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PazpaboTanublii MeTOA SKCTPaKIIMOHHO-(GOTOMETpHIecKoro ompexaenenus Memu ¢ IIAH mpoBepen B
MOZCIIBHBIX pacTBOpPAX, COCTABJICHHBIX IO THUILY CTAHAAPTHBIX HHWHKO-CBMHLOBLIX CIIJIABOB, a4 TAKKC Ha
AHAJIM3C Py U KOHIICHTPATOB AJIMaJIBIKCKOTO TOPHO-MCTAJUTYPTHUICCKOT'O KoMOuHaTa 0e3 IpeaABAPUTCIILHOTO
OTACJICHHUA CONYTCTBYIOIUX J3JICMCHTOB. HOJ’Iy‘IGHHHC JaHHBIC ITOKAa3bIBAIOT HAACKHOCTH W TOYHOCTH
MCTOAUKHU ONPCACIICHUA.

Key words: selective extraction, inert organic solvents, complex formation, organic azo dyes,
sensitivity, optical density, molar coefficient of light absorption.

In the studies carried out, much attention was paid to ways to increase the selectivity and sensitivity of
photometric determinations, since these analytical characteristics play an important role in the practice of
analytical chemistry. We have studied the conditions for the selective extraction of rhodanide complexes of
copper ions in the presence of DMF with inert organic solvents and the conditions for complexation with PAN
directly in the organic phase. Studies have shown that copper (11) from a strongly acidic medium in the presence
of rhodanide ions and DMF is selectively extracted with chloroform. When the phases are shaken for 10-15
seconds, copper (1) is extracted by 99.9 % without change to phase volume ratios of 10:1. The developed
method for the extraction-photometric determination of copper with PAN was tested in model solutions
composed according to the type of standard zinc-lead alloys, as well as in the analysis of ores and concentrates
of the Almalyk Mining and Metallurgical Plant without preliminary separation of accompanying elements.
The data obtained show the reliability and accuracy of the determination procedure.
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SKCHEPUMEHTAJIBHBIE UCCJEJTOBAHUS ®A30BOI'O, XUMUYECKOI'O COCTABA U
CBOMCTB INOKPBITUM HA OCHOBE Zr-Nb

K.K. Kagup6exoBa

Bgenenue. CritaBbl UPKOHUS U MPOLIECCHI UX
(opMUpOBaHUSI ~ MIMPOKO  HCCIEAYIOTCS €
MIPUMEHEHHEM  pas3IMYHBIX METOJIOB. bomibmoi
MHTEpEC  MPEACTABIAIOT  CIUIABBI  LIUPKOHMS,
JIETUPOBaHHBIE HUOOWEM, OCOOCHHO B aBHAIIHOHHOM
Y MALIMHOCTPOUTENIBHBIX OTPACHSX, TI€ KITFOYEBBIMU
SIBISIFOTCSL. TAKUE XAPAKTEPUCTUKHU TOKPBITHH, Kak:
W3HOCOCTOMKOCTh,  KOPPO3MOHHAsl  CTOMKOCTH,
XMMHYECKass HMHEPTHOCTh, IMPOYHOCTH W JApYTHE.
HuoOwuii NoBbIIIaeT MPOYHOCTHBIE XapaKTEPUCTHKU
IMPKOHMEBBIX CIUIABOB W  CTaOWIM3UpPYeT UX
KOPPO3UOHHYIO CTOMKOCTb, HEUTpalIU3ysl IEUCTBUE
BpeHbIx npuMmecedt [1, 2, 3].CrmaBsl Ha OCHOBE
cucteMbl Zr-Nb XapakTepu3yloTcs TOBBILICHHON
MPOYHOCTHIO, OCHOBaHHOW Ha  TIEeTePOreHHOMN
CTPYKTYpE, COCTOSIILIEH U3 O - TBEPIOTO PacTBOpa €
BKJIIOYEHHSIMH  AUCTIEpCHBIX vacTur  B-Nb, uro
HpeNCTaBIsIeT BOSMOKHOCTh HCIIOIBb30BAaHUSL 3TOTO
COEMHEHUs] B KAUECTBE 3aLIUTHOIO IOKPBITHSL.

