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Beenenne

B mHacrosmee Bpems B mupe M B Poccuu, B 4YacTHOCTH, IJIsl OYHUCTKH U
o0e33apaKMBaHUsl TMPUMEHSIOTCS PEAreHTBI-OKUCIUTENN — XJIOp, XJIOpCOoAep Kallue
peareHTbl, a TaKkXe 030H — B KoMOuHanuu ¢ Y ®d-06mydyeHneM, TEXHOJIOTUENH aHa’pOOHOTO
cOpaxuBaHusl, rpyObIM U TOHKUM (PUIBTPOBAHUEM, MPUMEHEHUEM KoaryssiHToB. OjHaKo,
IIPU UCIIOJIb30BAaHUM JAaHHBIX PEAareHTOB OOHAPYKMBAETCS PsJl BECOMBIX HEIOCTAaTKOB. Tak,
IUI XJIOPA U €r0 MPOM3BOAHBIX XapaKTEPHO 00pa30BaHNE TOKCUYHBIX MPOJAYKTOB OKUCIICHHUS
OpPraHMYECKHUX 3arpsi3HUTENEH, HEOOXOIMMOCTh JOMOJIHUTEILHOTO BBEJACHHUS KOATyJSIHTOB,
c1aboBBIpaKeHHbIE OaKTEPUIIMIHbIE CBOMCTBA, KpOME TOT0, 3TH BElIecTBa TPEOYIOT 0COOBIX
YCJIOBUI XpaHEHUS U TPAHCIOPTUPOBKH, YTO 3HAUMUTEIBHO YAOPOXKAET UX NPUMEHEHHUE.
Hcnonb3oBaHue TEXHOJIOTUU 030HUPOBAHUS — HE TOJBKO BECbMa JIOPOTrOCTOSIIMIA TpoIECC,

HO €lic u B3pI)IBOOHaCHI>If/'I.

B T0 e Bpems, ucnosb3oBanue ¢eppara (V1) B cyxoM BuJie He JHUIIICHO HEJOCTATKOB,
BBIPAKAIOLIUXCS B BBICOKOM CTOMMOCTH M B3PBIBOOIIACHOCTH MPHU XPaHEHHUH U IPOU3BOJICTBE.

OHaKo, TAHHBIX HEIOCTATKOB JIAIIEH dJICKTPOXUMHUIECKUH METO MPOM3BOICTBA pacTBOpa
dbeppara (VI).

Jlannasi paboTta mocasiieHa pa3padoTKe aHATMTUYECKUX METOJUK KOJIMYECTBEHHOTO
onpenenenuss ¢eppata (VI) B BOAHBIX cpelax B KAauyeCTBE CHCTEMbI KOHTPOJIS
3G (HEKTUBHOCTH ANEKTPOXUMHUECKOTO IPOM3BOJICTBA B MOOUIILHOM YCTAaHOBKE JIJISl OUUCTKU

BOJIBL.



I'naBa 1. O0ocHOBaHMe AKTYaJbHOCTH PadOThHI
§1.1 Yo Takoe pepparni?

@deppaTbl — 3TO COJM, COJAEpPKAIIUE KEJe30 B CTENEHM OKHUCIIEeHUs Ooiblie +3.
Deppam (V1) — 5T0 Cob Keae3HOM KMCIOTHI, coaepkamas annoH Fe042, B KOTOPOM JKeJIe30
MPOSIBJISIET CTENEHb OKHUCIEHUsA +6. PacTBOpBI 3TUX COJEH MMEIOT XapaKTEPHYIO KPacCHO-
¢uoneroByto oxpacky. @eppar (VI) oOnagaer BBICOKOH pPACTBOPUMOCTBIO B BOJIE
(mpubau3uTensHO 15 /1), a TakKe BBICOKMM OKHCIHUTEIBHBIM moTeHnuaioM (12,20 B B
kucioit cpexe, +0,72 B B HelTpanbHOW W mIENIOYHON cpenax). Kpome Toro, Bo Bpems
MpOLIECCOB  OKUCIEHUS U 00€33apakMBaHMs, 3TO COEIMHEHUE IMpeBpallaercs B
TpeXBaJIeHTHOE Jkene30 wiau ruapokcua kene3a (1), KOTOpbIA sIBIIETCS CHIBHBIM

KOaryJIstHTOM:

4Fe0s% + 10H,0 == 4Fe(OH)s| + 8OH" + 30,.

§1.2 Ilpumenenne geppata (V1) 11 oYHCTKH M 00€33apasKUBAHUA BOIbI
Hcnonb3oBanue ¢eppara (VI) B kauecTBe MHOrO(GYHKIMOHAIBHOTO pPEareHTa aaet

HECKOJIBKO MIPEUMYIIECTB, @ IMECHHO: CHIDKCHHE 3aTpaT Ha 00pabOTKy BOJIbI, IIOCKOJIBKY OH

JEUCTBYIOT KaK OKHMCJIMTENb M KOArYJISIHT, U OTCYTCTBUE MOOOYHBIX TOKCHYHBIX MPOIYKTOB

OKHUCJICHUSL.

Paznuunbie ucciaenoBanus IEMOHCTPUPYIOT criocoOHOCTh ¢eppaTta (VI) ycrpansaTh
HMIMPOKUHN CIIEKTP OpPraHUYECKUX U HEOPTaHUYECKUX COCIMHEHUN-3arpsi3HUTENeH U3 BOJBI U

CTOYHBIX BOJ.

CpeﬂI/I HanoOoJiee TOKCHYHBIX OpraHNYCCKUX COCHHHCHHﬁ, C YAAJICHHCM KOTOPBIX

2 o
, IIOIMaAar0IMM B BOAOCMBI

s¢dexrusHo cpasusgercs Geppat (VI), crouT oTMeTUTH 3TaHON:
CO CTOYHBIMH BOJIAMH XHMHYECKOW TPOMBINUICHHOCTH. TEXHOJOrHs aHa’3poOHOTro
cOpaXMBaHUA CTOYHBIX BOJ, IPH KOTOPOM 0OpasyeTcss CepoBOJOPON°, SBIISIOMIUKCS
TOKCUYHBIM BEIIECTBOM BTOPOTO Kjacca OMAacHOCTH, MOXKET OBbITh 3aMEHEeHa 00paboTKOMU

depparom (VI). Pochopopranuueckue coeauHeHUs O

, SIBJISTIOLIMECS] IPHYNHON aKTUBHOTO
IBETCHUS  CHHE-3€NEHBIX  Bojopociedl  (umaHoOakTepwii), Takke  I(PHEKTUBHO
HeiTpammsytorcs dpepparom (V). Beicokas apdextrBHOCT Beppata (V1) kak peareHTa s
OYHMCTKH BOJI HAOJIIOIAIach PH 00pabOTKe PaCTBOPOB, COAEPKAIIMX KAPOOHOBBIE KUCIIOTHI,

anndaTHIECKHE W apOMAaTHYECKME COEIMHEHMS (aMHHOKHMCIOTHI, (eron, 1,2-amonsn)?,
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11 12

dopmanbaerun’, a3or-12 u cepocomepskaiue anudaTHIecKue COSAUHEHNA, HUTPO3aMHHEI
u mpoume. Takxke, deppar (VI) MOXHO HUCIONB30BaTh Ui OYHCTKA CTOYHBIX BOJ
PEaNpUATHI (bapmMareBTHIecKoi IPOMBIIIICHHOCTH, T.K. WCTIOJIH30BaHHE

13-15

MUKpPOOPIaHU3MOB Ui YJAJIE€HUs, HanmpuMep, aHTUOMOTHKOB HE TMPEICTABIIACTCS

BO3MOXXHBIM.

