YK 543.70

METOAUKA ONNPEJAEJEHUA COAEPKAHUA I'AJIJIUA B CIIVIABE
HA OCHOBE KPEMHUA
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YTOouHEHBI yca0BUs (POTOMETPHUECKOTO MeTo 1a onpenesieHns: Ga ¢ KCUIEHOJIOBBIM OPaHKEBBIM B CIIA00KHCIION
cpene. [lonoOpans! ycinoBus onpezeneHus Ga B CIUlaBe ¢ KPEMHHUEM B IPUCYTCTBUY HEOONBIINX KOJIMYECTB TOPH-
J0B. PazpaboTaH TOYHBIN 3KCIIPECCHBIA METOJ ONPEAENICHHs TaIMs B JIUraType Ha OCHOBE CIUIaBAa C KPEMHHEM B

uHTepBasie koHneHTpamuit Cg, = 0,02...1,0 mac. %.

BBEJJEHUE

Haubomnee xectkne TpeOOBaHUS K YHUCTOTE IPUME-
HSIEMBIX MAaT€pHajOB INPEIbIBIACT TEXHOJOTHS IMOJY-
YEeHUS! TOIYTIPOBOJHUKOB. [lJIsl 3IEMEHTapHBIX U CIIOXK-
HBIX TIOJyIPOBOJHUKOBBIX MAaTE€pPHAJIOB OIpEe/ICHHE
(onoBbIX MuKpornpumeceii Ha ypoue 107°...10%%
OCTaeTCs OCHOBHOM 3a/iaueid, CTOsIIEeN nepes] aHaIUTH-
yeckoil xumueil. Hapsity ¢ aTuM cyiiectByer HeoOXo-
JVMOCTh OIIEHKH COJCP)KaHMS CIICIMAIBHO BBOAMMBIX
KOHTPOJIUPYEMBIX ~ IPUMECEH B  KOJIHYECTBAX
10°...10*%. B To Bpems kak ()OHOBBIE MPUMECH pac-
MIpeAessIoTcsl B 00beMe KpHCTaJUla 4alle BCEro He
KOHTPOJIMPYEMBIM 00pa3oM, CIEIMaIbHO BBOJIUMEIC
JN00aBKM TPeOYIOT TIATENILHON JO3UPOBKH M KOHTPOJIS
PaBHOMEPHOCTH pacIperesieHus X KaK IO MOBEPXHO-
CTH, TaK U 10 00beMy KpucTauia. JIOKaJbHBIH XUMUYe-
CKHI KOHTPOJIb JIETHPYIOIIEH NPUMECH BJIOJIb CIIUTKA U
B IIOIIEPEYHOM CEUEHHH COBMECTHO C (PM3MYECKUMH H
MUKPOCTPYKTYPHBIMH HUCCIICAOBAaHUSIMA MOXKET JaTb
LICHHYI0 MH(OpManuio 1mo BEIOOPY ONTUMAIBHOTO pe-
JKMMa TOMOTeHM3alIUH.

OpmHOll M3 BaKHBIX 3a/lad SIBJISIETCS JKCIPECCHOE
OTIpeieIeHHe COMCPIKaHMs TN B CIUIaBEe C KPEMHH-
€M B 3aJJaHHOM MHTEpBajle KOHLEHTpauuil rawums. Ta-
KHE CIUTaBbl C PAaBHOMEPHBIM PACHPE/IEICHUEM M TOU-
HBIM 3HA4YEHHEM KOHIICHTpPAIMU TaJUIus HEOOXOIMMBI
JUI UCIIOJIb30BaHMsI B Ka4yeCTBE JIUTaTyphl. AKTyallb-
HOCTb MOJYYEHHs TAJUINEBOH JIMTaTypsl Ha OCHOBE
CIUIaBa C KpEMHHEM U ONpeeTeHUs KOHIIEHTPAIUK raj-
TSt OOBSICHSIETCSL TEM, YTO B MOCIJIEAHEE BPEMSI BEIYTCS
HCCICAOBAHUS IO MOJYUYCHUIO KPEMHUA TJIsI COJTHCUHBIX
Oarapeii, JIErMPOBAHHOTO TAJUIMEM B3aMEH JISTUPOBaHUS
6opom. BeiOop ramms B KadecTBE JISTHPYIOMIETO dIie-
MEHTa KPUCTAJUIMYECKOTO KPEMHHMS [UIsl COTHEYHBIX Oa-
Tapell W HCCIEAOBAaHUS OCHOBHBIX XapaKTEPUCTHK
(YRenbHOTO 3IIEKTPOCOIIPOTHUBIICHUS, BPEMEHH >KHU3HH
HOcHUTeJeH 3apsinoB, KoddduimeHTa Imoyie3Horo aeu-
CTBHsI) TAKMX COJIHEYHBIX Oarapeil mpuBeaeHbl B paboTe
[1]. Tocnennue pa3pabOTKU TEXHOJOTHH TMOJYYCHUS
CIIELIMAJIbHON TaJJIMEBOM JIUraTypbl KPEMHHUA C 3aJaH-
HOM KOHIIEHTpaUel U OJHOPOJIHBIM paclpeleleHHEM
raJuTis B CIUIaBe MPHUBEIEHHI B padorax [1, 2].

