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3HAKA NPU COAEP)XAHHH OKOJIO 0,5,

B. b. COKOJIOBHY, H. 1. OHYPPHUEHOK, b. H. BECITPO3BAHHbIX
{ITpeacraeaeno npodeccopoM aorTopoM Xumuueckux wayxk A, . Crpomdeprom)

HekoTopble TpoM3BOACTBa AJst KOHTPOJS TEXHOJOIHUECKOro Ipoliecca
HYZKIAOTCA B AHAJIUTHUECKHX METOAAX MOBBIICHHOH TOYHOCTH, rapaiTHPVIO-
HIMX COAepXKaHHe COThbIX M ThICAUHBIX JOJICH NPOLEHTA OHpefesasieMblx KOM-
notreHToB. [lo 3aaHu0 OLHOTO M3 TOPHOMETAMNIYPTHUECKHX KOMOHHATOB Ha-
MH BBISICHH/JI4Cb BO3MOXKHOCTL ONpeJe/eHHs B pylax MeIH HpH COdeprKaliuu
ee mopsiaka 0,5% c rapaHtueil COTBIX TPOUEHTA.

[Ipu Manelx cozeprKaHHSX ONpeIeafseMbIX KOMMOHCHTOB TNOBbiIeHHAA
TOUHOCTbL OHpefeselltii ofecneuynBaercs PU3HKO-XHMUUCCKAMH MeToxaMu [1],
B nanHowM e cayuae npu CPABHUTEIbHO GOJIBIIOM COAEPHKAHUM MCIH B PY-
Ae TpefyeMas TOUHOCThL ONPEACJCHHH UMU FAdPAHTHPOBaAla ObiTh ie MOKeT,
YTO H NOATBEPAH/IA NPOBEpPKA (POTOKOJOPUMETPHUECKOrO METOLA, TIPHUMEHSB-
nterocst Ha KomOuHaTe. [ToayunTe B3 yKaszalplx pyJ pacTBOPBL C KOHLEHTPA-
UNSMH MeIH, MPUTOAHBIMH 118 KOJOPHMETPHPOBAUHA, MOKHO JAHOO MYTeM
YMEeHBlLIeHHs] HCXOMHOH HAaBeCKH pYJbl, UTO YBCAMUHBA/J0 Obl OIIMGKY B3Be-
HIMBAHMA, AUO0 NYTEM UCIOJNB30BAHHA MaJOH aJHKBOTHON yactH, uto AaBajo
OBl 60JbIIYIO OMIUOKY pasbaBiedust. FIaMepenne «Ha raas» ThlCAUHBIX AOJEN
M0 HIKasie ONTHYeCKOH MJOTHOCTH TAKKC AOHHKAeT TOUHOCTL Onpeldesaelini.

M3 xuMmupueckux METO0B MPH MACCOBBIX aHaanm3ax HaubolJee vI0OHO
HCIIOJIbL30BaTh OfbeMHbIe MeTObl, ABAAIOUINECS CPAaBHHTEAbHO OLICTPhIMU H
TOUHBIMH, Jlasi onpeaeleHuss MeaH CICA0BAJI0 Obl HCIOJAB30OBATL 10 HallleMy
MHEHHIO HOIOMETPHUECKHH WM HOAOMTOPUCTHIN METOABl, 4 TakKe pPoIlad-
HOBBIA.

HonodropucTsiit MeTo 1 U3BeCTeH W3 JUTEPATYPB, Kak Haubo.ee ObiCT-
PBI, TOYHBIA M IPUTOAHBIA A5 NOJAVMHKPOONpCAeACHHsT Meld. B JaHuoM
cayyae MOI0PTOPUCTHIN METOL He 1aJj, 0OLHAKO, KedaeMblx pe3viabraTos, Oc-
HOBHBIM 3daTpyAHeHHeM B paboTe 0Ka3aJdoch OTCYTCTBHe UeTKOro KOHHa IpiH
TRTPOBAHHM U OBICTPOE BO30OHOB/JIEHHC OKPACKH KpaxMaJa, uto YKasblBaIo
A 3HAUUTEJAbHYIO 0OGpaTuMocTs mpolecca. [lo namemy MHenuto oGparHoe
TeueHHe PedKkllMH MOIyo OBITh BBI3BAHO!