Oocy:xnenne. [IoKkpITHS HAa OCHOBE ITUPKOHUS,
JIETHPOBAHHOTO HUOOWEM B JTaHHOW pabote, ObUTH
MOJTyYEHbl MAarHeTPOHHBIM pacrlblieHueM. s
MONy4YeHUs  TOKPBITMM  ObUIa  HCIOJb30BaHA
YCTaHOBKA BAKYyMHOI'0 HarnbuleHus thiia Y BH-75P-
1. BakyymHass kKamepa YCTAaHOBKH MPEACTaBISCT
coOOl  BOJOOXJIKIAEMYIO  IWJIMHIPHYECKYIO
Kamepy wu3 HepxkaBeromed cramm 12X18HIOT.
Huametp xamepst 750 mm, aimuHa 550 MM, TONIIIHA
CTeHOK 6 MM. BHyTpu KamepHas oOCHacTKa
YCTAaHOBKM MOJIEPHU3MPOBaHa, T.€. W3 Kamepbl
yllaJieHbl CTaHIapTHBIE KOHTEHHEPHI, 3JI€KTPOHHO-
JIy4eBON UCTIApUTEND U CUCTEMA TPUOJHOTO HOHHO-
IUIA3MEHHOTO paclbuleHHA. B ycTaHOBKY uepes
repexoHbIe (hIIaHITbl BBECHBI: NCTOYHUK MOHOB C
XOJIOMHBIM KaTOJIOM, YCTPOWCTBO MAarHETPOHHOTO
pacmblIeHHs TOCTOSIHHOTO Toka. Kpome Toro, B
KaMepe WMeeTcs OCHAacTKa UIi pa3MelIeHUs
oOpastoB amamerpom 10 400 MM W cuctema s
[UIAHETAPHOTO JBWKEHHUSI 00pas3lioB pa3MepoM [0
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100 Mm - 6 T, (puc.1). ITokpeITHS HAHOCHINCH Ha
o0pa3libl W3 BBICOKOJISTUPOBAHHOM  CTaju
12X18H10T. B xauectBe Marepuana Karoja
WCIONB30BaH  CIDIaB  ItUpKaioii-2. B xome
MIPOBEACHUS 3KCHEPUMEHTAIBHBIX HCCIEI0BaHUI
OBLIM MOJTYYEeHBI TIOKPBITUS HA OCHOBE LIUPKOHMS U
urobus — Zr-Nb, (Zr-Nb)N, (Zr-Nb)O, ompenenen
(a30BBIf W XUMHYECKHH aHaIW3 TIONyYeHHBIX
MIOKPBITU.

<

Puc. 1. Cxema pacnosioxeHust TEXHOJIOTHUECKUX
YCTPOHCTB B MOAEPHH3MPOBAHHOM BapHaHTe
YCTaHOBKH: 1-HarpeBareJib; 2-0CHACTKA; 3-Kamepa;
4-ycTpoiicTBO HOHHO-TLIA3MEHHOI'0 PACIbLICHHUS;
5-TepMuyeckuii ucnapurTeab

@Da30BbIii COCTAB MOKPHITUN U3YyYaJICsS METOAOM
PEHTT€HOCTPYKTYPHOI'O aHaJIM3a C UCTIOIb30BaHUEM
magppakromepa JIPOH-2,0 oOmero Ha3zHaueHUsI.
®a30Bblii PEHTTEHOCTPYKTYPHBII aHanu3
MOKa3bIBACT, YTO INPH HAHECEHMH MOKPHITHHA Ha
ocHoBe Zr-Nb oH coctout u3 (asel — Zr ¢ pereTkoi
ITIY. OxkcnepuMeHTaIbHOE 3HAYEHHE TepHoaa
KPUCTAJUIMYECKON PEIIETKH OoJblie TaOIMYHOro
(@rasn. = 0,4235HM, Crasn= 0,5147). Takum obpazom,
MOYKHO 3aKJIFOYHTh, YTO TIOKPBITHE Ha 00pa3liax B
OCHOBHOM  COCTOMT W3 Zr.  XapakTepHOU
0COOEHHOCTBIO 00paboTku JTAHHBIX
PEHTTEHOCTPYKTYPHOTO aHAIN3a SBJIAETCS IMINPOKOe
WCIIONIb30BaHWE KOHCTAHT, OMNPENENICHHBIX paHee

HMHTEHCUBHOCTEH JIHUN c STAJIOHHBIMU
pentrenorpammamu [2]. [lpu cpaBHeHMM criegyeT
UMeTh B BHUIY, YTO JaHHbIE TaONWI] B OCHOBHOM
OTHOCATCS TOJIBKO K COEIMHEHUSIM
CTEXHOMETPHYIECKOTO COCTaBa, a MPH 00pa3oBaHUU
TBEPIBIX PACTBOPOB 3HAYCHUS MEKIUIOCKOCTHBIX
PacCTOSHUI 3aKOHOMEPHO U3MEHSIOTCSL.