Lenpto nanHOW paboTHI sBIAETCS pa3padOTKa dKC-
IIPECCHOTO METOAA ONpPEJENICHNsI COCP KaHNs TaJUIns B
raJUIMEBOM IUraType Ha OCHOBE CIIIaBa C KPEMHHUEM.

BBIBOP METOJA UCCJIEJOBAHUA

Ji BBITTONMTHEHHWS TIOCTABIICHHOM 3ajadd OBLI BEI-
MIOJTHEH JIUTEPATypHBI aHAJIN3 CYIIECTBYIOIINX METO-
JIOB OTIpE/ICTICHUS TalTUs B KpeMHHHU. J[11st onpeneneHus
MPUMECHOTO COCTaBa KPEMHHUS W €ro COCIMHCHUI
UCIIOJNIB3YIOTCSl  CIISAYIONIME METO/bl aHaJiu3a: Macc-
CIICKTPAbHBIA, aTOMHO-3MHUCCUOHHBIN CIEKTPAJIbHBIH,
XHUMHUKO-CTIEKTPaAJIbHBIN, (ryopuMeTpHYeCcKHid,
¢doromerpuyeckuii u np. Hanbonee nonHbiii 0630p Ta-
KHX METOJIOB IIPEJICTaBIeH B pabore [3].

Macc-cnekTpanbHbIi METOJ aHaJIM3a C
HCIIOJIH30BAHUEM MAJIbIX KOJIUYECTB PACCMATPUBACMOTO
BEIICCTBA  TO3BOJIIET C  BBICOKOH  TOYHOCTEHIO
OIpeaACIATh CTCIICHb YHUCTOTHI AHAJIM3UPYCMBIX
MarepuanoB. Ho monydeHnue gaHHBIX O pacrpeneseHu
MIPUMECHOTO KOMITOHEHTa II0 BCeMy OOBEMYy CIHTKa
TpebyeT HabOpa MHOTOKPATHBIX JOPOTUX M JJIUTEIh-
HBIX W3MEPEHHH W MOTOMY OTpaHHYCH B CBOEM IMIpHU-
MEHECHHH JIJIS pEIICHISI TIOCTABICHHON 3a1auu.

B ananmm3e KpeMHHS U €r0 COCAMHEHUN IUPOKO UC-
MONIB3YEeTCS  aTOMHO-dMHUCCHOHHBIA  CIIEKTPaJIbHBIH
METOJl OIpeAeIeHHs OOJBIION TPYNIIbI AJIEMEHTOB, B
TOM uncie u rauud [4, 5]. OnIHaKo CIOKHOCTH MPUTO-
TOBJICHUS CIIEKTPAIBHBIX 3TAJIOHOB KPEMHHS B LIHPO-
KOM JTMamna30He KOHIIEHTPAIMHA rayius TpeOyeT mpeaBa-
PHUTETBHOTO OTHEJCHUS 3JIeMEHTa OCHOBHL. KpemHuit
Yarme BCEro OTIENSIOT OTTOHKOH B Buze SiF,.

Omnucanbl MeTOBI (ITyOPUMETPUIECKOTO OTIpeielie-
HUS TaJUTHSl B KPEMHHHU U €T0 COCTUHCHUSAX C TIOMOIIIBIO
JIIOMOTAJUIMOHA U CYJb(oHadTONA30pE30PLUUHA C YYB-
ctBuTensHOCTRIO 101076 % [5-7].

