. [4].

Paspa6orka xomMbuHMpoBaHHBIX MeTOnuK KXA,
COUETAIOIINX MIPEBAPUTEIHHOE KOHIIEHTPHPOBAHIE
mpuMeced ¢ BO3MOKHOCTIMH HHCTPYMEHTAIbHBIX
METOMIOB aHa/IN3a, MO3BOJAET CYIIeCTBEHHO YJIyd-
AT METPOJIOTHYECKHE XapPAKTEPUCTHKH, HUCIIONIb-
30BaTh IPEACTABUTEIbHBIE HABECKHU ITPO0 U TOCTUID
ITO amamuroB Ha yposHe 1076 - 10710 % mace. [5],
a Tak/Ke yCTPaHWUTDH MEIAIOIue BIUIHUA MaTPHY-
HBIX KOMIIOHEHTOR.

lepmanuii iMeeT HECKOJIBKO JIETYINX TATOTEHH-
0B [6], B aHAMUTUYECKOW MpaKTHKE daIle BCEero
MPUMEHSIOT OTTOHKY OCHOBBI IPOOLI TepMaHUA B
Buge terpaxiopuma GeCl,, remmeparypa KuieHus
rKoroporo — +83,4 °C [7].

B Tabn. 1 mpeacraBienbl pamee OmyO6JIMKOBaH-
Hble paboThI IT0 aHAIN3Y OKCHAA repManud. Bo Beex
paborax, kpome [2], [11, cmocob 3] u [12], ucmonbso-
BaJIH TOATOTOBKY 00pAa3IlOB B IBE CTANH: PaCTBOPE-
HHe HaBEeCKH U yJajieHHe TepMaHHus B BHJE TeTpa-

xnopuga. IIpomenypa pacrBopenus HaBecku GeO,,
omucanHasg B paborax [8 — 10], sanumaer 5 -6 4, a
OTTOHKA repManus B padore [2] — 5,5 4.

Hensio macroamiei paboTsl OblIa paspaboTka
KOMOMHHPOBAHHOM METOAWK! aHATH3a BBHICOKOYHC-
toro GeO, meromom JIIT-A3C c¢ amammsaTopom
MAOSC, sBrmouaroiiell mOpeaBapUTeIbHOE KOHIIEH-
TPUPOBAHKE TPUMECEH C HCIOIb30BAHUEM MHKPO-
BOJIHOBOH cHCTeMBI. (19 KOHIEHTPHUPOBAHUA IIPH-
Mecel IPUMEHATH NapoasHy0 OTTOHKY repMaHUs
B Buje serydero GeCl, B craHgapTHBIX aBTOKIABaX
IJII MHUKPOBOJIHOBOM CHCTEMBI IIPOOOIIOATOTOBKH
MARS 5 (CEM, Matthews, CIIIA). Ilapocasuas or-
TOHKA OCHOBBI IIPOOBI TIPOUCXOZUT 0e3 KOHTAKTA
peareHTa ¢ 06pasioM, YTO II03BOJIAET UCIOIH30BATh
peaxTuBHI 63 TOTMOIHUTENBHOH O9HCTKH. [l 9TOTO0
OBbLT M3TOTOBJIEH BKJIAJBIII CIIEIIHATBHON KOHCTPYK-
WY IS CTAHAAPTHBIX KOHTPOJILHOTO W pabodero
aBTOKJIABOB (CM. PUCYHOK). B yruybaenus 4 drop-
IIJIACTOBOTO BRianblia momernanud HaBecky GeO,
(mo 250 Mr B Tpex A4YelKax), B aBTOKJIAB BHOCUJIH
20 ma HCI (ocu).

Cxema aBTOKJIaBa CO BKJIAIBIIIEM [T
napog)a3HOro BCKPBITHUA W KOHIIEHTPHU-
poBaHud 1po6: 1 — maTIUK TEMIIEpaTy- |
PBI; 2 — KPBIIIKA aBTOKIABA C BBIXO[OM fg
VI TaTYMKA JaBIEeHUd; 3 — aBTOKJIAB IK;
XP-1500Plus; 4 — yruy6aenwue ¢ 1mpo-
60¥ HMIM KOHTPOJBHBIM OIBITOM; 5 — H—
¢hropormacToBBIN BEKIAABINT, 6 — IIOJ-
CTaBKAa JJIA BKJIAJBINIA; 7 — PEeareHThbI

