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Hekoropble mpou3BOACTBA JJsI KOHTPOJS TEXHOJOIHUECKOro mnpoliecca
HYZKJAA0TCA B AHAJUTHUECKHX METOJAX IOBBIILIECHHONH TOYHOCTH, rapaHTHPVIO-
HUIMX COJAeprKaHHe COThIX M THICAUHBIX JOJIEH IMPOLEHTA ONpeIessIeMblx KOM-
nonentoB. [To 3agaHuio 0JAHOrO U3 ropHOMETAJJIYPIrHYECKUX KOMOMHATOB Ha-
MH BBISICHHJIACh BO3MOXKHOCTDL ONpedesIeHUs B pyJdax MeAu NpH COAepIKAHHU
ee nopsigka 0,5% c rapaHTHeil COTBIX TPOLEHTA.

[Ipu mMaablXx comeprKaHHsIX ONpene/sieMblX KOMIOHEHTOB TOBbILIEHHAS
TOUHOCThL OmnpejeneHuii ooecnieynBaercss PU3HKO-XHMHUCCKUME MeTogamu [ 1],
B naunxom e ciayuae npu CpaBHUTEJAbHO GOJIBIIOM COAEPKAHHH MEIH B PY-
jge TpebyeMasi TOUHOCTh OTPEAEJCHHH UMH IapaHTUpPoBaHa ObITh He MOXKET,
UTO M MOATBEpPAH/IA NpoBepKa (POTOKOJTOPUMETPHUECKOrO MeTOMad, MPHMEHSB-
nterocst Ha komOuHare. [ToyunTh 3 yKa3aHHbIX pPya PacTBOPHI ¢ KOHIIEHTPA-
HUSMH MeJIH, NPUTOAHBIMH IS KOJOPUMETPHPOBAHUS, MOMKHO JHOO MYyTeM
YMeHBIIeHHsI HCXOAHOH HABeCKH PYAbl, UTO yBEJIHUHBAJO Obl OLIMOKY B3BE-
HIMBAHMS, MO0 MyTeM HCIOJb30BAaHHUS MAaJOi aJqMKBOTHOI 4yacTH, 4To AaBaJjo
Obl 6oyl oKOKY pasbasienus. Mamepenne «Ha rias» ThICAUHBIX H0J€H
10 1iKaJje ONTHUECKOH MJOTHOCTH TAKKe MOHHMKAET TOUYHOCTHL ONpede/eHHH.

M3 XuMuuecKuX MEeTOAO0B NMPH MACCOBBIX aHa/Jauzax HauboJee yI00HO
MCIOJB30BaTh 00'beMHBbIE METOMbI, SBJSIOUIMECS CPaBHHUTEAbHO ObICTPHIMH H
tounbIMU. [lJs1 onpemeseHuss Meau CJae10Bajgo Obl HCHOJIb30BATHL [0 HAlIEMY
MHEHHIO HOJOMETPHYECKUH HJAH MOAOPTOPUCTBIL METOABI, a TaAKKe pOJa-
HOBBI.

I/Io,uocpTopHCTbm METO/l M3BeCTeH H3 nHTepaTypu Kak HaunboJsiee ObICT-
PBI, TOUHBIH M MPUTOAHBIH AJ5 NOJAYMHKPOOINpEAeJeHHsT Meld. B gaHHom
caydyae MOZOPTOPUCTHI METOJ He 1aJj, 0JHAKO, )KedaeMblx pe3yabraToB. Oc-
HOBHBIM 3aTpyJdHeHHeM B paboTe 0Ka3a/JdoCh OTCYTCTBHE UETKOro KOHIa IMpH
TUTPOBAHUU U OBICTPOE BO30OHOB/JICHHE OKPACKM KpaxMaJsa, uTo YKasbIBajao
Ha 3HAUUTEJLHYIO 0OpaTUMOCTb npoiecca. [lo Haumemy MHeHHio oOpaTHoe
TeyeHHe peaklMd MOIVIO OBbITh BbI3BAHO:

1) 3anuxKeHHbiM pH cpenbpl K MOMeHTY OKOHUAHHS PEaKUHH (eCcTh VKa-
3aHusl, yto Jayumum sBasercs pH=3,5—4 [6]);