38. HUCKIIIOYCHUEM XHUMHUKO-CIICKTPAJIBHOTO METO A
aHaimM3a Haubojee NPUEMIIEMBIMH JUIS JKCIIPECCHOTO
ompenereHnss Manbix konmdectB Ga B KpEeMHUH SBIISCT-
cs1 GOTOMETPUIECKHNA METO/I C IPIMEHEHHEM PEareHTOB
CaMBIX Pa3THYHBIX KIaccoB. J{Is CpaBHUTETHHOH OIICH-
KU TIPUMEHSIEMBIX PEareHTOB YUYUTBHIBAIOTCS CIICIYIOIIHE
(hoTOMETpHYCCKHE XapaKTePUCTUKUA: AN — pPa3HOCTH
MEXIy JUIMHAMH BOJH MaKCHUMYMOB CIIEKTPOB IIOTJIO-
mieHus komruiekca Ga ¢ peareHTOM Aver U PEareHTa Amg;
a0COJIIOTHAsI Pa3HOCTh MEXIy 3HAUYECHHSMH MOJISIPHBIX
KO3 PHUIIEHTOB TOTAMICHUS PACTBOPOB KOMILIEKCA Ener
1 PEareHTa €ur IPU Amax KOMIUICKCA; YyBCTBUTEIBHOCTE,
KOTOpas XapaKTepU3yeTcs BEITMYHHOMN
emer/ €nr; CENIEKTUBHOCTH peareHTa. CpaBHHUTEIBHOE HC-
cienoBaHue peareHToB Ha Ga B BOJHBIX M HEBOJHBIX
cpenax ObuIO TIpOBezieHO B padore [7].

[Io 4YyBCTBUTENBHOCTH I (HOTOMETPHUECKOTO
onpeneienus Ga HauOosiee MPUTOAHBI AudEHUITKapOa-
30H (CIUpTOBas cpena) M MAPOKATEXUHOBBINH (promeTo-
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BeIii. CormocTaBiaeHue JAaHHBIX IIO CCJICKTUBHOCTH I103-
BOJET CUMTATh JIYYHIMMU pe€arcHTamMu KCHJIEHOJIOBBIN
opamxkeBeid  (KO), mmpokarexnHOBBIH (PHOIETOBEIH
(I1d), meTmrrumonoBsiid cuauii (MTC).

METO/IUKA AHAJIN3A, PE3YJIbTATbBI
N OBCYXJIEHHUE

[TpumenutensHO K onpexaenenuo Ga B cruiase ¢ Si
OBUTH TIPOBEICHBI MPEABAPUTEIBHBIE HCCIEIOBAHUS 10
MIPUMEHUMOCTH YKa3aHHBIX PEareHTOB.

Hcxonuelii pactsop xjopuaa rawms 1,402 M ro-
TOBWJIM PACTBOPEHHUEM TOYHOW HABECKH TAJUIHS YHUCTO-
toit 6N B 5 cm® HCI ¢ go6aBnenuem no xamiam 0,5 cm®
H,O,. PactBOp KMISATUIM 1O TMOJHOTO Pa3lIoKEHUS
H,O; 1 xonuyecTBEHHO MEPEBOAMIN BOJON B MEPHYIO
konOy emMrocThio 100 cm®, PaGoune pacTBOpPEI Tauius ¢
koHuenTpamuei 10°...10*M rorosunu COOTBETCTBYIO-
M pasbasieHreM. Vcrmonb30Bany BOAHBIE pacTBOPHI
pearenToB ¢ konuentpammeii 1,300° M (0,5 %) mupo-
KaTeXHHOBOTO (PHOJIETOBOTO, METHITUMOJIOBOTO CHHETO

1,300° M (0,1 %) u KcueHonoBOro opamkesoro 1,601

10°M (0,1 %).

Hdns cozmanmst HeoOxomumbix pH wmccnemyembix
pacTBOpPOB NpPUMEHSUIN Oy(QepHbIe pacTBOPBI, HCIIOJb-
3yss 1M pactBopsl ocobouuncteix cosneir NaCl, KCl,
KHC3H4O4 ¢ nmo0aBieHHEM COOTBETCTBYIOUIMX KOJIHU-
gecte IM HCI, IM NaOH. 3naugenns pH-cpens
KOHTPOJINPOBAIN CTEKJISIHHBIM JIEKTpoJoM Ha pH-mer-
pe pH-340 n nanukaropHoit Oymaroir “PhAN”. Onrtu-
YeCKHe IUIOTHOCTH KOMIUIEKCOB M PEareHTOB HM3Meps-
nch Ha potokonopumerpe KOK — 2.