®deppar (VI) mokazanm cBoo 3()HEKTHBHOCTh TakKe IPH OYKHCTKE OT TaKHUX
HEOPraHWYEeCKHX 3arpsA3HMTENEH, Kak nuanua® u amvuak'’. [Ipy HCIIONB30BaHUM BBICOKHMX
konnenrpamuii peppara (VI) or 10,0 1o 100,0 Mr/n yaaaoch B BBICOKOW CTCTIEHH CHH3UTh
MyTHOCTb BOJbI, @ TAKKE CYIECTBEHHO CHU3UTH coiepxkaHue uoHoB Fe?*, Mn?*, Cu®*18, a

KPOME TOT'0, HECKOJIBKMX TSKENbIX MeTamios: Ph?*, Cd?*, Cr¥* u Hg?*1,

KpoMme oueBHAHBIX NpeHMyIIECTB HcHojib3oBaHus ¢(eppara (VI) B KaudecTBe
OKUCIUTENS Ul YJAJI€HUsT OPraHWUYECKUX M HEOPraHMYECKUX 3arpsi3HUTENICH, OH TaK JKe
SBJISIETCS AbTEPHATUBHBIM peareHTOM s e3uH(eKIu BoAbl. BoIsiBIeHO ABa MexaHU3Ma

BO3JCUCTBUS HA ITATOT€HHBIC MI/IKpOOpFaHI/ISMblzo:

a. OKHCJICHHUE KJICTOYHOM CTCHKH, ITPOTOILJIa3Mbl U, HAKOHCII, ,)_—[HK, YTO IIPUBOOUT K
HEME/IJICHHOU rudenu KIJICTKU,

b. KoaryJjsiguss MUKpOOPraHu3MOB U MOCJICAYIOHICC YIAJICHUC U3 BOJbI.

Tak, Hanpumep, npucytcrBue heppara (V1) B Boje B KOHIIEHTpAIMU 6 MI/JT IPUBOHUT
K rubenn KumedHoi nanouku (99%) 3a 7 munyt?t. 99,9% Bupycos koaudaros f2 morubaror
npu BozzaeiicTBum ¢eppara (V1) B Boge B koHreHTpanuu 10 mMr/in B Teuenne 30 MUHYT MpH
pH, paBHOM 7,8?2. DTH, a Takke P IPYTHX HCCIEIOBaHUN TOBOPAT O 0O0J€e BBICOKOM

nesuHpunupyoiei crocoonoctu geppata (V1) B cpaBHEHUH C XJIOPOM B OPOMOM.

Bceneacreue BoccranoBnenus a0 cocrosaus Fe (1) deppar (V1) sBasieTcs MomHbIM
KOAaryJsTHTOM, KOTOPBIHA MO3BOJISIET OCAXJAaTh OKUCICHHBIE OPTaHUYECKUE 3aTrPS3HUTENN U
KUBbIEe OpraHu3Mbl. [IpeumyIecTBOM TakXke SBISIETCS 3HAYUTEIHHO MEHBINAs Macca
KoaryJisita, 00pa3yroIerocsi B pe3yjbTaTre HCIoib30BaHus cyibdara xkenesa (l1), cynbpdara
amomunus win xinopuaa xkenesa (111)2°. OueBUIHBIM IPEMMYIECTBOM SABISETCS CKOPOCTH
OCXKICHHS B3BEIICHHBIX KOJUIOMTHBIX dYacTuil: | wmuHyTta BMecTo 30 MUHYT Hjs

KJIACCUYIECKUX KOAryJITHTOBS,



Takum o0OpasoM, mytem BBeneHus Qeppara (VI) MOKHO JOCTHYB CIEAYIOIUX TPEX

neneu:

1. OKHCJICHHE 3arps3HSIOIINX BEIIECCTB B BOJIC;
2. o0e33apakUBaHKE BOJIBI,

3. YAaJICHUC B3BCIICHHBIX U KOJIJIOMJHBIX YaCTHII.

§1.3 Cnioco6b1 cunTe3a geppara (V1)

Cy1miecTByeT MHOXKECTBO CIoco00B monyueHus coseit deppara (VI). OTu cnocoost
YCIIOBHO MO’KHO pa3JIeUTh HAa «CyXHUE», «MOKpbIe» U 3iekTpoxumuueckue. «Cyxuen
noApasyMmeBarT noiayudeHue deppata (VI) menodHpIX U MIETOYHO3EMENBHBIX METAIOB B
KpPHUCTATMYECKON (opMe TpHU BHICOKUX Temreparypax. Tak, ®@pemu (Fremy) B 1840 romy
yaanock monyuuth (eppar (VI) kanus B pesynapTare B3aUMOACHCTBUS OKCHAA KalHs C

okcuaom sxenesa (I11) mpu moctyne kucnoposa:
2Fe;03 + 4K20 + 302 — 4K3FeOas.

Kpome toro, emy ynanoch yBenumuuTh Bbixoj ¢deppata (VI1), ucrnons3oBaB HUTpaT

KaJIid B Ka4CCTBC HCTOYHHUKA KHUCJIOpOoAa:
Fe O3 + 2K20 + KNO3 — 2K32FeO4 + 3KNOo.

O,Z[HaKO, HCIIOJIB30BAHHUC IMICPOKCHU A KAJIUA U YUCTOT'O KHUCJIOPOJda ITO3BOJINIIO (DpeMI/I

HaHHyLIH_H/IM 06pa30M CTa6I/IJII/131/IpOBaTI> HpOTeKaHI/Ie peaKHI/II/I:
2Fe>03 + 4K207 + 02 — 4K FeOa.

B meTone cyxoro okucieHusi OKCHJ *keljie3a HarpeBaroT B MPHUCYTCTBUU KUCIOPOa
s nonyuenusi FeOs?. TTocKOJIbKY 3TOT IIPOLECC MPOTEKAET IIPU BHICOKOM TEMIIEpaType
(350°C), cymecrByeT puck B3pbiBa. J[aHHBI QaKT cYUTAeTCS] HEAOCTATKOM C TOUKH 3PEHUS

0€e30MacHOCTH.

bbulo mpeanpuHATO MHOXECTBO IONBITOK HailTh Oosiee Oe30MacHble METOAbI
nosnygenus deppara (V1). B pesynsrare Pym (Rush) ¢ xomneramu? ynanocs paspaborars
HOBYIO «CYXYyIO» METOAMKY, KOTOpas 3aKjloyajach B TOM, YTO IPU HArpeBaHUU CMECH

CYNEpPOKCHUOB LI€3Us U Kallus, a TAK)KE€ OKCUJOB ABYX- U TPEXBAJIEHTHOrO xene3a 10 200°C
6



Ha npoTsbkeHuu oonee 10 yacos. B pesynbrare yaanoch nomayuuth ¢eppatsl (V1) xanus u
ue3us. Jlanublil mporecc 06J1a1a1 HCKOMBIM MPEUMYIIECTBOM — 0€30MaCHOCTHIO, OJTHAKO ObLT

HEAOCTAaTOYHO 3KOHOMHWYHBIM U 6BICTpBIM JJIIsL MaCIJ_ITa6I/Ip0BaHI/I$I IMPONU3BOJACTBA.

«Mokpslit» cioco6 nonyuenus deppara (VI) mpennonaraer HU3KOTEMIIEpaTypPHBII
PEXKUM OKUCIICHHS jKee3a A0 IIECTUBAJIEHTHOTO cOCTOsHUS. IlepBbIil «MOKpBI» crocod
nonyuenus ¢eppara (V1) Obur Taxke mpemtoxken dpemu. MeTomuka® 3akmrodanach B
MPOMYCKaHWU Ta3000pa3HOro XJopa uepe3 cycneHsuro rtuapokcuga xkemneza (llI) B

KOHIOCHTPUPOBAHHOM pPAaCTBOPEC T'MAPOKCHUAA KA
2Fe(OH)s + 3Cl, + 10KOH — 2K;FeOy4 + 3KCl + 8H0.