2) HeLOCTATOUHO NMPOUHBIM CBs3bIBaHuem Fe® " B KOMIJIEKCHbI{i HOH, UTO
71aBaJlo BO3MOXKHOCTbL ZKese3y, B3aUMOJEHCTBYS C HOAMAOM  KaJiHsd, BbIIe-
JSTH CBOOOMHBIH MO

3) saBbimenHslM pH cpeasl B HauaJe peakiMu, 4TO NPENsTCTBOBAIO A0-
CTATOYHO 3SHEPTHUHOMY B3aHMOJEHCTBHIO MeIH ¢ HOAMIOM KaJHs, U peak-
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1Mst He yereBadsia PoiTH 3a BpeMs THTpoBalud, Crnoco0CTBOBAThL 3TOMY MOT-
J0 TakxKe ceaspiBanune Cu? B KOMINIEKC, aACOPOLMST MJH  OKKJII03Us
OCAaAKOM M Ap.

Jl1s yerpaneHusl yKa3aHHBIX 3aTPYAHEHMH B PEAaKUHOHHYIO CHCTEMY
BBOJAWJIUCHL HEKOTOpble OydepHble cMecH, (PTOPUCThIH aMMOHHH 44CTHYHO 34d-
Mensacs GocopHOHd KUCJOTOH H ee COJISIMH, BHHHOH KHCJOTOH U ee COJISIMH,
noAGKpaduCch MHAUKATOPBI A4 KOHTpoaupoBanus pH u 1. 1.

[To-Buaumomy, pemaioniuM (pakTopoM, BJAUSIONIUM Ha YCJAOBUS PEAKIHH
B J1aHHOM CJyuae, siBJAsIeTCsl KOJHYECTBO BBEACHHOTO (PTOPHCTOro aMMOHH,
KOTOPOE J0JIZKHO ONPEAeAsSThCS COALPIKAHHEM B pyae He TOJbKO xKeJjesa, Ho
M aJIOMHHHS U KpeMHeKHceJA0Thl. [Tpou3Bo/ibHO 3aBblllleHHOe BBEAEHHE B Peak-
ILHOHHYIO CHCTeMY (PTOPHCTOrO aMMOHMSI A0JKHO noBbiiaTe pH, samennsath
B3aHMO/EICTBIE MeAH C HOAUCTBIM KaJjlueM, pacTsiruBasi KoHer, peakunu. Ha
nnoBeacHue GTOPHCTOrO aMMOHHUS JOJKHO BJHATL He TOJBKO COJepkKaHHe
KPEMHEKHCJIO0TBl B PYJAe, HO H COCTOSIHHE ee B KarKA0il OTAeJbHOH Ipobe, uTo
J10JIZKHO ONPeNeqsiTbCS TOJHOTOH pas/ioKeHuss HepacTBOPHMOTO OCTaTKa,
T. €. YCJOBHSMH pasJjozKeHust mpoObl (TeMIepaTypoi, BpeMeHeM M I1pou.).

Takum obOpasom, ecau Ajst onpeaeneHuss Mean ¢ OOBIYHOH TOUHOCTHIO
MOA0PTOPHUCTBI METOX MOAXOMUT, TO JJsi LleJied TOUHOro (rapaHTHPYIOULIETOo
COTBle JOJIM NPOILEHTa) OonpeaeaeHusi Meau B pyrax, rae ee okoso 0,5%,
IPH OOJILIIOM COACPIKAHHH Kese3a U KPEeMHEKHCJIOTbl METOX  HCMOJb30Bak
ObiTh e MoxkeT. KoneOanust B pacxoae THOCy/Ab(aTa Ha THTPOBaHHE, CO-
crasjsiouine Beero ,04 me (0,15 ma 0,01-0. pacTBOpa), He OTpazKaroluecs
Ha pe3yJbTarax OObIYHOIl TOUHOCTH, B JAHHOM CJydae COOTBETCTBYIOT OKOJIO
0,01% w~enu, neqaast pe3yabTaTbl HENPHEMJIEMbBIMH,