[IpoBepka pekomMeHayeMBIX peareHToB Ha Ga moka-
3ama, 4yTo HemocTatkoM npumeneHuss MTC sBrsercs
mutensHoe BpeMs HarpeBa npu t =100 °C ans moctu-
XKEHUSI TIOMTHOTO  pasBUTUS  OKPACKH  KOMIUIEKCA
Ga:MTC. ®ortomerpupoBanuto komiuiekca Ga:lld
MIpeALIecTBYET THIaTesbHOe oTaeneHne Ga SKCTpakuu-
eil oT comyTCTBYIOIMX MeTaioB. Kpome Toro, mpsiMo-
JIMHEHHAsT  3aBUCHMOCTb  OINTHYECKOH  IJIOTHOCTH
pacTBOpa KOMIUIEKCa OT KOHIEHTpauuu (3axoH bepa)
st Ga cobnroaercsi Nuib B HEOOJIBLIOM JHAaINa3oHe
xonnentparuu 0,2...2 mkr/cm’. HaumGonee mnpuemie-
MBIM OKa3aJIOCh NPUMEHEHNE KCHIJICHOJIOBOTO OpaH)Xe-
BOTO CO CIEAYIOIIUMH CIIEKTPOMETPUIECKUMH XapaKTe-
PUCTHKAMU: Amaxmer = 545 HM, Amair = 440 HM, AL = 100
HM; emer = 26250, eur = 875 mpu A = 540 uM, Ae =
25375, emer/ €ur = 30, pHommer = 1,8...2,5. [lomunnaenue
3akoHy bepa HaOmrofaercst B MHTEpBaie KOHIIEHTPALUH
rajms Ce, = 0,2...6 MKr/cm’.

OnTuManbHbIe YCIOBUS KOMIUIekcooOpa3oBaHusa Ga
¢ KO m3yuensr B pabote [8]. Bmusaue pH cpensl Ha
CBETOIOIJIONICHNE KOMIUIEKCA U pearcHra MoKa3aHo Ha
puc. 1 u 2.

B kucapix cpemax mo pH 5 KO o6pasyer nmumoHHO-
KEJNTbIE PAaCTBOPBI C Aorr = 440 HM. IIpu pH > 6 ero
pacTBOPHI PUOOPETAIOT KPacHO-(PHOJIETOBYIO OKpacKy
¢ Aom = 570 uM. B cmabokucioii cpene Ga ¢ KO o6pazy-
€T KpacHble KOMIUIEKCHI pa3yinyHoro cocrasa. IIpu pH <
2,5 obpasyercsa kommiekc ¢ cootHomenneM Ga:KO
=1:1 npu A=545 um. IIpu pH > 5 ob6pasyercs BTOpOI
koMmmuieke ¢ cootHomenneM Ga:KO = 3:2 npm
A =555 M. OnTEManbHBIE YCIOBHA (POTOMETPHICCKO-

ro ompenenennst Ga ¢ KO Haxomiarcs npu
pH=1,5...2,5. B 3Tux ycioBusix oONTHYECKas IUIOT-
HOCTh PAacTBOPOB KOMILIEKCA MaKCHMallbHa, a pearcHT
mpu A = 545 HM He TOTIIOMIAET.
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Puc. 1. Cnexmpul nocnowenus [8]:
— peazenma coomeemcmeenno npu pH 1, 3 u 6;

3
4, 5, 6, 7 — komnrexca coomgemcmeento npu pH 1,8;
2,7:4,9u 52 Cxo=200°M, Cs, = 200° M
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Puc. 2. 3asucumocms onmuueckoul niommuocmu
xomnaexca (1) u peacenma (2) om pH [8]:
A=545 mxm, | = 1 em. Cro =200° M, Cg. =1,610* M

B c0oOTBETCTBUHU CO CTEXHOMETPHUUECKUM COOTHOIIIE-
uueMm Ga:KO = 1:1 Ha cesa3eiBanue 100 mxr Ga HeoOXo-
nmmo 0,882 mr KO (0,9 cm® 0,1 % pacteopa KO). Onna-
KO ONTHYECKas IJIOTHOCTH IOBBIIIACTCS, €CIIU U3Mepe-
HHUE MPOBOIUTH MO CMEIIAHHOW OKpacKe KOMIUIEKCa W
M30BITKA pearcHTa.