ABTOpBI UJIEV BBIIBUHYJIM MPEANOI0KEHUE O TOM, YTO MPOIECC MPOTEKAET 3a CUET
oOpa3oBaHHsl  THIOXJOpUTAa KaJIus B  PEAaKIMOHHOM  cpeae B Cleayrouien

[OCJIEIOBATENBHOCTH:
| cragus: Clo + Cl; — KCIO + KCI + H20;
Il cragus: 2Fe(OH)3 + 3KCIO + 4KOH — 2K;FeO..

Onnako, TpUBe/ICHHBIN BapuaHT cuHTe3a (eppara (VI) mo-mpexHeMy ocTaBaics
JUIIb JIa0OPaTOPHBIM B CHIJIy HU3KOTO BBIXOJAa M OTCYTCTBHUSI DKOJIOTMYHOCTHU. Brpouem,
Xpoctoscku (Hrostowski)?® ymanocs peanmsoBaTh METOIMKY, MO3BOISIOIIYIO IIOIydaTh
deppar (V1) B mpoMbiiuieHHBIX MaciiTabax. K pacTBOpY rMIIOXJIOpUTA HATPHUS B IIEIOYHOM
cpene nobGaemsun  ruppokcua okenesa (I1l) B Bume cycneH3wu, MOMYYSHHOW MpH

B3auMoiericTBuy xiopuna xxeinesa (I11) u pactBopa ruapokcuna Hatpus npu S0-55°C:
2Fe(OH)3 + 3NaCIO + 4NaOH — 2NazFeOs + 3NaCl + 5H20.

Bbixoa mpoaykTa ObUT BBINIE, YeM MPH CYXOM OKHCIIGHUH U COCTaBHJ OKOJO 15%.
[Mosanee ynanock MoauHUMPOBATh>’ MCXOAHYIO METOAMKY M MOBBICHTH BHIXOJ (peppara
(VI) mo 76%. B nannom BapuanTe HuTpaT xeie3a (I11) mpuBoamim B KOHTAKT C MICTOYHBIM

o
pacTBOpoM runoxioputa Hatpus mpu 25-30°C. Takum o6pazom, TaHHAS METOJMKA JIeriia B

OCHOBY IEPBOT0 MPOMBIIIICHHOTO MPou3BozcTBa heppata (V1) kamus u HaTpwsl.

Tem ne menee, Ilorrengopd (Poggendorff)?® B 1841 romy peanusosan Haubonee

NpEANOYTHTEIbHBI BapuanT cuHTe3a Qepparta (VI) — sanekrpoxumudeckoe okuciieHne. B

7



(¢uHaIBLHOM BapuaHTE HanboJiee yCHelIHasl cXeMa rajlbBaHM4eCKOU IeNH BKIIoYajia B ce0s
IUIATUHOBBIA KaToJ B BUJAE IUIACTHHBI, MOTPYKEHHOW B pacTBOP a30THOM KHCIIOTHI, U
YYTYHHBIN WIM CTAIbHON aHOJ (pa3IMYHOIO COCTaBa), MOTPYKEHHBIN B pacTBOp mienouu. B
pe3ysbTaTe nAJIEKTPOJIM3a HaONI0AaJoch 00pa30BaHHWE KpPacHO-MaJMHOBOTO pacTBOpa B

AHOAHOM IIPOCTPAHCTBEC, a4 TAKIKC BBIACICHUC KUCIIOPOIa.

['maBHBIMHU MMPEMMYIIIECTBAMHU TAKOTO criocoda nmpousBoacTea deppara (V1) okazanuch
BBICOKasI YUCTOTA MPOIYKTA, MPOCTOTA PEAM3alliU U IKOJOTHIECKass 0€30MacHOCTh. TakuMm
o0pa3oMm, TPOBENEHHBIA aHaIN3 HAYYHOH JIUTEpaTyphl MO3BOJSET YTBEPXKAATh, UYTO
AIIEKTPOXUMHUYECKUN METOJ| SBJSIETCS TMPEANOYTUTEIFHBIM CITIOCOOOM TPOMBIIIICHHOTO
MPOU3BOJICTBA (eppaTa C TOUKH 3pEHUs SKOJOTUYECKON 0e30IacHOCTH, peHTa0eIbHOCTH, a
TaKXKe TPOCTOTHl peanu3anmuu. Kpome TOro, MmaHHBIA CIOCOO CHHTE3a  JIETKO

ABTOMAaTU3UPYETCA.



ITocTanoBKA e U M 32124 PaGoOTHI

Lenpro HacTosmeld pabOTHI SABISTIACH pA3pAOOMKA AHATUMUYECKUX MemOOUK
Konuuecmeenno2o onpeoenenusi gpeppama (V1) 6 soouvix cpedax 6 xauecmee cucmemvi
KOHMpOAs 3PpekmusHocmu e20 1eKmMmpoXumMuiecko2o npou3eoo0cmed 6 MOOUIbHOU

YCMAaHoBKe 0151 OUUCKU B0ObI.
JI71st JOCTHIKEHUS TIOCTABICHHOM 11eJIM ObLIIO HEOOXOAMMO PELIUTh Pl 3a/1ay:

® 0030p Hay4HbIX NYOIUKAYUL, NOCEAWEHHLIX Cnocobam onpeodeieHus ¢heppama
(V1);

®  8bIOOP AHATUMUYECKUX MemOo008 OJisl pa3spabomKu Memooux KOIU4ecneeHHO20
onpeoenenus peppama (V1);

® cocmagieHue NiaHa npPo8edeHUs: IKCNePUMEHMO8;

e paspabomka memoouku Koauwecmeenno2o onpeoenenus ¢eppama (V1) ons
nabopamopHo2o ananuza cunmesuposannvix pacmeopos peppama (V1);

® paspabomka u cozoanue cucmemvl O 0N line ananuza wuenpepwvisHO

cunmesupyemozo pacmeopa geppama (V1) 6 npomounom snexkmponuzepe.



I'masa 2. O030p Hay4YHOM JIUTEPATYPHI

82.1 O0béMHOE THTPOBAHHE
Cy1uiecTByeT JBa OCHOBHBIX CIIOCO0a 0O0bEMHOTO TUTPOBAHUS /JIsi KOJTUYECTBEHHOTO

onpenencuus ¢peppara (V1) — apceHUTHBII METOT U OUXPOMATOMETPHUYCCKHI METO/I.

ApCceHuTHBIH MeTOI?? — 5TO METOJ 0OPATHOTO OKHMCIHMTEIHLHO-BOCCTAHOBUTEIBHOTO
turpoBanus. CHauana ¢eppar (VI) B memnoyHoit cpeie BOCCTaHABIMBAETCS H30BITKOM

CTaHJAapTHOTO PAacTBOPA, COJEPIKAIIETO APCEHUT-HOHEL:
3 AsO3® +2 FeOs* + 9 H,0 — 2 Fe(OH)3(H20)2 + 3 AsO4*~ + 4 OH".

3areM HenmpopearupoBaBUIMN HM30BITOK APCEHUT-UOHOB OTTUTPOBBIBAECTCS JHOO
CTaHJapTHBIM pacTBOPOM OpOMAaT-HOHOB B MPUCYTCTBUM HMHAMKATOpPAa METUIOBOIO

OpaHKEBOTO:
2 BrOs + 5 AsO3* + 2 H" — Brz + 5 AsO4> + H20,
1100 cranaapTHbIM pacTtBopoM tepus (1) B mpucyTcTBUM MHIUKATOpa (hepporHa:
2 Ce® + 3 AsO3* + 6 OH — 2 Ce + 3 AsO+* + 3 H,0.