N O A W
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B xopme pabors! 0bLTH BhIOPAHBI: BpeMs PabOThI
MHUKPOBOJHOBOHM TeY! 75 MWH, MAaKCUMATIbHAA TEM-
meparypa HarpeBa 180 °C u MakcuMagbHOE [IaB-
merme 17 atm. Ilocie mporexypbl OTTOHKM B Tpex
yIIIyOJeHUAX (PTOPILIACTBOTO BKJIAJBIIIA TOIYIUIN
PacTBOPBI, KOTOpPbIE HMPEACTABIAIN co00i GecrBer-
HYI0 KUIKOCTb 00bemom 200 — 300 mka. B momyuen-
HBIX PACTBOPAX OIPENEIUIN OCHOBHOH KOMIIOHEHT
merogamu MCII-A9C (iCap 6500 Thermo Scienti-
fic, CIITA) u MII-ASC (4100 MP-AES Agilent Tech-
nologies, CIIIA): comep:xanve Ge He MTPEBBIIIATIO
1 % or ucxoxguoro. Omnpenenenue repMaHus IPOBO-
IWIN C WCIOJb30BaHWEM 00Pa3I[0B CpPaBHEHUA Ha
BOZHOHM OCHOBE, IIPUTOTOBJIEHHBIX U3 OJHODJIEMEHT-
HOTO pacTBopa (Cge = 1000 mr/m), B cTaHmapTHBIX
YCIOBHUAX, PEKOMEHJOBAHHBIX IIPOU3BOIUTENIEM.

PacrBopsI mocie OTTOHKH ITEpeHOCHIN BO pTOp-
racToBble yarnku u ynapuBanu mnox HWK-mammoit
B OOKCe C IPUHYIUTEIHHOW BEHTUIAIMEH Ha Tpa-
¢uroBom moporike (I'TI) ocu 8 —4, comepskamiem
4 9% macc. NaCl. Ilonyuennbie rpaduToBbIe KOHIIEH-
TpaThl OMEMIATH B 3JIEKTPOJbI U PETHUCTPUPOBAIN
CIIEKTPHI C HCIIOJIB30BAHHUEM CIEKTPAIbHOU ycTa-

woBEu ¢ JIIIT B KauecTBe HCTOYHUKA BO3OYIKICHMUS.
B ycraHoBKy BXOAAT: MOAEPHU3WPOBAHHBIN CIIEK-
tporpad PGS-2 ¢ pemerkoit 900 mrrp/mMMm, ocHa-
IIEHHBIA 8-KpHUCTaIbHON (POTOMHUOMHON JITUHEHKOH
MAOSC, u remeparop «lllapoBaa Monuusa» mpous-
BogcrBa «BMEK-Onrosnekrponuka» [14]. Crerrpsl
perucTpupoBau Ipu cuiie Toka ayru 13 A B crex-
TpasbHoM auanasone 205 — 344 um. O0pasibl o
IIOCTPOEHUST TPALYHPOBOYHBIX T'PAQUKOB TOTOBUIU
ua ocuose I'Tl, cogep:xamiero 4 % macc. NaCl u mpu-
Mmecu B auanasone 1105 -1 - 102 % macc. [Ipume-
CH BBOJWIH U3 MHOTOIJIEMEHTHBIX CTAHIAPTHBIX
pactBopoB MIC 1-5 («Crar», 1. HoBocubupck).
O6paboTKy CIIEKTPOB MIPOBOIMUIH C UCIOIb30BAHUEM
POTPaMMBbI «ATOM»>.

Oyenka MemponozUtecKUX XaPAKMePUCIUK
memoduru JIIT-ADC anaausza GeO, ¢ npedsapu-
MeAbHLIM KOHYEHMPUPOBAHUEeM npumeceli 8 MUK-
posoarosoli cucmeme. Ilapodasuas 0TTOHKA O3BO-
JfeT OTAendaTh repMaHuil 6osmee uem Ha 99 %, ero
BIMIHNE HA WHTEHCUBHOCTh AHAJTUTHYECKUX JTUHUH
3JIEMEHTOB-TIpUMeECceH He3HAYNUTeNbHO, mosTomy 110
paspaborannoii meroxuku orenmBamu mo I'1I, co-