[IpoBeneHHBIC HCCIIEIOBAHUS TTOKA3aH, YTO MAKCH-
MaJIbHasl OKpAcKa pa3BHBACTCS IPU JBYKPATHOM HU30BIT-
ke KO u ocTaercst mOCTOSHHOM Ipu JajdbHEHIIeM yBe-
JMYeHnH n30bITKa pearenra (puc. 3).

OnTHyeckas MIIOTHOCTh PacTBOpa OIpenensach Ha
npubope KDOK-2 mo oTHOmEHHIO K pacTBOPY CpaBHe-
HUS, coJepKanieMy Bce peareHTsl, kpome Ga. B mocie-
IYIOIIUX HCCICIOBAHUAX MPUMEHSIICS S-KpaTHBIH W3-
obrTok KO 1o otHomienuto k Ga.

[MomHOE pa3BUTHE OKPACKH KOMILICKCA JOCTHTACTCS
B Teuenue 30...40 MuH. BeiepkKku pacTBOpOB B Tede-
uue 3...5 mun npu t=50...60 °C goctaTouHO IJ1s TOCTH-
KEHHUS ONTHUMAIIFHOW OKpPAacKW, KOTOpas IIOCIIe OXJia-
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JKICHUS OCTAETCSl YCTOWYMBOHM B T€UCHHE IITHTEIHHOTO
BpPEMEHU.

0,96 —

0,88 —

0,80 —

0,72 T T T 3
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0 2 4 6

Puc. 3. Uzmenenue onmuyeckou niomuocmu KOMRJIEK-
ca Ga:KO om xonuuecmea peazenma Cg, =100 mxe 6
100 cr’; Cxo= 0,1 %, pH =2; A =540 um; [ =1 cm

Ha dotomerpuueckoe onpenenenne Ga ¢ KO B BbI-
OpaHHBIX YCIOBUSIX HE BIMSIOT OOJBIINE KOJINYECTBA
XJIOPHJIOB, HUTPATOB, CYJIb(aTOB, CUINKATOB, Al[ETATOB,
(¢TanaroB,  MIENOYHBIX,  INEJIOYHO-3EMENBHBIX |
OoJIPIIMHCTBA METAJUIOB JAPYTHX Tpymmn. B ycmosmsx
OIIpEeJIeTICHUS] Ha ONITHYECKYIO TUNIOTHOCTH MOTYT BIIMSITH
Zr*, Bi**, Sc**, Th*, xoTopble HE comepKaTcs B HCCIe-
JyeMOM MaTepuae, a Takxke komruiekcon 11, mupodoc-
(atbl, OKcaaThl, HUTPATHI, TAPTPATHL. [ UCKITIOUeHHS
BiMsiHus Fe'' MCmosb30Bay npeiBapuTeNIbHOE €ro Mac-
KHPOBaHHE aCKOPOMHOBOM KHUCIOTOM.

s mepeBeneHust B pacTBOp aHaJIM3UpyeMoro Si-
Ga-cruraBa MCIONB30BANH TUIABUKOBYIO KHCIIOTY, H30bI-
TOK KOTOpOW BMecTe ¢ oOpaszoBaBmmMcs SiFy ynaisiu
HarpeBoM. bpUIM TNpOBEICHBI WCCIECIOBAHMS BIMSHUA
¢drTopunoB Ha pa3BuTHe okpacku komiiekca Ga:KO. Ha
puc.4 ToKa3aHbl KPUBbBIE Pa3BUTHSI OKPACKU KOMILIEKCA
B IIPHCYTCTBUU (PTOPHIOB.

W3 pucynka Buaxo, uro 10...50-kpaTHBIE KONHYe-
ctBa NaF B aHanmm3upyeMoM o0beMe 3a/1epKHUBAIOT pas-
BHUTHE OKPAaCKH KOMITJIEKCa, HO MOBBIIICHUE TEMITEpaTy-
pel Harpesa pacTBopoB 10 80...90 °C B Teuenue 15 mun
JIOCTATOYHO YISl TIOJTHOTO Pa3BUTHSI OKPACKH KOMILICK-
ca. 100-kparHble KonMyecTBa (TOpUAA OTPHLATEIHHO
CKa3bIBAIOTCSl HA PA3BUTUU OKPACKH.