1) sanvxenHoiM pH cpeabl k. MOMEHTY OKOHUAHHS PCAKUHH  (eCTh vKd-
3d4HUS, UTO Jyulium siBasetcs pH=35—4 [6]); ‘

2) HeJOCTAaTOYHO NPOYHBLIM CBsI3bIBaHHeM Fed "B KOMIIEeKCHBI HOH, YTO
1aBaJO BO3MOXKHOCTBL JKelledy, B3aUMOTeHCTBYsi ¢ HOAMAOM  KaJHd, BbIIe-
Jd8Th CBOOOIHBIH HOI,

3) s3aBpunenteiM pH cpeasl B HauaJse peakiHH, 4To MPENATCTBOBA10 10~
CTATOUIO 3HEPrUUHOMY B3aUMOIEHCTBUIO Medu ¢ HOAHIOM KadHs, H peak-
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1LMst fle yeneBasda NPoHTH 34 BpeMd THTPOoBaiud, CHoco0CTBOBATEL 3TOMY MOT-
J0 TakKe  cesasbiBanue Cu? B KOMILIEKC, aacopOUHA  HiIH  OKK/103U4d
OCAIKOM H 1p.

Jlast yeTpaileliug yKasalliblX  3aTPVIHCHMH B PeakUHOHHVIO  CHCTeMY
BBOIMJINCEL HEKOTOpble Oy(hepHbIC CMeCH, QTOPHCTLIA dMMOHHN 44CTHUHO 34-
Melsiacs poc@opiod KUCJIOTOH H ee COoIsiMU, BHHHOH KHCJIOTOIL H ee COJAMH,
NOIOKPANNCL HHAUKATOPBE A48 KoHTposupoBaiusg pH u 1. 1.

[To-BUAMMOMY, peiaouiMM (PaKTOPOM, BJAHSIOIHM HA VCIOBUSA PEaKiiiil
B 1aIHOM CAVUae, siBJAFeTCd KOMHUCeCTBO BBeIACHHOI0 PTOPHCTOro aMMOHHS,
KOTOPOE 10J7KI10 OTPeICasiTLC COAepPrKallHeM B pyJe He TOJLKO rKejesa, Ho
I ATIOMHHHST 1 KPOMITeKHCTOTH. T1poH3BO/IbIO 3aBBILICHHOE BBEACHUC B PEdK-
ILHOHIIYIO CHCTEMY (PTOPHCTOIO aMMOIMS 10JKHO NoBbiate pH, sameanarn
B3aUMOIENCTBIIC MCIH ¢ HOAUCTHIM KajueM, pacTAruBas KoHen peaxuud, Ha
nHopeldelde GTOPHCTOrO aMMOHMA JOJMKIO BJAHATL He TOJBKO COAdepiKaHHue
KPEMIEKHCIOTh B PY1e, HO H COCTOAIME ee B Kax10it 0TAeJbHOH npode, uTo
AOJAYKHO ONPEARJIATECH HOAHUOTOH pa3J0KeHnsa HepacTBOPHMOTO  OCTaTKd,
T. C. VCJAOBHAMII DA3107KCINs NDOOLE (TeMACpaTypol, BpeMereM u IIPoU.).

Takuy  obpasom, ecay A5 onpelesieHus Mead ¢ OO0BIYHOH TOUHOCTLIO
HOTOPTOPUCTHIA MeTO 1 TOIXOINT, To ISt lejdeld TouHoro (rapaHTHpPVIOMIETo
COTBIC TOJH NPOLEeHTd) OnpefedeHHs Meluw B pyaaX, rae ee oxoao 0,0%,
HPH GOJBLITOM COACPIKAHMM Kede3a H KPeMHEKHCA0Thl MEeTOR HCMOJb30Ball
ObITL He MoxKeT., KoacGanus B pacxole THOCYJL(aTa Ha THTPOBAHHE, CO-
crasgsioiine seero G,04 we (0,15 s 0,01-1. pactBOpéd), He oTpaxKarlHecs
Ifa Pe3yIbTaTaX OOBIYHOI TOYHOCTH, B JaHHOM Cjydae COOTBCTCTBYIOT OKOI0
O,01% weam, 1eaast pesvanTaTbl HeDPHEMACMBIMH,