Tao6auma 2. Ilpenens: obuapy:xenns npu HIIT-A9C ananuse quokcuza repMaHus C MMPeIBAPUTENb-

HBbIM KOHIIEHTPUPOBaHHUEM HpI/IMeCGﬁ

AnanuTnueckas TUHUSI, HM T10, % wmacc. AnanuTnueckas JIUHUST, HM T10, % wmacc.
Ag 1 328,068 5-108 La IT 333,749 2-10

Al T 308,215 2-108(5-107)* Li I 256,231 1-105
As1234,984 1-10¢ Lu IT 261,542 5-107

Au I 267,595 5-107 Mg IT 280,270 1-106(5-107)
Ba II 233,527 1-10° Mn I 280,108 1-107(1-1077)
BeI234,861 1-107 Mo 1317,034 4-10
BiI306,772 1-10 Nb II 316,340 210
Call 317,933 2107 NiI 305,082 2-10%(2-10)
Cd I 228,802 2107 Pb 1283,305 1-10°8

Ce II 321,894 4-105 Sb 1259,807 4-10°6
CoI242,493 2-10%(2-10) Sc II 255,235 210

Cr 11 284,324 2-10(1-10) Sil288,158 —(2-10%)
Cu I 324,753 4-107(5-107) Sm 1T 338,466 4-10°

Dy II 315,652 210 Sn 1 283,999 1-10

Er II 326,478 610 Ta I 296,332 1-10-°

Eu II 272,778 6106 Thb II 328,504 1-10*

Fe I302,064 -10-6 (5 -10°6) Te1317,513 1-105
Ga1294,3637 -10-7 (5 - 107 Ti IT 308,804 3-10%

Gd II 303,406 2106 Tm II 313,126 5-10%
Hf T 286,637 5-10°6 Y II 321,668 1-10°6

Hg 1 253,652 7-10° Yb II 289,138 1-10

Ho IT 339,898 710 Zn 1213,857 2-10%

In I 325,608 4-107 Zr 11 327,305 2-10°6
K1321,702 5-10°6

* B crkobkax mpuBemeHbI Ipeelbl O0HAPYKeHus deMeHToB coriacHo TV 48-4-545-90.
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Ta6aua 3. Pesymbrars! sKcriepuMenTa «BBeieHo — HaneHo» (P = 0,95)

AHATATHYECKAT Conep:xanue, % macc. X ———— Copnep:xanue, % macc.
JTHHAA, HM Beemeno (n = 3-4) Haiigeno (n = 3-12) JIMHUA, HM Beemeno (n = 3-4) Haiigeno (n = 3-12)
Ag1 328,068 (2,0 £0,2) - 107 (2,0 £ 0,8) - 107 Hf I 286,637 (7,56 £0,9) - 106 (8,9 =0,5) 106
(1,1 £0,1)- 10 (8,0 =3,5) 107 (4,0 £0,6) - 105 (3,3 +0,1)-10°5
(2,0 =0,1)-10°8 (2,1 +0,1)-10°8 (9,0 £2,3)-10* (8,9 +24)-10+4
(8,0 £1,2)-10° (7,9 = 1,2)- 106 Hg I 253,652 (1,0 £0,2) - 103 (8,0 =0,8) - 10
AlT1 308,215 (1,2 +0,1)- 105 (1,0 £0,1)- 105 Ho I 339,898 (1,1 £0,1)- 105 (9,6 =1,0)-10°6
(5,8 £1,5) 105 (4,7 = 0,8) - 105 (4,9 £0,3) - 105 (3,9 =09 -10°5
As1234,984 (1,0 £ 0,4) - 10-3 (7,2 £ 2,5) - 10-3 In 1 325,608 (1,0 = 0,3) - 106 (7,56 = 2,5)-107
Au I 267,595 (1,4 +0,3)-106  (1,7+0,1)- 106 9,5+08) 106  (9,0+0,9) -10°
(8,0 = 1,3) - 106 (6,3 = 1,0) - 106 (4,3 +0,2)-105 (3,6 £0,7) - 105
(1,4 = 0,1) - 105 (1,2 + 0,6) - 105 K1 321,702 (5,0 0,510 (4,2+04)-10°6
(1,8 = 0,6) - 104 (1,9 +0,4) - 104 (1,1 +0,1)- 10" 9,3+0,8)-10°6
Ball 233527  (1,8+02)-105  (1,5=0,2) 105 “41+02)-10°  B5=0,7)-10"
(4,0 = 0,7) - 104 (5,3 + 0,9) - 104 La II 333,749 (4,8 £0,9) - 106 6,7+ 1,9) - 106
Be I 234,861 (L2+02)-106 (9,8 =2,9)- 107 (1,0£02)-10°  (98=08)-10°