ITosTomy mpu pa3paboTke METOAMKH OIpPEAEICHUS
conepxanus Ga B crutaBe Si-Ga ocoboe BHUMaHUE y/ie-
JSUIOCh HamboJiee TONHOMY yaajeHuto ¢ropumoB. C
9TOH K€ IENBI0 BPEMS IPOTPEBa ISl Pa3BUTHS OKPACKH
xomiutekca npu t = 90 °C ysenuuuBanu a0 15 MuH.

Bruti BBITIOTHEHBI MCCIIEAOBaHUS BIMSHHUSA COCTaBa
oydepubix pactBopoB ¢ pH = 1,8...2,5 Ha ocHOBe arie-
Tara HaTpus, Oudranara kajaus U xyopuaa xamus. Hau-
Oosiee yIOOHBIM OKa3aJloCh IMPUMEHEHHE alleTaTHOTO
OydepHoro pactBopa, HECMOTPSl Ha €ro HE3HAYUTEIb-
Hy0 Oy(epHy0 eMKOCTb.

Ha ocHOBaHMM TONyYCHHBIX PE3YIBTATOB HCCIEHO-
BaHMI OBUT pa3paboTaH SKCIPECCHBIH QoTomeTpuye-
CKHI METO/| OTIpeesICHUs TaUUs B TaJUTHEBOH JIUTATY-
pe Ha ocHOBe cIuiaBa ¢ KpeMHHeM. CyTh METO/1a 3aKJI0-
YaeTcst B IPEJBAPUTEIILHOM KOHIIGHTPUPOBAHHUU TaJlIHS
MyTeM yJajleHust OCHOBHI B Buae jerydero SiFs. Coxmep-
JKaHWE TaJUIUs OI[EHUBAETCS C MOMOUIBIO rpaduKa 3aBu-

CHMOCTHU OIITHYECKOH IIOTHOCTH KoMiuiekca ¢ KO or
KOHIIEHTpPAIMU TaIIHs (puc. 5).
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Puc. 4. H3menenue okpacku komniexkca co pemeHem 8

npucymemeuu pmopuoos: 1 — e omcymcmsue NaF'; 2,

3, 4, 5 — 6 npucymcmesuu NaF & konuvecmsax 0,2; 0,4,

1; 2 m28 50 cm’. Coo = 20 mxe/50 car®; Vo = 0,1%/cm’;
t=90°C; 2=540num, | =1 cm

I'paxynpoBOYHEII rpaduK CTPOUIIHN CIIEIYIOIIUM 00-
pazoMm. B MepHBIe KOnObI eMKOCTBIO 50 cM® momemanu
cJ1a0OKHCIIbIA CTaHAAPTHBIN pacTBop Ga, coneprkaluii
20 Mkr/cM® B IWamasoHe  KOHIEHTpamui
Cga = 10...80 mkr, nobasnsimm 1 cm® 1% pactsopa ac-
KOpOMHOBOM KucnoThl, 20 cM® aneratHoro OydepHoro
pacteopa ¢ pH = 1,8 u 2 cm® 0,1 % pacTBopa KcuiieHo-
JIOBOTO opamkeBoro. KomObl HarpeBaiy Ha BOJASHOMN
6aHe 5...7 MUH, OXJNaXIaTl ¥ JOBOAWIN OyhepHBIM
pacTBOpoM 10 MeTKH. ONTHYECKYIO IUIOTHOCTh U3MeEpsi-
i Ha KOK-2 co cBetopumbTpom A,y = 540 HM, [ =2 cM
110 OTHOIIEHHIO K PacTBOPY CPaBHEHHMS, COAEPKALIEMY
BCE peareHThl, KpOMe TajlIHs.