Craructuueckne (Quykryarmu (QoHa Takxke
OKa3bIBAIOT BIMSHUE HA TOYHOCTH KAUeCTBEHHOTO
aganm3a.  CrnenuanbHBI — aHaIM3  OLIMOOK
IIOKa3bIBACT, YTO 33 IU(PPAKLIHOHHBIE MAKCUMYMBI
MOKHO C IOCTOBEPHOM TOYHOCTHIO MPUHUMATD [TUKH
C BENIMYMHOM B TPH pa3a MPEBBIILAIONICH BeTHINHY
CpeIHUX OTKJIOHEHUH st (hoHa.

UccnenoBanust (a3oBoro cocraBa MOKPHITHN
npoBoaii B m3nydennn CoK,, ¢ ucrmonp3oBanreM
JKEJIE3HOTO CENICKTUBHO-TIOTIIOMIAIONIETO (UIBTpA.
PabGouwnit Tok — 10 MA; BeIcOKOE Hampstxenue — 30
kB; ckopocte mepememieHust gerekropa — 1
rpaj/mMuH. [lpy M3MEpPEHUSX HCIOIB30BAINCH TPU
menn  pasmepamMu  Ix2x1 MM,  MacmTab
mugppakrorpaMmbl 1 — 20 MM. MeEXITOCKOCTHBIC
paccTosHMS TOKPBITHI HA OCHOBE LIMPKOHHUA-HUOOUS
pacCuMThHIBAIMNCh 1O LEHTpaM Tsbkectd. Ha
audparorpamMmme He oOHapykeHbl HUTpUIbI Zr-Nb,
TaK KaK TOJNIIMHA MOKPBITHS MPUOIU3UTENBHO 1 MKM,
PEHTTEHOBCKHE JIyYd NPOXOAAT HACKBO3b, U JAeT
oTpaxkeHue (Ha qudparorpaMMe) TOJIBKO MOIIOKKA
(12X18H10T). Beimonuen pacuer ¢azoBoro cocraBa
HOKpBITH# Ha ocHOBE Zr-Nb. 3a HCTHHHOE 3HAYCHHE
MepuoJa KPUCTAUIMYECKOW PEIETKH IPUHSTO
3HaUEHHE, COOTBETCTBYIOLIEE Yoy 20 = 41,3 rpan.
[IpousBenen pacuer mnepuona KpPUCTAJUTMYECKOM
PELIETKH ISl Pa3IUYHBIX PEXUMOB (DOPMHUPOBAHUS
MOKPBITHH, IOJTy4YEHHbIE DPE3YyJIbTaThl CBEICHBI B
Tabmuy 1.

HUccnenoBanne XMMHYECKOTO cocTaBa
MOKPBITHH TPOBOAMIOCH METOIOM  3JIEKTPOHHON
Orke-CEKTPOCKOIHH. OHeprus MIEPBUYHBIX
AIIEKTPOHOB COCTaBIsLIA 3 k3B, tutoTHOCTH TOKa 5-10°

AKCTIEPUMEHTAITBHO 1701171 BBIYUCIICHHBIX . 5
TEOPETHYECKH. DTO 3HAYMTENBLHO YCKOPSET U Alew, anonHoe Hanpsukenne 200 B, nasnenne B
obnerdaer mpomecc  OOpabOTKH  pe3ysIbTaToB kamepe ~0,000013 Ila. KagecTBeHHbI aHamu3
WccnenoBaEMs. B CIydasx, KOTMA  MOYKHO 9JIEMEHTOB B TOKPBITHH TPOM3BOMMICS IyTEM
TIpe/NoNaraTh, Kakie BEIIECTBA MPHCYTCTBYIOT B CABHEHWS ~ 3HAWCHHA ~ OHEPIHH  BTOPHHHBIX
HCCTIeTyeMoM obpaste, KAYeCTBEHHbIIH 3JIEKTPOHOB, CHSTOM C O>i<e-cneKTpa C TaOJINYHBIMH
PEHTICHOCTPYKTYPHBI — aHAM3  3aKII0YaeTcs B JIQHHBIMA U1t OHEPruH  Oke-dNIeKTPOHOB I
CpaBHEHHH AKCIIEPUMEHTAITBHBIX 3HAYCHHIT Pa3IHYHEIX SIIEMEHTOB [4-7].
MEKIUIOCKOCTHBIX PACCTOSHANA W OTHOCHTEIBHBIX
Tadanua 1
MeKnJI0CKOCTHbIE PACCTOAHUA MAapaMeTpPoOB Kpl/lCTaﬂﬂﬂqecKOﬁ PECHICTKU MOKPLITHUA HA OCHOBE Zr'Nb
Zr-Nb
HKL dhii Thki ¢haza Hepron pemerku
(a, HM) (c, Hm)
100 2,77 0,3 Zr 0,3198 0,516
002 2,58 1,0 Zr 0,3231 0,516
101 2,46 0,15 Zr - -
102 1,49 0,2 Zr - -
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3a uHTeHCHBHOCTH O’Ke-TIMKa MPUHIMAETCS
WHTEHCUBHOCTh MAaKCHMAJIBHOTO MHKA. 3HAYCHHUS
SNIEMEHTHOW YyBCTBUTEIBHOCTH JUIL KaXIOTO
JJIEMEHTa,  NPUCYTCTBYIOIIETO B CIEKTpeE,
HaXOIWIHCh MO TpaguKy B 3aBUCUMOCTH OT
aTOMHOT'O HOMepa " BO3MOYKHOCTH
COOTBETCTBYIOIIETO JHEPreTHYECKOr0 Iepexoa
(KLL, LMM, MNN-mepexonsr) [7,8]. OXKE -
CIIEKTPOCKONHUS TOKPHITHH IOKa3aja, 4dTO B
MOKPBITHH TIPHUCYTCTBYeT IMpKoHUM 94,2 %, a
takke Huobuit 1,3 %. B pesynprare pacuera
XMMHYECKOT0 COCTaBa MOKPHITHI Ha ocHOBE Zr-Nb
OIIpEe/ICIICHBI: MHTEHCUBHOCTh OKke-TIMKOB,
ANIEMEHTHAs YyBCTBUTEIBHOCTh U OTHOIICHHUE |x/Sx
IUIE  KaXJOTO 53JEMEHTa, MPUCYTCTBYIOIIETO B
MOKPBITHH. HccnenoBanme  dazoBoro o
XMMHYECKOTO COCTaBa TIOKPBITHH Ha OCHOBE
HuTpuaoB Zr-Nb  mpoBoauioch ¢ MOMOIIBIO
PEHTTEHOCTPYKTYpHOTO aHanu3a u meroma Oxe-
cnekrpockonuu. OXE - cmekrpockomnus
MOKPHITUH ~ TOKa3zama, 4YTO B  TOKPBITHH
MPUCYTCTBYeT a30T B KoiudectBe 2,9 % u
uupkonuit 91,6 %, a Taxxke anodbuit 1,1 %.