(34+02) 105 (3,6 +0,6) 10
LiI 256,231 (1,1 +0,2)-105 (1,1 =0,2) - 10
Lu II 261,542 (46 £0,3)-106 (53 +2]1)- 106
(9,6 0,8 106  (9,1+0,9) 106
(4008105  (3,8%0,7) - 10
Mg II 280,270 (4,6 £0,7)-106 (6,8 + 1,6)- 106
9,6 £1,3)-106 (1,1 +0,1)- 10
Mn I 280,108 (1,0 £0,6) - 106 (1,1 +0,6)- 106
(1,1 £0,1)-105 (1,0 = 0,1) - 10
(42+02) 105  (3,7+0,6) 10
Mo I 317,034 (9,102 106 (84 +0,9) 106
(38+03)-105  (3,2+1,5)-10%
Nb II 316,340 (44 +02)-105 (4,2 +0,8)- 10
Ni I 305,082 (43+0,7-106  (51+1,7) 106
(1,2 +0,1)-105 (1,0 = 0,1) - 10
(38+06)-105 (34 %0,5) 10"
Pb I 283,305 (1,0 £0,4)-106 (1,4 +0,7)- 106

(2,0 £0,2) -106 (2,0 +0,2) - 106
(8,0 £29)-106 (6,6 +2,5) 106
BiI 306,772 (5,0 £0,6)- 106 (6,5 + 1,4) - 106
9,8 +05)-106 (1,0 = 0,1)- 105
(38+1,3)-105  (3,7+0,6)- 10
Call 317,933 (38+09) 105 (4,2 +0,8) 10
Cd I 228,802 (4,7+02)-106 (5,7 +3,8) 106
(1,102 105 (9,9 +0,7) - 106
(2,8 +0,6)-105 (4,1 *1.2)-10°
Ce II 321,894 (51 +1,00-105 (4,9 =0,7) - 10
Co I 242,493 (5,4 +05)-106  (3,1%0,7) 106
88+ 1,1)-106 (1,0 =0,1)- 10
(40 £0,2) 105 (3,4 +0,5)- 105
Cr1 284,324 (44 +05)-106 (4,5 +1,9)- 106
(1,0 £0,1)- 105 (1,0 = 0,1) - 105
(38+03)-105  (3,5+0,5) 10

Cul 324,753 (1,1 £0,1)-105 (1,0 £0,1)- 105 (5.1 + 0.5) - 10-6 (4.0 + 1.6) - 106
Dy II 315,652 (4,2 +0,5) - 10 (3,6 £0,3)-105 (9.7 + 0,1) - 10-6 (9.6 + 0,9) - 10-6
ErII 326,478 (9,2 + 0,8) . 10_6 (9,1 + 0,1) . 10_6 (4 3+0 3) . 10_5 (3 8+ 0 4) . 10_5
48+04)-10°  (39%09)-10° Sh I 259,807 (1,202 -105 (1,1 +0,1)-10°
Eu II 272,778 (4,2 + 0,2) N ].0_6 (5,0 + 1,8) . 10_6 (4 4 + O 3) . 10_5 (3 6 + 0 9) . 10_5
(1,1£03)-10°  (95+0,1)-10° Sc IT 255,235 (4,3+06)-106 (5,6 =1,3)- 10
(3,8+0,1)-10 3,7+ 0,5)-10-5 (1,0 £ 0,1) - 105 (1,0 £ 0,1) - 10-5
9,0£1,3)-10+ (8,1 £1,2)-10* (3,8 +0,2) - 105 (3,9 + 0,6) - 105
Fe I302,064 (4,2 +1,2)-10°6 (b, 7+1,8)-10°6 Sm II 338,466 (4,0 = 0,6) - 105 (4,1 +0,4) - 105
(1,1 £0,2) - 10 (1,1 +0,2)- 105 (9,0 = 1,3) - 104 (7,7 + 3,8) - 104
(4,003 -10° (4406107 Sn I 283,999 9,5+1,0)-10% (8,6 +0,1)-10
Ga1294,3637 (1,1 £0,1)- 105 (9,6 = 1,0) - 106 (4,6 £0,2) - 105 (3,6 + 1,0) - 105
(4,2 +0,2)-105 (4,0 £0,8) - 105 TaI 296,332 (7,8 £0,7) - 106 9,56 +1,0)-10°6
Gd IT 303,406 (5,6 +0,4)-10°6 (5,4 £0,5) 108 3,8 +0,2)-105 (3,4 +0,2)-105
(1,1 +£0,1)-105 9,2 +0,8) -10° Thb II 328,504 9,0+ 1,3)-10¢ (1,2 +0,2)-103