Meromuka ompeznenenust Ga B Juratrype: HaBecKy
0,1 r ycpenuenHoii npobsl pacteopsin B 5 cm® HF, no-
Gaysist o karisim 0,5 em® HNO;. Pacteops! BeImapusa-
T Ha BonmsHOW OaHe mocyxa. K ocrtatky moOamisimu
1 cm® HoSO, m 40 mMr Na,SO, ¥ BEIMApHBAIN 10 BIIaX-
HBIX COJIEH Ha 3JIEKTPUIECKON THTKE. CTEHKH BBIITapH-
TEIbHOH JaImku oOpabdaThIBaIN BOIOW U CHOBA BBIMIAPH-
Banu. Octarok pacteopsiu B 3 cm® HCI (1:1) u komuue-
CTBEHHO TIEPEHOCHIIM C MOMOIIBIO IUCTHIUTUPOBAHHOM
BOIBI B MEpHBIE KOJOBI eMKocThio 100 cM> AJIMKBOT-
HYI0 4aCTh PacTBOpa MEPEHOCWIN B MEPHYIO KOOy eM-
KOCTBIO 50 cM’, 100aBJIsAIM BCE PEAKTUBBI, HCIIONb3Ye-
MbIe TIPH TOCTPOCHHH KalnOpPOBOYHOTO rpaduka, u
IporpeBany Ha BoastHOH OaHe mpu t= §0...90 °C B Teue-
Hue 15 muH. PacTBOp oxmaxkmanu, TOBOIIMIN IO METKH
O6ydepubiM pactBopoM ¢ pH = 1,8 u u3mepsiim ontuye-
CKYIO TUIOTHOCTH Ha npubope KOK-2 npu anmiae BOIHEI
A =540 1M B ktoBeTe ¢ | =2 CM 110 OTHOILCHHUIO K aJTHK-
BOTHOW YacTH XOJIOCTOTO pacTBOpa 4UCTOro Si, mpo-
LIEJIIETO Yepe3 BECh XOJ aHAIN3a Ul ydeTa YHUCTOTHI
PEaKTUBOB, MOCY/Ibl, YCIOBHUIA OIBITA, UCIOJB3YS TE Ke
KOJINYECTBA PEarcHTOB.

Jnst mosrydeHnst KOJIMYECTBEHHOTO Pe3yibTaTa aHa-
JM3a OT KaXIoW mpoObl OTOMpas MO JIBE Mapasulelib-
Hble HaBecKH. CXOIMMOCTh PE3yJIbTaTOB 2-X aHAJIN30B
cocrapinsier 0,01% mpu 3HaueHuu maccoBoit nonu Ga B
crutase 0,03...0,1 u 0,02% mnpu conepxkanuu Ga 0,2...
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0,6%. KoHTpoas TOYHOCTH aHaIM3a MPOBOIUICS METO-
JIOM J100aBOK.
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Puc. 5. BCZSMCMMOCmb OnmquCKOﬁ niomHocmu
xomnnexca Ga:KO om xonyenmpayuu 2anius

Jis IpoBepKH HaIEKHOCTH M TOYHOCTH IOTydae-
MBIX pe3yJbTaTOB aHajIu3a pa3pabOoTaHHOW METOAMKOH
OBUTH BBITIOJHEHBI CPAaBHUTEILHBIC aHAIN3bl SMUCCHOH-
HBIM CHEKTPAIBHBIM METOAOM. OMHCCHOHHBIA CIEK-
TpaJbHBIN METO/I aHaJIM3a BBIIIOJIHSUIN Ha CrieKTporpade
cpenuert aucriepcuu VICII-30. McrounmkoM Bo30yke-
HUS CHEKTpa CIyXKuia ayra nmoctosHHoro Toka (I=15A).
[TpoOb! crnmaBa W 3TaJIOHBl B BHUJIE MEJKOTO ITOPOIIKA
MIOMEIAJIUCh B KpaTep YTOJIBHOTO 3JIEKTpoAa (aHOHA)
THIA “CTOJOMK” C TUaMETPOM KpaTepa 2 MM U BBICOTOM
6 MM; BEpXHHM KaTOZOM CIY)XWJI YTOJBbHBIA 3IIEKTPOJ,
3aTOYCHHBIN HA YCEUYEHHBIM KOHYC.

Pexxum BITOpaHHs MOAOMpAlCsS TaKUM, 4TOOBI IIPo-
0a mcnapsach MOJHOCTHIO. Bpemst skcmo3unmu cocras-
7510 75 ¢, aHANUTHIECKUH TPOMEKYTOK — 2 MM.

Cucrema ocBelIeHHUs BXOAHOW IIEIH TPEXJIMH30Bas
C 5-MITUMETpOBOH auadparMoil Ha MPOMEKYTOIHOM
koHAeHcope, mupuHa menu 0,007 mm. CrexTpsl peru-
CTPUPOBAINCH C MPEABAPUTEILHBIM OOBICKPUBAHUEM
5 ¢ Ha Qororpapuueckue miactuaku Thna OC mo 3
3JIEKTPOJIa KaXI0i MpoObl M KaXa0ro 3TajgoHa. [loyep-
HeHUs aHamuTHdecknx TuHUHA Ga W (QoHa BO3JIEe HHUX
(¢oH cmyXun BHYTPEHHUM CTaHIAPTOM) H3MEPSUIUCH Ha
Mukpodoromerpe MD-2.

s onpenenenus koHueHTpanuu Ga B mpodax mc-
MOJIB30BAIMCh aHanuTHYeckue Junuu Ga 287,43 HM u
Ga 294,36 M. I'pagynpoBoyHbIe rpadMKH CTPOUIINCH B
koopauHarax Ap — lg C, rne Ap — pa3HOCTb IOUYEpHe-
HUM aHanuTHYecKo iuHuu Ga u GoHa Bo3Jie Hee.