[1Ipi padoTe poaainossiM METOIOM HaM Kaszadoch BO3MOKHbLIM DOJYUHTH
00Jee TOUHBIE Pe3VAbTAThl, TAK KAK 9TOMY J0JAKHO CIOCOOCTBOBATL YMEHDL-
e He BeJHUNIBL T-9KBHBAJICHTA Medl B peakilisax szaumMoaedctBus CuCNS
¢ orucapTeasian (Eey,—9,081). Oanako poadiloBbill MeTog ¢ BOCCTAHOBJIE-
HHEM MCIH COJIAHOKHCABIM FHAPOKCHJAAMUIIOM U IIepMalraiaToMeTPHUYecKnM
OKOHYAIHCM Takzke He obecneunBas TPeOVOMON TOYHOCTH onpeleseHHil.

Tounefwui 13 XMMHUCCKHX  METO10B — BECOBOH  aHAJdH3 MOT Obl iIC-
NOJIb30BATHLCS B JallHOM ¢Jvyae TP VCI0BHH B3BCIIMBAHHS KOLEUHOTO MPO-
AVKTaA (BeCcoBOH GOPMBI) 14 MHKPOXUMIECKHX BCCAX WAW BbILCAeINg MCeIH
B BeCOBOH (opale ¢ (pakToporr nepecyeTa okodo (0,1, OBcyIUB H3BeCTHRIC H3
JHTEPATVPLE BCCOBBIE MOTOLBI, Mbl OCTAHOBUJNCH A BbIICJEHHH MEAU COIDLI0
Peitnexe 8 suge komMitiekca CulCr{NH;)»(CNS),]. BoabuidneTBo BCTPEUAIO-
IMHXCS B PVAAX MCTALIOB He MCWAEIT onpelicedeniio  (Hekawouenns — Hg,
Ag, Tey. Dvnupunuecknit hakrtop nepecuera ta mean 0,1636 (2]

OKa3a10Ch, YTO HIPH HB3BJICUCIHH MCIH H3 IPAMMOBOIl HABCCKH PYALI, CO-
Jepmamen okodao 0,5% NMeas, MOXKIO NOJVUHTL  VAOBJCTBOPHTEALHBIC 110
TOUHOCTH Pe3yiantarnl. Padora Tpebyer, odiiako, 00AbHIOH  THLATEILLIOCTH.
ITpit B3BCIIUBAINH KOHCUHOTO MIPOAYKTA, cojepxaulero okodao 0,0050 e me-
ad, pacxoAcienns B 0,0005 ¢ 1eqanT pe3ydbTaThl  MOUYTH HEMPHEMJAEMBIMIL,
TAK Kak cocTapadaor oxkogao 6,01, MenoanzoBanue ABYXIPaMMOBO HABE-
CKH VBCAHUHBACT TOUHOCTL ofipedesciini, tax kax 00,0005 ¢ naer pacxoxie-
HHe, Mioro mMeisiee G,01%,. CyuectBenuplii 11eJ0CTaTOK MeToda — TPVI0-
enrocTh. [locae pasnoxenws HaBecku Ha omnpeletdenne tpebyeTcsi 3-—4 yaca.

SKcnepuMeHTa.anag 4acThb

Py1a pasiaragack Kak M0 METOJHKE, TNPUHATOH na KOMOHHATC, ¢ IC-
noaszoanem NH.F, Tax n nmo mponucu, pekomenmoBanHoy DaiinGeprom,
CMECLIO KHCJI0T ¢ OKHCauTeacm (2] [lpu onpencieliny Mean HOTOPTOPUCTHIM
METOAOM ITOCJIC pas3JIOKeHHsT pvAbLl 0o @aﬁn()epl‘y PeE3YJAbTATHI HOJVUHIHCDH
3allizKeldBIMK, a4 noctde pasioxenus ¢ NHyF-—s3agstmennwimu (taé.1. 1), Ha
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PC3YJIbTATAX BECOBBIX OllpedeseHuil Melu crnocod pasJioweHHst pyasl CYLiect-
BEHIO 1le cKa3blBasjcs (Tada. 2).