[lpu paGorte poaanoBbIM METOAOM HAM Ka3a/jgoCh BO3MOZKHbBIM IOJYUHThH
00Ji€e TOUHBIC Pe3yJbTaThl, TaK KaK 3TOMY J0JKHO CIOCOOCTBOBATH yMEHDL-
lIeHue BeJTMUMHBL I-3KBUBAJICHTa Meau B peakiinsix B3aumoneictBus CuCNS
¢ okucanteasimu (E ¢,=9,081). Onnako poaaHoBbli MeToJ ¢ BOCCTAaHOBJIE-
HHEM MeIH COJSHOKHC/ABbIM THAPOKCHJAAMMHOM U NepMaHTraHaTOMeTPHUECKHM
OKOHUAHHMEeM TaKzKe He oOecrneuuBas TPeOYEMOH TOYHOCTH ONpeaeseHHH.

Touneldiuii 13 XMMHYECKHMX METOJ0B — BECOBOH aHaJ/JM3 MOT Obl HC-
NOJb30BATHLCS B JaHHOM cJydae IpH VCJIOBHH B3BEIIHBAHUS KOHEUHOTO MpPO-
AYKTa (BecOBOH (opmMbl) Ha MHKPOXMMHUECKHX BeCAaX MJH BblAeJeHUss MeIH
B BecoBOH Gopme ¢ pakrtopom nepecuera okosao 0,1. O6¢cyauB U3BeCTHBle U3
JIHTEPATYPLI BCCOBbIE METO/bI, Mbl OCTAHOBIJINCH Ha BbIJAEJIEHUH MeIH COJbIO
Peiinexke B Buge kommiekca Cu[Cr(NHj).(CNS),]. BosabuancTBo BCTpevato-
HIMXCS B PYAAX METa/JOB He MeIIalT onpeneteHnto (nckawouenns — Hg,
Ag, Te). dunupuuecknuit pakrop nepecuera na meian 0,1636 [2].

OKasajoch, 4TO IPH U3BJACUEHHH MEIH H3 IPAMMOBOI HABECKH PYIbI, CO-
aepzKauied oxkoso 0,0% Meau, MOXKHO TOJYYHTb VAOBJETBOPHTEJILHBIC MO
TOUHOCTH pe3yabTatbl. Padora tpebyer, oanako, 0O0JMbIIONH TIATEJbHOCTH.
Ilpu B3BemMBaHMK KOHEUHOTO MPOAYKTA, cojaepxkaliero okoso 0,0050 e Mme-
au, pacxoxaennss B 0,0005 ¢ nenaroT pesyabTaThl MOYTH HENPHEMJIEMBIMIL,
Tak Kak cocrasasor okonao 0,01°/,. Mcnoab3oBanne ABYXIpaMMoOBOji HaBe-
CKH VBE@JHYHBAET TOYHOCTHL omnpepeseHui, Tak kak 0,0005 ¢ naer pacxoxie-
HHe, MHOro Metplice 0,01%/, CyliecTBeHHbIH HELOCTATOK MeTOoda — TPVJIO-
emMKocTh. TTocsie pasnoxennst HaBeckH Ha onpejeneHue TpeGyercs 3-——4 vaca.

SKcnepnmeHTa.n bHAs 4aCTb

Pyna pasnaranach Kak 1o MeTOAMKEe, TIPUHATOH Ha KOMOMHATE, ¢ MC-
noasbzopanneM NHyF, tax u mo mponucu, pekomengoBaHuoii Paiinéeprom,
CMEChIO0 KHCJIOT ¢ oKucauresaeMm [2]. Ilpu onpenesnenun Mean HOLOPTOPUCTHIM
METOJI0M IOCJe pasjoxeHus pyiasl no Paiindéepry pesyabTaThl HOJVUHINHCH
3aHUKEeHHBIMH, a4 nocae pasnoxkeHuss ¢ NHyF—sasbuneunsimu (ta6a. 1). Ha
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pe3y/bTaTaxX BECOBBIX ONpedeseHH MeIH Croco0 pasJ/ioKeHus pyabl CYLiect-
BEHHO He cKasbiBaJjcs (Tab.a. 2).