(4,4 = 0,6) - 10° (3,2 +0,8) 10" Te1317,513 (4,0 £0,2) - 105 (3,9 +14)-10°
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Ta6auna 3 (oroHUaHHE)

Amnanuriaeckasn Conepwanme, % macc.
JIRIHMA, HM Beeneno (n = 3-4) Haiigeno (n = 3 -12)
TiIT 308,804 (5,0 £0,7) - 106 (3,9 +15)-10%

(9,6 = 0,8) - 106
(3,9 +0,3) - 105
(9,1 +1,2) 10
(4,6 = 0,2) - 105

(1,1 = 0,1) - 105
(4,3 +0,9) - 105
(9,4 *0,1) - 106
(4,2 + 0,5) - 105

Tm II 313,126

Y I 321,668 (41+0,6)-106 (4,5 = 1,6)- 106
(82+09 106  (9,0%0,7) 106
(4,6 £0,3)-105 (4,3 +0,5)- 105
Yb IT 289,138 (2,4 +02) 106 (24 % 1,0)- 10
(55 +05)-106 (51 %0,5) 106
(2,002 -105 (1,9 +0,2) - 105
Zn1213,857 (52 +08)-106 (4,0 +2,1)- 106
(1,2+0,3)-105 (1,0 = 0,2) - 105
(42 +0,3)-105 (4,1 *0,6) - 10
Zr 11 327,305 (5,0 0,7 106 (6,6 = 1,0)- 106

(9,6 + 0,8) - 106
(4,0 + 0,4) - 105

(9,9 = 0,1) - 106
(3,7 +1,1) - 105

nepsxaiemy 4 % mace. NaCl. 3uauenusa 110 mpume-
cel 110 paspaboTaHHOM METOTUKe, PACCIUTAHHbIE I10
3s-KpuTepuio Bapuaruu (POHOBOTO CHUTHAIA Tpadu-
TOBOTO IIOPOIIIKA HAa JJIMHE BOJHBI dlIeMeHTa (n =
= 10) npuBemensl B Ta0JI. 2 M HAXOIATCSI B [AAIIA30-
e ot n - 108 mo n - 10~ % mace.

IIpaBunbrocts [IIT-A9C amamuza GeO, c
[PeIBAPUTEHLHBIM KOHIIEHTPHUPOBAHUEM IIPHUMECcEei
OIIEHWJI METOIOM «BBEIEHO — HalneHno». Ha Ha-
Becku BbIcOKouncToro GeO, HaHOCWIN mpHMecH
W3 MHOTO3JEMEHTHBIX pacTBopoB MOC, BhICyIIH-
panu mox WK-mammo#t u mpoBoguau mapodasHyio
OTTOHKY M PETMCTPAIINIO CIEKTPOB, KaK OBILIO OIMH-
CaHO BbIlle. JKCIEPHMEHT «BBEIEeHO — HAWIeHO»
IIPOBOAMIN JJid Pa3HBIX YPOBHENM KOHIIEHTpaliui
(Tabim. 3).

W3 maHHBIX, IpeICTaBIeHHbIX B TA0. 3, BUIHO,
YTO HaWIeHHbIE COMEP/KaHWSI AaHAIUTOB YIOBJIE-
TBOPUTEIBHO COTJIACYIOTCA C BBEJEHHBIMH B IIpe-
Ielax JTOBEPHUTEIBHOI0 HHTEPBAIA, YTO ITOATBEPIK-
maer npaswibHOcTh JIIT-AJC anamwza guoxcuma
TepMaHusA C IPeABapPUTEIbHBIM KOHIEHTPHUPOBAHU-
eM IIpuMecen.