B uozodropucToM MeTole ucmosib3opadcst 0,01-H. pactBop THOCYIb]a-
Ta HaTpus, THTP KOTOPOTO YCTaHaBAHBAJICS 110 3JeKTpoJsHTHYecKoi Meau. Ha
rPaMMOBYIO HABECKY pasJjoKeHHOH pyAbl, HEHTPAJIH30BAHHOH 215-mpol. aM-
MHaKOM, pacxoaoBajioch ot 0,3 1o 0,6 ¢ NH4F u ot 10 10 20 a1 10-mmpour. pacr-
BOpa MOAMCTOTrO KaJjusi, TUTpoBaHHe 3aKAHUHBAJIOCL B MPUCYTCTBHM |-NpOL.
pacTBopa kpaxmaJa [6]. Hekoropele pesyaeTatel npusefenbl B Tabu. I.

Tadanma 1

Odpaser, Ciocod pasiomenns Hagmecka py- | Pacxpﬂ THO- | Conepmiguc
: pVab bl B 2 Fynb¢ara B M4 Mei B "
10 ' Mo Paiucepry L0l 8,2 L 0,521
| 0,999 | 7.0 . 0,502
i 0,906 7,48 0,476
! 0,9997 : 7,90 0,502
' 0,994 8,60 0,547
10004 8,52 0,542
j 0,999 8,30 0,528
30y o MCTOJ.KOM@HHaTa‘ 0,9996 | 10,40 0,661
. ‘ 0,9996 ‘ 9,60 0,611
| 1.0070 10,00 0,632
| C0,9996 10,10 0,642
1,003 9,98 0,634
0, 9968 9,71 0,619

Tadauyua ?

ConepiKanue Meuu B v

Ubpasen j pasaoacio o Peindbepry pasaomKeno no Mero-l.
i KoMOuHaATA
1 (0,591 0,892
9 0,600 0,599
3 0,579 0,981
1 ‘ 0,533 ‘ 0,536

[Tpu paGore POLAHOBBIM MeTOI0M HEPACTBOPHMBI OCTATOK OTACJAICH,
0051 POCCTAHOBJACHHST MeAM M 2KeJde3a MCI0JNb30BaACT COJAHOKUCAbIHE THAPO-
KCeHJAaMHUIL B caadokuesom (nmpuMepHo 0,2-1.) pacTBope B KOJHYCCTBE 2—3 2
Ha IPaMMOBYIO 11aBeCKY PyAbl. PodaHup 3akMCH MeXu OCaxuajcs ug rops-
yero pactsopa 10-npou. pacTBOpoM pogaHuaa ammouud [4]. B kauecTse OKHC-
JTess Henodb3osascs 0,1-1. pacTBop IepMaHraHata xafus, KOTOPbIM cHa-
Jada B LLEJIOUHON cpede oTTHTpoBbiBadca CNS' , zatem B Kucaofi—Cu ™ [3].
PeayviabpTaThl HEKOTOPBIX ONpPedeJeHNE NpuBeletbl B Ta0, 3.