BHXPOMAaTOMETPUYECKHI METOX — 3TO METOJ OKHCIHUTEILHO-BOCCTAHOBUTEILHOTO
TUTpOBaHUs 3amecTuTeNd. CHavana XpoM B CTETIEHH OKUCIEeHHs +3 okucisercs epparom
(VI) no xpomaTa, B KOTOPOM CTEIleHb OKHUCIICHUS XpoMma paBHa +6. Peakius mpoTekaer B

CWJIBHO HIEJIOYHOM Cpe/ie:
Cr(OH) 4 + FeO4*>~ + 3 H2O — Fe(OH)3(H20)3 + CrO4>~ + OH~
3areM pacTBOp MOAKHUCIAETCS, XpOMaT NePexXouT B GopMy AUXpoMaTa:
2 CrO4* + 2 H* — Cr,07% + H,0.

JlMXpoMar THUTPYIOT CTaHJAPTHBEIM pACTBOPOM, COJAEpXKAIMM HOHEI Fe?*, B

MPUCYTCTBUM UHIUKAaTOpa — HaTpueBou conu JJDA-4-cynbPOKUCIOTHI:

6 Fe2* + Cr,07% + 14 H* — 6 Fe3* + 2 Cr3* + 7 H,0.
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O6a omucaHHBIX METOJIa MO3BOJISIIOT omnpeneisath coaepxanue Fe(VI) B auanazone
KOHIIEHTPAIMA OT CYOMOJISIPHBIX JI0 MOJISIpHBIX. OHAKO, HEJOCTATKOM BBIICYTTOMSIHY THIX
METOJIOB SIBIIICTCS MMPOTEKAHKE MTOOOYHBIX PEAKITUI apCEHNUTA U XPOMHTA C MIPUMECSIMHU, YTO
MOXKET BIIMATH HA pe3yJbTaThl aHamu3a. [lodToMy oueBHIHA HEOOXOIUMOCTH
JIOTIOJTHATEIILHOM OYHMCTKH 00paslia Tepel THTPOBAaHHUEM. OTH METOAbl HE SBIITIOTCS
AKCIIPECCHBIMU, OHHM TPYMOEMKH U TPEOYIOT HAIMUYWS WHIUKATOPOB. M, Kak u BCE METOIBI
TUTPOBAHMSI C BH3YaJbHOW WHIWKAIIMCH KOHEYHOW TOYKH THUTPOBAHMSI, ITOABEPIKEHBI
BIUSHHUIO YEJIOBEYECKOTO (pakTopa, Tak KaK IMEpexo]l OKPacKH pacTBOpa CyOBEKTHBHO

OLICHUBACTCA XUMHUKOM-aHAJIUTUKOM.

§2.2 TloTeHIIMOMeTPHYECKOE THTPOBAHME

OnHUM W3 3JCKTPOXUMHUYICCKHX METOJIOB OIpe/eiicHus KoHleHTpaun ¢eppara (V)
ABIISETCS TOTEHIMOMETPHIECKOE TUTPOBAHUE B IIENOYHOM pacTBope’l. B kauecTBe TMTpanTa
UCIOJIb3YETCA PAcTBOpP XpoMuUTa. Poiib 35ieKTposia CpaBHEHMS UTPAET XJIOpHUAcepeOpsiHbIN
JIEKTPOJ], UHJIUKATOPHOIO 3JIEKTPoJia — IUIATUHOBAs MpoBoJIoKa. [IpenmyIiiecTBoM Takoro
BapMaHTa TUTPOBAHUs sBIsieTcs Ooyiee BBICOKAs TOYHOCTb, CBA3aHHAs C ONpPEJEIICHUEM
TOYKU HKBUBAJEHTHOCTH 10 U3MEHEHUIO AJIEKTPOXUMHUYECKOro MOTEHLUANa, B OTJINYHUE OT
KOJIOpUMETpUYECKOro BapuanTa. Kpome Toro, BOCpou3BoIMMOCTb OTEHIIHOMETPUYECKOTO

TUTPOBaHUS BhIIIE B 3-9 pas.

§2.3 CnekTpodoroMeTpUUECKHE METOXUKH

CylIecTByeT HECKOJIBKO CHEKTPOPOTOMETPHUSCKUX METOMUK KOJIHMYECTBEHHOTO
ompenencuus ¢eppara (VI). brnaromaps HaIM4YMIO XapaKTEPHOH OKpPACKH, IICIOYHbIC
pactBopsl deppara (V1) crmocoOHBI OrIOMIATh MIPOITyCKAaeMbli MOTOK cBeTa. KoadduimeHt
MoJspHOro ceeronornomenus gpeppara (VI) mpu mmae Bomuel A = 510 HM cocrapiser
(1150 + 25) Miem?, 9uro ouens ymoOHO It TPSAMOrO KOJMYECTBEHHOTO OIPEACIICHUS

deppara (VI). Ha pucynke 1 mpeacraBieHbl WMEIONIMECS B JIMTEPAType MOJICKYISIPHBIC

CIICKTPHI MOTJIONICHHS CTaHAapPTHBIX pacTBOopoB deppata (V).
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Pucynok 1. CriekTp pacTBOpOB ¢ pa3nuuHbIM cojepxkanuem ¢eppata (V1)

Tem He MeHee, MaHHBIH METOJl, HECMOTpPSI Ha CBOIO MPOCTOTY, MMEET HECKOJIbKO
HenmoctaTkoB. MHTepdepennus wmenkomucnepcHbix vactur, Fe(lll), oOpasyromuxcs B

pe3yIbTaTe caMONPOM3BOJIBLHOTO pasioxkenus FeOs?

, BIMSIET Ha pe3yJbTaThl U3MEPEHUH.
Kpowme Toro, pactBopsl deppata (VI), mosrydeHHbIe JEKTPOXUMUYECKHM ITyTEM, HACHIIIICHBI
MEJIKOJTMCIIEPCHBIMU TTy3BIPhKaMU KHCIIOPOJa, 00pa3yIolerocs B aHOJHOM IMPOCTPAHCTBE

IIPpH 3JICKTPOJIN3C, KOTOPBIC TAKIKC BJIUAIOT HA PC3YyJIbTAThI H3MepeHPII>i.

Ycrpanenue BiausiHuS pasnoxkenus ¢(eppara (V) B pacTBope ¢ pasiMYHBIMU
sHauenusaMu pH?* Ha pe3yIbTaThl MPAMOI cIEKTPO(POTOMETPUM NIPH HU3KUX KOHIEHTPAIIUIX
deppata (V1) BosmoxHo npu cradunusauuu FeO4% ¢ momompsio ABTS (2,2-asuno-6uc (3-
>Tunben3oTrasonuH-6-cynsdonar))®. Ipu B3aumoneiicteun Gecrpernoro ABTS ¢ Fe(lll)
obpasyeTcst OKpanieHHbIH KaTHOH-paaukanr ABTS™, KoTopbIil MPOSBIISET MUK MOTIOMIEHHUS C
MakcUMyMoM Tipu A = 415 aM. MonsipHbIil K03QGUITUEHT SKCTUHKIIMN TIPU JaHHOU JUIUHE
BOJIHBI cocTaBiser 3,40 + 0,05 M1cm?. Takum 06pa3om, BeicoTa nMKa TIpH A = 415 HM 11s
Hu3kux koureHrpauui ¢epparta (V1) (0.03 — 35 UM) ¢ ucnonwszoBanunem ABTS Oyxer
0oJIbIlIe, YEM BBICOTA IHKA JJIA TaKHUX K€ 3HaueHuH KoHieHTpanuu deppara (VI) npu A =
510 am 1 ipsimoit criekTpodoromepun. O4eBUIHOE MPEUMYIIIECTBO HCTIONb30BaHus ABTS

— BO3MOXHOCTh M3y4yaTh KHHETUKY Bo3aericTBus ¢eppata (V1) Ha pasnudHbie cyOCTpaThI.