Takum o0pasom, paspaboTaH cIr0cod KOHIIEH-
TPHUPOBaHUA IIpuMeced B MUKPOBOJIHOBOM cucTeMe
MARS 5, mo3BOJIIOIINE COKPATUTh BpeMs IIOJ-
roroBu obpasma. Jloxkasamo, uro mapodasHas oOT-
TOHKA OCHOBBI MPOOBI II03BOJISIET HCIIOIb30BATH
peakTuBhI 0e3 IpeIBapUTeNIbHON OYHMCTKH. BhiOpa-
HBI YCIOBUSI pPAb0Thl MUKPOBOJHOBOM CHCTEMBI,
raJjoreHuUpywoIui areHuT u ero oowem. Ilokasawo,
YTO Tpenesbl OOHApPYy:KeHusd 46 3JIeMEeHTOB, B TOM

yncie, 10 TeXHOIOTHYECKN BayKHBIX IIpUMeceH, IIpu
HOIIT-A9C amanmse muokcuma repMaHusa C IIpenBa-
PUTEJIbHBIM KOHIIEHTPUPOBAHUEM I[IPHUMEced Ha-
xomAaTca B guamaszore n - 108 -n - 10 % mace.
C [OMOIIBI0 SKCIIEPUMEHTa <«BBEIEHO — HAHIEHO»
MOATBEPIKIEHA IPABUIBHOCTh paspaboTAHHON Me-
TONWKHN: HAWEHHBIE COMEPIKAHMSI aHAIUTOB COTJIa-
CYIOTCd C BBE€/IECHHBIMH.

JINTEPATYPA

1. ITarent P® 2300784, GO1T 3/06, GO1T 1/202. Crioco6 merexru-
POBaHUS HCTOYHHKA IIOTOKA HEHTPOHOB W TaMMa-M3Iy4eHud /
IlTaxosckuit B. B., Uymakos A. ., Epemun H. B. u ap. Omny6a.
10.06.2007.

2. Meruva A. R., Raparthi S., Kumar S. J. Modified matrix vo-
latilization setup for characterization of high purity germani-
um / Talanta. 2016. Vol. 146. P. 259 — 265.

3. Haymor A. B. MupoBo#i pbIHOK repMaHUs U €ro MepCIeKTUBbI /
HW3s. Bysos. I|pernas meramtyprusa. 2007. Ne 4. C. 32 - 40.

4. TY 48-4-545-90. Ilpunoxenue 4. I'epmanusa aByoxucs. — M.:
T'upenmer, 1990.

5. Muxkmaus /1. IT'., Kapoos 0. A., Opixora B. A. Meroxs! ana-
JIUTHIECKOT0 KOHTPOJISA BBICOKOYHUCTOTO Boiabdpama / Beicokouu-
crele BemecTa. 1993. Ne 2. C. 13 - 20.

6. Hazapenko B. A. Ananmurmueckas xumus repmanus — M.:
Hayxa, 1973. — 264 c.

7. Kypc neopranuueckoir xumuu. T. 1 / Ilox pen. A. B. Hosocerno-
Boit. — M.: TIJI, 1963. — 922 c.

8. Medvedev N. S., Shaverina A. V,, Tsygankova A. R., et al.
Analysis of high-purity germanium dioxide by ETV-ICP-AES
with preliminary concentration of trace elements / Talanta.
2016. Vol. 155. P. 358 - 362.

9. Petrova N. 1., Tsygankova A. R., Saprykin A. I. Analysis of
high-purity germanium dioxide by atomic absorption spectro-
metry / Inorg. Mater. 2015. Vol. 51. N 1. P. 57 - 61.

10. Yaspmuea T. A., Illeamakosa U. P., Canpeikua A. U.
Omnpenenenue npuMeceil B BBICOKOYHMCTOM AMOKCHAE T€PMaHUs
aTOMHO-9MUCCHOHHBIM CIIEKTPAIBHBIM METOI0M / SaBOACKAs
naboparopus. Juarnocruka marepuanos. 2009. T.75. Nel.
C.7-10.

11. Karandashev V. K., Bezrukov L. B., Kornoukhov V. N.,
et al. Analysis of germanium and germanium dioxide samples
by mass-spectrometry and atomic emission spectroscopy / J.
Anal. Chem. 2009. Vol. 64. N 3. P. 259 - 267.