[Tpu BECOBOM OTMpEIENEHHH MEAH C BbiLeJeHHeM ee ¢ coabio Pefiieke no-
CTYVEH CJIC;I}'IOIHHM OGPHBOM.
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B KoHuyecKyr KoJ0V ¢ 3aKpbiBATEJCM K 2 ¢ TOHKO H3MCJABLYEHHOH DY Abl
aooasaancs 12 NHF w20 s HCL yva. s, 1,19, Tlociae 2—5 MHHYTHOrO KI1-
nsueHust TyIa xe npuoasasgaocs 10 wma HNO; va. 8. 1,40 u KunsueHue 0po-
A0J2KaJM0Ch 25—30 mMuiyT. 3aTeM 3aKpbiBaTe b CHHMAJACH, B KOJIGV BHOCH-
Jdoch 20 ma H,SO4 (1: 1), n Bce BrIMAapUBAJIOCL 10 TMOABJASHHSA I'YCThIX OC/IbIN
napon SQO;. [Tocae 0OMBIBaHHA CTEHOK KOJAOLL IBIM.IEHHAE TTPOIOJIKAIOCEH ClUC
HECKOALKO MMUVT 0 MOJHOTO yJlacdeluss OKHCA0B asoTa, K pamo}}\em{ou it
OXAAKACHHOA 11poGe npubabisiioch 50 a1 Boaw 1 10 e HCL (1: 1) u see
HArpeBaJ10ch 10 pacTropenus cvibdatos. HepactBopumbriit octatox oThHIBT-
POBLIBAJICS U NPOMBIBAJCS TOpdUeH BOAOH 10 NpPeKpalleHHs peakuud la
JKEJIe30 € KeJATOH KPOBAHOH Co/bio. COBCPUICHIO TIPO3PAUNBIIE PACTBOD B
oObeMe 120—150 wma uarpeBasicss nodty A0 Kunenus. Meip u zKesde3o BOC-
cTataBauBaTiCL 25-npol. pacteopom K,SnCl2H.O, kotopuiit npudais.ics
A0 o0eclUBeUMBAHHMSA DPEAKHHOHIIOH cMeCH ¢ IOCTEAVIOIHM H30BITKONM B
2 ma 2, 3l

Tadanuna 3

O6pazen ’x Hasecka pyant B ¢ | Paﬁg;r:elfnﬁ_l;_ | Co;lep;:m;:m men
12 1,0003 6,15 0,599
0,9998 ' 6,30 | 0,572
1,0000 : 6,20 ‘ 0,563
1,0004 : 6,50 0, 590
1.9996 ‘ 6,55 0,594

K ropsitemMy BOCCTAHOBICIHOMY PACTBOPY HeOOJALILIHMH TOPHHAMIL [IPIL He-
HPEPBIBHOM B30aJThIBANMI NpUOABJLICS 1-npoil. pacTtBop co/iin Peiliteke 10
OKpalIMBaHUA PACTBOPA HAL OCAAKOM B KPaCHOBATHIl uBeT (Ha [0 .we MC1n
rpedyercs okoqo 1{) ma pactBopa codu). PeakuHonuass cMecs BbUICPAHBI-
Jacp Ha BOASHON Oane okKoJ0 15 MHAYT, 3aTeM Tocde OXJAarKIeHHs OCAT0K
OTPHILTPOBBIBAJICA Yepes 3apatiee B3BelI€HIbIH THresgh ¢ HOPHCTLIM 110
Ne 4. Ocanok mpoMuIBajgcs TpH pasa XOJOLHbIM 5-poll. pactBopoy HCI
MATh pa3 TelJoH BOIOH, MO IBA paza CIOUPTOM H IMHPOM H BHICVIIIHBAICH
apun 110° 1o nocrosdiiHOro Beca. PesvapTatbl 1EKOTOPhiX onpeiedenui npi-
seaenn B Taba. 4,

Ta6uamia

' | OTkIoHEUHEe OT
4 [laBecka pvianl B Ma Conepxaliie Melu | ’
Oopasery e% a’ Py b Beco ::;1 ,q]op 01 pm:nune el cpeero naneli

B e

10 04,9998 0,0360 0,589 —0,003
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 6,999% 0,0281 0,460 ' 0,005
0,9996 0,0286 ‘ 0,468 0,003
0, 9998 ‘ 0,0285 0,466 10,001
2,0003 0,0570 0,466 +0,001
2,0008 0.0566 : 0,463 -0,002
1,9996 0,0571 A 0,467 40,002
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BoiBoabl

1. Meap npu coaep:kaHuu ee B pyaax oxodo 0,5% Moxer GHTh crpeie-
JdeHa ¢ rapaHTHey BTOPOro 3HAK4 BECOBBLIM METO/I0M, OCHOBAHHBIM Iig BbiIe-
JACHHH MedH coqnlo Peillieke, n3 ABYXTpaMMOBOW HaBeCKH.

2. O6beMHBle HOAOPTOPHUCTBI U POAAHOBBIH METOAB NPUMEHHTEILHG K
VKaszaHUelM pyJiaM TpedyeMoil ToUHOCTH onpeleslenHtil He o0ecneuuBadioT.
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