OnHako, B pe3yJbTaTe HEKOTOPHIX B3aWMOJCHCTBHIA 00pa3yroTCsS IPOJYKTHI,
o+
MOTJIOMIAIONME Ha JUIMHAX BOJH, Onm3kux kK ABTS™, 4To mpuBOAMT K HaJIOKEHUIO

CHEKTPAIbHBIX JIUHUHN. B CBA3M ¢ 3TUM, B OTZIENBHBIX CITydasx LEIeco00pa3Ho NPUOETrHyTh K

34

¢yopecuenTnoit cnekrpodoromepun>®. Hampumep, ucnonb3zoBaHue ckomonetuHa (7-
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TUIPOKCH-6-METOKyMapHH) B KaueCTBE (PIyOpPECIEHTHOTO BEMIECTBA IIO3BOJISET ONPEAEIIATh
conepxanue (eppara (V1) Ha ypoBre Mukpomodeii (4 — 80 M) B kucibix pacTBopax>>.Eme
O/IHa METOAMKA IPEANOJAracT MCIOAb30BaHUE |° Ui M3MEHEHUs OKpPACKH pPacTBOpa ¢

(HOIETOBOM B KENTYIO COTJIACHO CXEME PEAKIUU- 0
Fe(VI) + 31" — Fe(lll) + I5™.

[IpeuMymIecTBa MCHONL30BAHUS HOIUI-MOHOB 3aKIIOYAIOTCS B BBICOKOH CKOPOCTH
npespamenus (6.51 x 102M2¢™ mpu pH 9.0 u 25°C), a Takke UCKITIOUEHUH HEOOXOUMOCTH
MICTIONIb30BAHMs TOKCHYHBIX OPraHMYECKUX PEAreHTOB. B CBA3M C M3MEHEHHMEM OKPACKM
pacTBopa MakCHUMyM  TmoryomeHuss —cmem@aercs ot S5S10 wM kK 351 HM

¢ €351 = (2.58-2.70) x 10* M Lcm 13739,

82.4 UK-cnekTpockonus ¢ ®ypbe-npeodpazoBaHueM
OtnenpHO  cineayer  ynomsiHyTh  Takke  HMK-cmektpockomuio ¢ Dyphwe-
0 FTIR)*
npeoOpa3oBaHUEM , KOTOopas TpUMEHUMa Il KOJWYECTBEHHOTO OMpeeiIeHUs
deppara (VI). B manHOM MeTOone HEOOXOAMMO HAIWYKE CTaHIApPTA, MPUTOTOBJICHHOIO B
Buae tabnerok KBr. Jlannoe TpeGoBaHue HakIaIbIBA€T OTPaAaHUYEHHUS, €CIH peYb UIET O

pactBopenHoM FeOs%, mosry4eHHOM, HAPUMED, B PE3YJILTATE IIEKTPONIU3a.

82.5 MéccoayIpoBcKasi CIEKTPOCKOIHS

Jlns  konmudectBeHHOro ompenaenenus ¢eppara (V1) Moxker ObITh NMpUMEHEHA
Méccbaysposckas crnextpockonus (SITP)*. IlpenMymiecTBOM JaHHOTO METOJA SABISAETCS
BO3MOXKHOCTh ompeensth conepxanue Fe(VI) B tBepapix cmecsix. Tem He MeHee,
BO3MOXHOCTH METOJa NPAKTUYECKH HEBO3MOXKHO pealiu30BaTh, €CIW pedb HIET 00

onpeaenenuu peppara (V1) B pactBoperHoi hopme.

§2.6 Kanuasipublii 3j1eKTpodopes

Omnpenenenrie  ¢eppara (V1) BO3MOXKHO TakkKe C IOMOIIBIO KAUJUIIPHOTO
5IEKTPO(OpPE3a € XEMHIIOMHUHECLIEHTHBIM JIeTeKTUpOBaHneM*?, J[aHHas MeTo[uKa Oblia
peanm3oBaHa s AByX oOpasuoB  ¢deppara (V1) HaTpus, TPUTOTOBJICHHBIX
ANIEKTPOXUMHUYECKUM criocoboM. OuH o0paser] XpaHuicsa Ipyu KOMHAaTHON TeMIieparype, a
Bropoii — mipu (0 = 1)°C. B kauectBe (oHOBOro mexTponuta 6su1 BeiOpan 0,3 M NaOH,
HanpsbkeHue coctaswio 15,0 kB, Bpems paznpenenus: 30 munyt npu pH 9,3. Cucrema

momuHoi-peppar (V1) obecrneunsna BBICOKYIO BOCIPOU3BOJUMOCTD, CEJICKTHBHOCTb
13



paszeneHus W HU3KUE Tpeaenbl oOHapyxeHus. OHako peanu3anus JaHHOW METOJUKHU

TpeOyeT HaJIM4Ksl CHELHATIbHOTO 000PYAOBAHUS U PEAr€HTOB.
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I'naBa 3. DkcnepuMeHTAIbHASA YaCTh
83.1 YcraHoBKa 15 3JIEKTPOXUMHYECKOTr0 cuHTe3a peppara (V)

YcraHoBKa IS AeKTpoxuMudeckoro nonydenus dgeppara (V1) dbakrudecku spisier
coOOi BJEKTPOJUTUYECKYIO SUEWKY H COCTOUT U3 KOpIyCca, BBIIOJHEHHOTO U3
MOJUTPONHIIEHA C UCTIONIb30BaHueM TexHosoruu 3D-medarn. [lomocTs s9eliku ¢ TOMOIIBIO
KaTHOHOOOMECHHBIX MeMOpaH Mapku «Flemion», 3akperieHHBIX 32)KHMHBIMH paMKaMH,
¢u3nuecku pasziesieHa Ha TPU OTCEKa: JIBa KaTOJIHBIX MPOCTPAHCTBA M OJHO — aHOAHOE. B
KauecTBE aHOJIOB HCHOJB3YIOTCA JIMCTBl JJIEKTPOTEXHUYECKOM CTaaud C BBICOKUM
coaep:kaHueM KpeMHUss Mapku 1511. Bce BbllienepeynciaeHHbIE SJIE€MEHTHI HAJEHKHO

(UKCHPYIOTCSI BO BHYTPEHHEM MPOCTPAHCTBE B MPEYCMOTPEHHBIX IS 3TOTO Ma3ax (puc. 2).

McTOYHMK

@ NOCTOAHHOIO TOKa

KaTogpl O ; !

Mem6paHbl O Ao O

Lo Kopnyc a4enkm

Pucynok 2. Cxema yCTaHOBKH /IS DJIEKTPOXUMHUYEeCcKoTo cuHTe3a dheppata(VI)

Katonpl BeIpe3aHbl ¢ IMOMOIIBIO JIA3epHON PE3KH M3 JINCTOB HEP)KaBEIOMICH CTaIH.
ITnomaam >IeKTPOIOB PaBHBI MEXKIy co00i U cocTaBisioT 64 cm?, Kaxk/as mapa KaTooB U
aHOJIOB IMapajuIeNIbHO MOAKIIOUeHa K JabopaTopHoMmy nctouHuky nutanus (IIpodpKull b5-

71/5).

B KOHCTpYKIIMM yCTaHOBKH NPEIyCMOTPEHA BO3MOXKHOCTH PabOTHI B MPOTOYHOM
pexume. JlaHHBIH peXuUM MOJpa3yMeBaeT MEPMAHEHTHOE IMPOIyCKaHUE pacTBopa
AJIEKTPOJIUTA Yepe3 KAaTOJHbBIE U aHOJHOE MPOCTPAHCTBA C 1IEJIbIO MOJYUYEHHS Ha BBIXOJE U3

YCTaHOBKH HEIIPEPBIBHOTO MIOTOKA pacTBopa dbeppata (V1)

(puc. 3).
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|—o DQUTUHIU
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L0 Kopnyc a4eliku

Pucynok 3. PucyHok u mpoduibHas MPOEKIUs YCTAHOBKU
TS BJICKTpOXUMUYecKkoro cuntes3a deppara (V)

Hupkynauus AJIEKTPOJIUTA OCYUIECTBIISCTCS c MTOMOIIBIO 4eThIpex

MEPUCTAILTUYECKUX HACOCOB, padOTAIOIIUX CHHXPOHHO.