Ha ocHOBaHMM XHMMHYECKOTO aHanM3a
MOJKHO TPEATONIOKHUTh, YTO MOKPBITHE COJEPKHUT

12X18HI10T. Pacuer mudpakTorpamMm mokasan,
4YTo MOKpbITHE coctouT u3 (aser ZrO; c¢
MOHOKJIMHHOM  KPHUCTAJNIMYECKOM  PEIIeTKOH,
nepuop pemetkn a=0,463uM. Taxke 0OHapy>KEeHBI
cieapl Zr. Ha audparorpamme He OOHApy:KEHBI
OKCHIbl HUOOUS, HPUCYTCTBYIOT TOJIBKO CJEIbI
HUOOUSI.

XUMHUECKHUI aHalIu3 TOKa3aja, YTO OKCH]I
Zr-Nb  comepxkut mpubmusurensHo 90 %
uupkonus, | % HroOus u okoio 3 % Kuciopoa.

HccnenoBanbl MUKPOTBEPAOCTD,
KOPPO3UOHHAS! CTOMKOCTh M TOJIIUHA MOKPBITHIH
na ocHose Zr-Nb, (Zr-Nb)N, (Zr-Nb)O [9].

3aknouenne. Ha ocHOBe mpoBeneHHBIX
OKCIICPUMCHTAJIBHBIX I/ICCJ]CILOBEIHI/H‘/’I MOKHO
C/IeJaTh CIELYIOIIUE BEIBOABL:

- Ha 9KCIUTyaTallMOHHbIE CBOWCTBa
KOMIIO3ULIMOHHBIX HAHO CTPYKTYPUPOBAHHBIX
MOKPBITUH Ha ocHOBe ZI—NDb, MX HUTPHIOB H
OKCHJOB,  TIOJIyYEHHbIX  HOHHO-TIFIA3MEHHBIM
METOJAOM MAaru€TpOHHOI'O HANIBIJICHUA, OKA3bIBAIOT
BJIMAHKEC TOJIIIWHA OKPLITUA, 4 TAKKE TOK AYT'U,

-  MAaKCHMAaJbHYIO KOPPO3HOHHYI CTOHKOCTB
UMEIOT TOKpBITHS Ha ocHOoBe okcuma Zr-Nb
TOIIIUHON 3MKM.

Hutpuasl  Zr-Nb. Uccnenosanust ¢a3oBoro u - M3 HCCICIOBaHHBIX MOKPBITHH Hambosee
XAMHYECKOTO0 COCTaB IMOKPHITHH HAa OCHOBE KOPPO3HOHHOCTOMKUM siBJisieTcst oken Zr-Nb
okcuioB Zr-Nb npoBoauin Ha 00pasiax U3 cTaiu
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