B uonodropucrom merode ucnosb3oBaJcst 0,01-H. pactBop THOCyJ/b(hAa-
Ta HATPHs, THTP KOTOPOTO yCTAHABJAMBAJICS 10 3JIEKTPOJUTHYecKoil Meau. Ha
rpaMMOBYIO HaBeCKY pPas3JOXKEeHHOH pyAbl, HEHTpaJU30BaHHOH 25-mpol. am-
MuakoM, pacxoaoBasock ot 0,3 1o 0,6 e NH4F u ot 10 10 20 2 10-npout. pacr-
BOpa MOAUCTOTO KaJus. THTpoBaHHe 3aKAHUHMBAJOCH B IIPUCYTCTBHH |-TIPOIL.
pactBopa KpaxmauJaa [6]. HekoTopble pe3dyabraTtsl npusBelenn B Tads. 1.

Tadauma 1

O6pazeit | Cnoco6 PaSJlO}KeHHﬂ | Hagecxka py- | Pacxon tno- | Coaepmaofme
PYIBI ] JbL B 2 EC}’JIb(t)aTa B _wzj Menu B %
10 | o ®PaituGepry ‘ 1,0015 E 8,20 0,521
| 0,994 | 7,9 | 0,502
| 0,9996 ? 7,48 0,476
; 0,997 | 7,90 0,502
| 09994 8,60 0,547
1,0004 8,52 0,542
| 0,990 | 8,30 0,528
10 Mo wertox. komGHHaTa 0,9996 10,40 0,661
| 0,999 9,60 0,611
C 10070 10,00 0,632
0,9996 10,10 0,642
1,003 9,98 ‘ 0,634
0,9968 9,71 0,619
Tadbauuna 2
N Conepwkanve Meaw g %
Odpaser f pasiomeno o Peiindepry i Trilie
E KOMOUHATa
1 0,591 0,592
2 0,600 0,599
3 - 0,579 0,581
4 = 0,533 0,536

|

[Ipu padore pojaHOBBIM MeTOAOM HEPACTBOPHMBIH OCTATOK OTAEJSJICH,
JIIs1 BOCCTAHOBJIEHUST MEAM M 2KeJsle3a MCIOoJNb30BaJIC COJMAHOKUCABIH THAPO-
KCHJIaMUH B ca1abokucaoM (npumepno 0,2-H.) pacTBope B KoJHYecTBe 2—3 2
Ha rpaMMOBYIO HaBecKy pyabl. Pomanum 3akucu Medu ocazkiaJjcsi u3 rops-
yero pacrBopa l0-npom. pacTBopom poiaHuaa amMmoHus [4]. B kauecTBe OKHC-
Jureast ucnoabszobadcs 0,1-H. pacTBop mepMaHraHata KaJus, KOTOPbiM CHa-
yaJa B 1eJ0UHOf cpeae oTTUTpoBbiBajcs CNS—, sarem B kucaoii—Cu* [5].
PesyiabTarsl HEKOTOPBIX ONpeAeJeHUi npuBegeHbl B TabJ. 3.

[Ipu BecoBoM ompeme/leHHH MeIH C BbiJeJeHHeM ee C coJblo Peilneke Mo-
CTVIaal CJAeAVIOUHM 00pas3oM.
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B KOHHYeCKY10 KoJ0V ¢ 3aKpblBaTes]eM K 2 ¢ TOHKO M3MEJbYeHHOH DY 1bl
nobasasacs 1 e NH4F u 20 ma HCI ya. 8. 1,19. Ilocsie 2—5 MHHYTHOTO Kli-
nauenus Tyiaa xe npuoasasiaocs 10 ma HNO; ya. B. 1,40 u KunsueHue npo-
JA0/1Kan0ch 25—30 MHHYT. 3aTeM 3aKpblBaTe/]h CHHMAJCHd, B KOJIOV BHOCH-
aoch 20 ma HoSOy4 (1: 1), n Bce BeIMapuBa/goCh A0 MOSBJAEHUS TYCTBIX O€JIbIX
napos SO;. [Tocsie 0OMBIBaHHS CTEHOK KOJAOBI AbIMJEHHE MPOA0JIKANOCEH elile
HECKOJBKO MMHYT /10 TOJHOTO yAaJeHHst OKMCJI0B azora, K pasjoKeHHOi H
oxJslaxaeHHoi npob6e npudasasaock 50 ma Boawr n 10 ma HCI (1:1) u Bce
HarpeBaJsioch 10 pacTBOpenus cyabpartoB. HepacTtBopuMbIil ocTaToK OTOUABT-
POBBIBAJICST M NPOMBIBAJICST TOpsYeil BOLOH 10 MpeKpalleHus peaxkuun Ha
JKEJIe30 € KeJITOH KpPOBSIHOH coJ/iblo. COBepPIICHHO NPO3PAYHBIIl PACTBOD B
oobeme 120—150 ma HarpeBaJcs nMouTu A0 KuneHus. Meap u zxKesae3o BOC-
cranaBauBatuce 25-npoi. pacrsopom Ko.SnCly-2H,0, kotopwiit npudaBiasics
10 o0eclBeUMBAHHS DEAKUHOHHOH CcMeCH ¢ IOCJeAYIOIHM H30BITKOM B
2 ma (2, 3]