Jis  mpoBeAeHMs OSKCHEPUMEHTOB IO pa3pabOTKe aHAaJUTHYECKHMX METOAUK
ucnojb3oBaics pactBop geppara (VI), momyuaemsrit mocpeactom ssekrpoaunsa 250,0 M 6
M pactBopa NaOH B Tteuenue 15 munyT npu Hanpsikenun U paBHoMm 6,21 B, cune Toka |
paBHo#t 2,97-3,1 A. [1o npuyrHe HECOBEPILICHCTBA KOHCTPYKIIMH, CBI3aHHON C OTCYTCTBUEM
MOJIHOM HM30JSIUU AaHOAHOTO TPOCTPAHCTBA OT KATOAHBIX, B KayecTBE MPOObI I

JabHEUIIUX UCCIEIOBAHUM OTOMPAICS BECh 00bEM AJIEKTPOIUTA stuehku (~250 mi).

83.2 Cnekrpodoromerpusi

CrnexkrpodoTomeTprudeckre ¥ (OTOMETPUYECCKHE H3MEpPEHHS Ha 3aJaHHOW JTHHE
BOJIHBl ~ MPOBOJAWUIM €  HCHOJb30BaHUEM  crekTpodoromerpa CD-102  (HIIO
«utepdoTodusukar), paboTaromiero B yapTpapuoIeTOBOM U BUIUMOI 00JacTsIX CHEKTpa.
[IpoGa momeranace B KIOBETY, BHITTOJIHEHHYO U3 KBAPIIEBOTO CTEKJIA, C JUIMHON ONTHYECKOTO

nytu | pasHoit (1+0,03) cm.

ﬂJ’IfI BHCCCHMUAA HpO6I>I B KIOBCTY HCIIOJIB30BAJICA MEXaHUYECKUM MUIICT-103aTopP

«Jlennumet JIAUT» o6vemom 100-1000 MK

Hactpoiika npubopa, MOHUTOPUHT MPOLIECCa U3MEPEHUS U PErHCTpalts pe3yIbTaToB
W3MEpPEHUN  OCYIIECTBISIACH C IOMOUIBK  CHEHUAIM3HMPOBAHHOTO MPOTPAMMHOTO
obecrieuennst  «UVWin». OO0paboTka TMOJyYEHHBIX OKCIEPUMEHTAIbHBIX JIAHHBIX

MPOM3BOJIMIIACH C MCIIOIB30BAHNUEM MporpaMMHoro obecriedenus «Origin 8.5».
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Jia mocnenyronieil oOpaOOTKM NPUHUMAINMCh BO BHHUMAaHUE pPE3YJIBTATHI TPEX

MapajuIeIbHbIX U3MEPEHUN.

Memoouka npoeedenus usmepeHuil.

1.

[lepen HauvanoM H3MEpPEHHH BKIIOYAICS CHEKTPOPOTOMETP M NEPEBOJIWICS B
PEXKUM U3MEPEHUS C BBIBOJIOM U3MEPSIEMBIX 3HaYeHU Ha KommnbioTep. Crycts 10
MUHYT TIOCNI€ TMporpeBa JEHTepHeBOM U TaJOreHOBOM JlaMI 3aIllyCKajlach
nporpamma  «UVWin». Tlocine aBTOMaTH4YeCcKOd Mpomexypsl  IPOBEPKU
KOPPEKTHOCTH paboOThl IpubOpa U CBSA3HM C KOMIIBIOTEPOM B HAacTpoiikax mpubopa
YCTaHABJIMBAINCH HEOOXOMUMBIE MJIi HM3MEpEeHUH mapaMeTpbl (KOJIWYECTBO
IMOBTOPHBIX M3MEPEHMIL: 2; mar perucrpauuu: 2,0 HM, IJIMHA ONTUYECKOTO IIyTH
ktoBeThI: 1,0 cMm,).

HemocpenctBenHo rmepea  u3MepeHUs MU  MpoObl  KIOBETa  MPOMbBIBAJIACH
JTUCTUJUTMPOBAHHOM BOJIOH, /IJIsl yAaJICHUS )KUPHBIX CJIEIOB UCTIOIb30BasICcs 95%-i
pacTBOp 3TWJIOBOIO CHHUPTA, MOCJIE 4YEro Bjara MU3HYTPU U CHApYKU KIOBETHI
yaansiach GUIbTPOBAIBHOM OyMaromu.

Jlanee, xkroBeTa nmpombiBasiack 6 M pactBopom NaOH.

Ilociie mpoMBIBaHUS ILEIOYBIO KIOBETA 3allOJIHIIACH PACTBOPOM ILEIOYU C
IIOMOUIBI0 MEXAHWYECKOIO IUIIET-A03aTopa IO YPOBHS 74 OT BBICOTBHI KIOBETHI
(3,6 M), mociae 4Yero KroBeTa IOMeIlajach B Jiep)KaTelb BHYTpHU
cnekTpogoromerpa. [IpoBoananch cheMKa CleKTpa WIM U3MEPEHHE ONTUYECKON
IUIOTHOCTH Ha (PUKCUPOBAHHOH JUIMHE BOJIHBI J0 MOJIyYEHUS! TPEX Pe3yJIbTaTOB C
HAaNMEHbBIIIEH JUCTIEPCUECH.

PactBop mienoum SBISIETCS «MAaTPUYHBIM» JJII PacTBOPOB, IIOJYYEHHBIX B
pe3ysbTaTe ANIEKTPOJIM3a, IOITOMY pe3yibTaTbl HW3MEPEHUN  ONTUYECKOU
IUIOTHOCTH TPUHUMAINCh PABHBIMU HYJIO, a IO CIEKTPY pacTBOpa WIEIOYH
IpOM3BOAMIACH KOPPEKIs 0a30BOW JIMHUU JJsl U3MEPEHHsI CHEKTPOB Mpoo,
conepxamux deppar (VI).

JUis  u3MepeHHsl ONTUYECKOW IUIOTHOCTH W/WIM JJs TOJyYeHHUs CHEKTpa
HETIOCPEICTBEHHO pacTBOpoB mpoObl ¢eppara (VI) mnpomenypa wusmepeHuit

aHAJIOrMYHA IPUBEJACHHOM B ITyHKTax 1—4.

17



Oxrcnepumenm Nel. Cnekmpogpomomempusi pacmeopos ¢geppama (V1) nampus c

Yeiblo YCMAaHOBNEHUS UX KORHYEeHmMpayuu.

Jlia nmonrBepxkaeHuss Hanuuusa (eppara (VI) Hatpus B pacTBOpe AIIEKTPOJINTA,
MOJIy4EHHOTO B pe3yJbTaTe  d3JEKTPOJu3a, MPOBOJWIM  CBEMKY  CIEKTpa B
IIOCJIEIOBATENIBHOCTH, YKa3aHHBIA BbIIIE. VICXOAHBIM CBEKENPUTOTOBICHHBIA PacTBOP
deppara (VI) maTpusi mpu MOMBITKE HU3MEpPEHUs] O3 MpeIBApUTEIBHOrO pa3z0aBiIeHUSA
MOJHOCThIO TMorjomaer Buaumoe wu3nydenne npu 510 wM. Ilostomy onpenenenue
KOHIEHTPAllMKM B HCXOJHOM pPAacTBOpE HEBO3MOXHO. B pesynpraTe mnoadopa creneHu
paz0aBiieHust ¢eppaTa OMNBITHBIM IyTeM, OBLJIO YCTAHOBJICHO, 4YTO JUIsl JJIEKTPOJIUTA,
MOJIYYEHHOT'0 TIOCIIE AJIEKTPOIIN3a B TeUeHHE 15 MUHYT, HEOOXOAMMO pa30aBIsTh UCXOIHBIN
pacTBOp MUHUMYM B 10 pa3. Takum 06pazoM, ObUTH MOJTYUYEHBI CIIEKTPBI PACTBOPOB (eppaTa
(VI) matpus npu pazbasinenuu B 10 pa3. CornacHo aTuTepaTypHBIM JaHHBIM, KOA(hQHUITUEHT
SKCTUHKIIUH dbepparta (VI HaTpus npu JUTUHE BOJIHBI 510 HM

paseH Asio = (1150 + 25) M1em.