12. UengR. L., Sahayam A. C., Jiang S. J., et al. Microwave-as-
sisted volatilization of chlorides of Ge and Se for the determina-
tion of trace impurities in high purity Ge and Se by ICP-MS /
dJ. Anal. At. Spectrom. 2004. Vol. 19. N 5. P 681 - 684.

13. Niemela M., Kola H., Peraméaki P. Determination of trace
impurities in germanium dioxide by ICP-OES, ICP-MS and
ETAAS after matrix volatilization: a long-run performance of
the method / Anal. Sci. 2014. Vol. 30. P. 735 — 738.

14. JlaGycos B. A. IlpuGops! u kommiexcsl xommanuu «BMEK-
OnTosIeKTPOHUKA» A aTOMHO-9MHUCCHOHHOTO CIIEKTPAIBLHOIO
ananusa. CoBpemeHHOe cocrosHue / 3aBOACKAA 1ab0paTOpH.
Juarnocruka marepuasnos. 2015. T. 81. Ne 1. Y. I1. C. 12 - 21.

REFERNCES

1. RF Pat. N 2300784, GO1T 3/06, GO1T 1/202. The method for
detecting the neutron flux source and gamma radiation /
Shakhovsky V. V, et al. Publ. 2007 [in Russian].

2. Meruva A. R., Raparthi S., Kumar S. J. Modified matrix
volatilization setup for characterization of high purity germa-
nium / Talanta. 2016. Vol. 146. P. 259 — 265.

3. Naumov A. V. World market of germanium and its prospects /
Rus. J. Non-Ferrous Metals. 2007. Vol. 48. N 4. P. 265 — 272.

4. Technical Regulations. 48-4-545-90. Attachment 4. Germa-
nium dioxide. — Moscow: Giredmet, 1990 [in Russian].



«3aBoackada sadoparopusa. [[marnocruka marepuanaos». 2019. Tom 85. Ne 1. Hacts I1 55

10.

. Miklin D. G., Karpov Yu. A., Orlova V. A. Method of analyti-

cal control of high-purity tungsten / Vysokochist. veshch. 1993.
N 2. P. 13 - 20 [in Russian].

. Nazarenko A. V. Analytical chemistry of germanium. — Mos-

cow: Nauka, 1973. — 264 p. [in Russian].

. The course of inorganic chemistry. Part 1 / A. V. Novoselova

(Ed.). — Moscow: IIL, 1963. — 922 p. [in Russian].

. Medvedev N. S., Shaverina A. V,, Tsygankova A. R., et al.

Analysis of high-purity germanium dioxide by ETV-ICP-AES
with preliminary concentration of trace elements / Talanta.
2016. Vol. 155. P. 358 — 362.

. Petrova N. I., Tsygankova A. R., Saprykin A. I. Analysis

of high-purity germanium dioxide by atomic absorption spec-
trometry / Inorg. Mater. 2015. Vol. 51. N 1. P 57 - 61.
Chanysheva T. A., Shelpakova I. R., Saprykin A. I. Deter-
mination of impurities in high-purity germanium dioxide by
atomic-emission spectral method / Zavod. Lab. Diagn. Mater.
2009. Vol. 75. N 1. P. 7 - 10 [in Russian].

11.

12.

13.

14.

Karandashev V. K., Bezrukov L. B., Kornoukhov V. N.,
et al. Analysis of germanium and germanium dioxide samples
by mass-spectrometry and atomic emission spectroscopy / J.
Anal. Chem. 2009. Vol. 64. N 3. P. 259 — 267.

Ueng R. L., Sahayam A. C., Jiang S. J., et al. Microwave-
assisted volatilization of chlorides of Ge and Se for the determi-
nation of trace impurities in high purity Ge and Se by ICP-MS /
dJ. Anal. At. Spectrom. 2004. Vol. 19. N 5. P. 681 — 684.

Niemela M., Kola H., Periamiki P. Determination of trace
impurities in germanium dioxide by ICP-OES, ICP-MS and
ETAAS after matrix volatilization: a long-run performance of
the method / Anal. Sci. 2014. Vol. 30. P. 735 — 738.

Labusov V. A. Devices and systems for atomic emission
spectroscopy produced by “VMK-Optoélektronika”: State-of-
the-art / Zavod. Lab. Diagn. Mater. 2015. Vol. 81. N 1. Part II.
P. 12 - 21 [in Russian].