Tadbanuna 3

O6paseir 1; Hasecka pyast B 2 i Paf‘gggl‘:?l\.i‘i};- | Co,xep;x;a;x:ve ne
12 1,0003 | 6,15 0,599
| 0,9998 6,30 | 0,572
| 1,0000 | 6,20 f 0,563
1,0004 ; 6,50 0,590
; 1,9996 | 6,55 ; 0,594

K ropsiueMy BOCCTAHOBJIEHHOMY PACTBOPY HEeGOJAbIIHMH HOPILHSAMI TP He-
IIpepPbIBHOM B30aJThIBaHMU NpuOaBasacs 1-mpoi. pactBop cosu Peiineke 10
OKpalIUBaHUS PACTBOPA HAJ OCAaJAKOM B KpacHOBAThIl uBer (Ha 10 we MedH
Tpebdyercs okoso 10 ma pacrBopa coqau). Peakumonnass cMeCh BbIIePKHBA-
Jlac, Ha BOJSIHOH OaHe 0KOJIO 15 MHHYT, 3aTeM IocJ/de OXJaxKIAeHHs 0CaJloK
OT(UJIBTPOBBIBAJICST Uepe3 3apaHee B3BelICHHbIH THre/Jb ¢ HOPHCTBIM AHOM
Ne 4. Ocamnox npompiBajics Tpu pasa XOJOAHbIM O-mpoi. pactBopom HCI,
MsiTh pa3 TelJIOH BOJAOH, O JBa pasa COUpPTOM H 3DUPOM M BHICYHIHBAJCH
npu 110° 1o moctosiHHOro Beca. Pe3y/bTaThl HEKOTOPBIX ONpedeIeHuii Npu-
BeJ1eHbl B Ta0J1. 4.

Tabaunmwa 4
Obpaserr E I'IaBecBKaZ pyaot | Becom: JQ)opma }Conepx;an:l{‘e Me %cp(z;rlﬁgggeaull{daew;;m
B "o
10 0,9998 ‘ 0,0360 0,589 — .53
0,9996 0,0362 - 0,592 0,000
0,9996 0,0366 0,598 : -0,006
0,9998 0,0361 0,591 ; —0,00!
13| 0,9998 0,0281 0,460 3 0,005
0,9996 : 0,0286 ‘ 0,468 ‘ 0,003
0,9998 ; 0,0285 | 0,466 0,001
2,0003 ‘ 0,0570 0,466 +0,001
2,0008 ' 0.0566 ' 0,463 0,002
1,9996 0,0571 0,467 40,002
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BbiBO 1 bI

1. Menb npu cogepkaHuu ee B pyaax okoso 0,59 MowerT ObIThL ONpexe--
JieHa ¢ TapaHTHell BTOPOro 3Haka BECOBbIM METOAOM, OCHOBAHHBIM Ha BbIIE-
JEeHHH MeaH coJsiblo PeiiHexke, n3 ABYXTpaMMOBOH HaBEeCKH.

2. O6beMHble HOZODTOPUCTBIH M POAAHOBBIH METOAbI NPUMEHUTEILHO K
VKa3zaHHbIM pyJaaM TpeOdyeMoil TOUHOCTH OIpeieseHHuil He 00ecneuynBaior.
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