Oxcnepumenm No2. Uzmepenue onmuueckoll NIOMHOCMU Cepul  pacmeopos
peppama (V1) ons nocmpoenus epaghura 3asucumocmu usmMeHenuss ONMULECKol nIOMHOCIMU

om KORyermpayuu.

U3 pactBopa deppara (VI), momydeHHoro mo MeToauke, npuBeacHHoi B 83.1, Oblia

IIPUTOTOBJIEHA CEPUSI U3 LLIECTU PACTBOPOB.
Memoouxa npuecomognenusi pacmeopos:

1. B mepnyro konOy BMectuMocThi025,0 Mt 2 ki1. (COCT 10394-74) ¢ HOMOIIBIO TTUIIET-
7103aTopa BHOCHWJICS TPEIBAPUTEIBLHO PACCUMTAHHBIM OOBEM HCXOIHOTO pacTBOpa

deppara (VI) (cm. tabm. 1).

Ta6uma 1. Pacuetnbiec 00beMbl 100aBok Geppara (V1) s mpuroToBieHUs cepuu
pacTBOpPOB B MEPHOM K0J10€ Ha 25 M

Ne | OOBem nobGaBOK HCXOIHOTO pacTBopa Fe
(VI), mn

0,080
0,155
0,315
0,625
1,250
2,500

OO IWINF
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2. TlomemenHslii B kon0y pactBop deppara (V1) pasdasisuicss HeOOIBIINM KOJINIECTBOM
pacTBOpa 1IEN0YH C KOHUEeHTparuen 6,0 M.

3. Coamep>kuMoe KOJOBI TOBOIMIOCH 10 METKH PACTBOPOM IIETOYH.

4. Konba repMeTHYHO 3aKpbIBalach IUIACTUKOBOW MOJUIPONUICHOBOM MPOOKOH,

COACPKNMOC KOJIOBI NnepeMECIINBAJIOCh.

JI71st Ka)Xa0ro U3 pacTBOPOB MPOBOJIWIOCH 3 MapallIeIbHBIX U3MEPEHHUS ONMTUYECKOMN

IUIOTHOCTH TI0 METOJIMKE, YKa3aHHOM B §3.2.

83.3 IloTeHMOMeTpHYECKOE THTPOBAHHIE

[ToreHnnoMeTpuyeckoe TUTPOBAHME MPOBOAWIM C  HMCIOJIb30BAHHUEM
aBTomMaTudeckoro mnoteHuuoMerpudeckoro turpatopa ATII-02 (HIIK® «AkBunon») c
MOPIIHEBON  OropeTkoil 00bEMoM20 wmil. B kadecTBe WHAMKATOPHOTO SJIEKTPOAA
WCIIOIBb30BANICA IUIATUHOBBIN anekTpon «IIIJI-2», a B kauecTBe 3JIEKTpOJa CPAaBHEHUS —
xyopcepedpsiabiii  anmekTpon «ICp-10101», nHammexkamuMm oO0pa3oM NOAKIIOYEHHBIE K
TuTpaTopy. [ns mepememnBaHus MCHOJIB30Bajach MAarHUTHAs MeEIIAJKa, BCTPOCHHas B
TUTPATOpP, @ TAKKE MArHUTHBIM SKOpPb, MOMENIAEMbIiI HEMOCPEICTBEHHO B THUTPYEMBII

pacTBop.

Jl1s1 oTOOpa aMKBOT UCIIOIB30BAIMCH TPalyHpOBaHHBIC TUTIETKH oObemamu: 1,00 m,
2,00 mi, 5,00 mi, 10,00 mu, 15,00 Mo, 20,00 mir, 25,00 v u 50,00 M 2 ki1 (TOCT 20292-
74). B 3aBucuMOCTH OT 00beMa, 0TOOpaHHBIE aTMKBOTHI TOMEIIATNCh B MEPHBIE CTAKAHBI IS

tutpoBanus oobeMamu 20,0 mi, 50,0 Mo u 100,0 mo1.

Bri6op mapameTpoB paboThl THUTpAaTOpa, MOHUTOPUHI TMpOIlECCa TUTPOBAHUS U
peructpanusi BBIXOJIHBIX JAaHHBIX MPOU3BOAMUIACH C TPUMEHEHHEM MPOrPaMMHOIO

oOecrieuenus « Titrate-5.0 Base».

TurpoBanue deppara (V1) HaTpust IPOBOIUIOCH C MOMOIIIBIO PACTBOPa XPOMHUTA, ,
MPUrOTOBJICHHOTO pacTBopeHneM HaBecok CrClz*6H>0 (UJ1A, «Bexton») B 20%-M pacTBOpe

NaOH (XY, «BekTon»), 1o cxeme peaxiuu:

Cr(OH)s + FeO4* + 3 H2O — Fe(OH)3(H20)3 +CrO4* + OH".
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B xone TuTpoBanusa HaOMIOANCS HEUETKUN MEPEXO0Jl OKPACKHU, a TAKKE «CKAYOK»

MOTEHIIMAaNa IPU JOCTUKEHUH TOYKHU SKBUBAJICHTHOCTH.
Memoouxa nposedenuss mumpo8aHus:

1. Tlepex TUTpOBaHMEM 3aITyCKAJICS AaBTOTUTPATOP MEPEKITIOUEHUEM TyMOIepa Ha 3aJHeH
MaHeNn B PeXUM «BKIL».

2. TlpowmsBoawmiics 3amyck nmporpammel « T itrate-5.0 Base» u ycranaBiauBaiich OCHOBHBIC
nmapaMeTphl X0/1a TATPOBAHMS.

3. 3amyckanach aBTOMaTH4eckash MpPOMbIBKA OIOPETKH IJUCTHIMPOBAHHON BOJON B
ooweme 100,0 m.

4. Tlocne mpoMbIBaHUsI BOJIOM OrOpeTKa MpOMBIBAIach pacTBOPOM THUTPAaHTa B 00ObeMe
60,0 mi1.

5. Tlocne mpoMbIBaHUSI pPAacTBOPOM THTpaHTa OOpeTKa 3amlojHsIach pacTBOPOM
TuTpanta B oobeme 20,0 mi.

6. B crakaH 11 TUTpOBaHUS BHOCUIJIACH AJIMKBOTA 3apaHee ONpeeIeHHOro 00beMa.

/. B crakaH ¢ pacTBOPOM IOMEUIAJICS MAarHUTHBIA «SIKOpPb», IOCJIE YEero CTaKaH
YCTaHABJIMBAICA HA MArHUTHYIO MEIIAJKY, BKJIOYAJIOCh IEpEMEIINBaHHE.

8. B pactBop deppara (VI) norpyxanuch u3MepuTeIbHBIC dIEKTPOABI, 3aKPEILICHHBIC
Ha IITaTHBeE.

9. C nomouibio IporpaMMbl MPOU3BOIUIICS 3aITyCK MPOIecca TUTPOBAHMSL.

10.Ilo oxoH4YaHMIO TWUTPOBaHHUS, paboTa aBTOTUTpPATOpa MPHOCTAHABINBAJIACH,
JIEKTPOJbl NPOMBIBAIUCH, COJEPKUMOE CTaKkaHa Jull THUTPOBAaHUS BBUIMBAJIOCH,
CTaKaH W MAarHUTHBIH «SKOpPbY» MPOMBIBAJINCH JUCTUIUIMPOBAHHOM BOOM,
NOJY4YEHHbIE pPE3YyJbTaTbl H3MEPEHHs COXPAHSUINCh B MaMATH KOMIIbIOTEpa.
[Ipoucxoanino aBTOMaTH4YeCKOe Mepe3anojHeHre OI0peTKH pacTBOPOM THUTPAHTA.