CX0IMMOCTh 3HAYCHUH KOHIICHTPAINH TauIis B JIH-
ratype, MOJIy4eHHBIX SMIUCCHOHHBIM CIIEKTPaJIbHBIM Me-
TOJIOM aHaIN3a W Pa3pabOTaHHBIM KCIPECCHBIM METO-
oM, coctasisiia meHee 0,02%.

Pa3paboTaHHbBI SKCHPECCHBI METOJ NPHMEHSIICS
JUIS aHaJl3a HECKOJBKHX JIECSTKOB KHJIOTPAMMOB Tall-
JIMEBOH JINTaTyphl HA OCHOBE CIIaBa C KPEMHHUEM, KOTO-
pasi UCHOJb30BaJACh B MPOLECCAaX MOMYUYEHHUS JIETHPO-
BaHHBIX TaUIHEM MOHOKPHUCTAJUIOB KPEMHHS Ha
3A0 “ITummap” B KauecTBe Marepuana Al IUIaCTHH
COITHEUHBIX OaTapei.

BbIBO/1bI

1. IlpemnoskeH SKCIpeccHBIN (HOTOMETPHUSCKUI Me-
TOX ONpEIeNCHUS TauTusd B KPEMHHUEBOH JHTAaType,
OCHOBaHHBIN Ha BETHOM peakiuu (Ga ¢ KCUJIEHOJIOBBIM
OpPaHXKEBBIM I0CJI€ MPEIBAPUTEIHLHOrO YAAIEHUS KpeM-
HUs B BHE TeTpadTopHa.

2. HccnenoBano mnoBeneHHe (HOTOMETPUPYEMOTO
komiuiekca Ga B pa3NWYHBIX YCIOBHSAX KHCIOTHOCTH
cpensl, W30BITKA peareHTa W TMOJOOpaHBI yCIOBHS,
YCTpaHSIOIINE TTOMEXH OTPEEICHUS] CO CTOPOHBI (hTO-
PHUIOB H XKemesa.

3. OnucaHHBIA METOJ TIO3BOJISIET OIpeNessTh KOH-
LIEHTPALMIO TaJUIUA B CIUIaBE ¢ KPEMHHUEM IIPHU €ro Co-
nepxxanuu ot 0,02 1o 1%.
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METOAUKA BUSHAUEHHS BMICTY TI'AJIIIO ¥ CILIABI HA OCHOBI KPEMHIIO
JI.O. upoascenko, I'I1. Koemyn, T.I1. Pusicosa, O.I1. Il]epoans

YTOouHEeHI yMOBH (POTOMETPUYHOIO MeTONy Bu3HaueHHs (Ga 3 KCHJICHOJOBUM OPaHXEBHUM y CIA0OKHCIOMY

cepenosui. [1iniOpani ymoBu Bu3HaueHHs Ga y CIUIaBi 3 KPEMHIEM y MIPUCYTHOCTI HEBEIMKOT KUTLKOCTI (PTOPHIB.

Po3pobnennii TouHUI eKCpecHu MEeTO I BU3HAYCHHS Tallif0 Y JIraTypi Ha OCHOBI CIIaBY 3 KPEMHI€M B iHTepBalIi

kxonnentpamii Cg, = 0,1...1,0 mac.%.

METHOD FOR DETERMINING GALLIUM IN ALLOY ON BASIS OF SILICON
L.A. Pirozhenko, G.P. Kovtun, T.P. Ryzhova, A.P. Shcherban’
The conditions of photometric method for determining Ga with xylenol orange in a weakly acid medium are
made more exact. The conditions for determining Ga in alloy with silicon in presence of small quantity of fluorides
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are selected. The exact express method for determining gallium in ligature on basis of alloy with silicon in the range
of concentrations Cg, = 0,1...1,0 wt.% is developed.
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