11. /I TOBTOPHOTO TUTPOBAHHUS IMOBTOPSUIUCH JACUCTBUSA, yKa3aHHbIC B IMyHKTax 6-10

HACTOSAILEH METOJINKHU.

Jns mocnenyromieil oOpabOTKM MPUHUMAIKNCh BO BHHMAHHE pe3yJlbTaThl TpPex

MapajyIeIbHbIX U3MEPEHUM.

Oxcnepumenm Ne3. Onpedenenue onmumanbHbiX NApamempos mumpo8anus.
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I[J'I?I ONTUMH3AIN W adalTaliiy MCTOIUWKH MOTCHIUOMCTPHUYCCKOI0O TUTPOBAHUA B
ABTOMATUYCCKOM BApPHAHTC HCO6XOI[I/IMO OBLI0 OmnpeaAcC/INTb HAJINYNC W CTCIICHL BJIMAHHA

TaKUX I1ApaMETPOB TUTPOBAHUS KaK:

00BbeM Karuiu TUTPaHTa;

o &

MaKCHUMAJIbHOC BPCMs OKHUAAHUA CT3,6I/IJIH33_I_[I/II/I IIOTCHIMAaJa,

o

KOHIOCHTpAausA TUTPAHTa,

o

00BEM AJIUKBOTHI.

83.4 Tpsimasi MOTeHHOM eTPHS
N3mepenuss ¢ mMoMoIp0 METOAA MPSMON MOTEHLIMOMETPUM NMPOBOJIMIUCH KaK st
rpajlyupoOBOYHBIX pacTBOpOB (eppata (VI), moaydeHHBIX 10 METOAMKE, IPUBEICHHOM B §3.2,

TaK 1 HCTIOCPEACTBCHHO B AaHOJHOM IIPOCTPAHCTBE DJICKTPOJIU3CPA.

Orcnepumenm Nod. [paoyuposka onsi onpedenenus konyenmpayuu geppama (V1)

MemoooM NPAMOU NOMEHYUOMEMPULL.

Jns w3MmepeHuil Oblla WCHOJB30BaHA JABYXDJCKTpOJHAs cxemMa. B KkadecTBe
WHIMKAaTOPHOTO 3JIEKTPOJIa UCTIOIH30BAJICS TUIATHHOBEIN AnmekTpon «I1JI-2», a B kauecTBe
AJIEKTPOJIa CpaBHEHUS — Xjopcepeopsiablii anektpoa «ICp-10101» (£ = (0,203 + 0,001 B)),
HaJUIeKAIUM  00pa3oM mojkiaroveHHble K w#oHoMepy WM-510 (HIIK® «AxBuiion»),

paboTaroiemMy B peKUMe BOJIBTMETPA.
Memoouxa npoeederust usmepeHuil.

1. PactBop depparta (VI), NpUroTOBICHHBIA O METOAMKE, NpHUBEACHHON B 8§83.2, B
obwveme 25,0 M1 mepeHocHIIcs B ctakad oobeMoM 50,0 M.

2. B crakaH ¢ pacTBOPOM IOMENIAJICS MArHUTHBIM «SIKOpb», TOCIE Yero CTakaH
yYCTaHABJIMBAJICS HA MATHUTHYIO MEIIAJKY, BKJIFOUAJIOCh IepEMEIINBAHUE.

3. B pactBop deppara (VI) morpyxanuch u3MepUTEIbHBIC 3JICKTPOIbI, 3aKPEIIICHHBIC
Ha IITaTHUBE.

4. Ha KK-nucnuen HOHOMEDPA BBIBOJIMJINCH 3HAYCHUS OKHCJIMTEIbHO-

BOCCTAHOBUTCIIbHOI'O ITIOTCHIOXAJIa PpaCcTBOpPA.

Oxcnepumenm NoS. Hsmepenue nomenyuana o0ns onpeoenieHus KOHYEHMpayuu

peppama (V1) 6 npoyecce eco nenpepbigHo2o npouzsoocmaa.
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Jl71st u3MepeHuid B X0/1€ JIEKTpoJin3a ObUla UCTIOIb30BaHa ABYXAJIEKTPoaHAs cxema. B
KaueCcTBE MHAUKATOPHOIO AJIEKTPO/Aa UCIIOIB30BANICS IIATUHOBBIN 31ekTpoa «II1JI-2», a B
KauecTBE 3JIEKTPO/a CpaBHEHUsS — XjopcepeOpsaHbii a5ekTpoa «ICp-10101», namiexamum
00pa3oM Mo AKIFYeHHbBIE K moteHroctary P-30J (OO0 «DnuHCe»), paboTaromeMy B pekume
BOJIbTMETpA. PerucTpaius 3HaUeHUH MOTEHIIMANa B 3aBUCUMOCTH OT BPEMEHH AJICKTPOJIN3a

MPOU3BOANIACH C TOMOIIIBIO porpaMMbl «PS Pack 2.0x».
Memoouxa npoeedernus usmepeHuii.

1. UYepe3 cnenuanbHbie TEXHOJOTHMUECKHE OTBEPCTHUSI B KPBIIMIKE DJIEKTPOIH3Epa

HAJIS)KHO 3aKPEIUISUTHCh UHIUKATOPHBIN 3JICKTPOJI M AJIEKTPO CpaBHEHUsI (puc. 4).

MoTteHumocTat

9

Pucynok 4. CxeMa pacroJIo)KeHHsI Tapbl U3MEPHUTEIBHBIX AIEKTPOJIOB B
KOHCTPYKIIMH JICKTPOIIU3Epa

2. HemocpencTtBeHHO TiepeJ HAYaloM AJIEKTPOJIN3a HW3MEPHUTENbHBIE AJIEKTPOIbI
MOTPYKaJTUCh B QHOJHOE MPOCTPAHCTBO HA YPOBHE CEPEIUHBI  BBICOTHI
IEKTPOTUTHYCCKON SYCHKH ¥ MOJKIIOYAINCH K TOTCHITUOCTATY.

3. TloTreHmumocraT BKJIIOYAICS B CETh, IOCIE€ YEro C IOMOIIBI0 IPOTPAMMHOTO
obecrieueHusl IEPEBOMIICSA B PEKUM BOJILTMETPA.

4. 3a 5 MEHYT J0 cTapTa Mpoiiecca ISKTPOIN3a MPOU3BOIUIICS 3aITyCK MOTEHIINOCTATA.
[Tocne crabunm3anuu 3HAYEHUN TOTEHIIMANa, OTOOpaKaeMbIX B BHAE Trpaduka
3aBUCHUMOCTH MOTEHI[MAIAa OT BPEMEHHU Ha MOHUTOPE KOMITHIOTEPA, TIPOU3BOIIIIN ITYCK
mpoliecca MIEKTPOIH3a BKIIOYSCHHUEM HCTOYHIKA TOKA.

5. Ilo mpomecTBum 15 MUHYT Ipoliece AJIEKTPOJIN3a OCTAaHABIMBAJICS.
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6. Ilocme 3aBepmieHUS OSIEKTPOIHM3a PETHCTPAMS CHTHAJTA MPHOCTAHABINBAIACK,
MOJIyYeHHbIE JaHHble 00 W3MEHEHUM TOTEHIMAajda COXPaHSAJIUCh B MaMSTH

KOMIIbIOTEpA.

83.5 MonekyasipHasi poToMeTpUs B MPOTOYHOM (poTOoMeTpe

Mounekynsapaass (GOTOMETpHsl TPOBOAWIACH C  HCIIOJB30BAaHUEM IPOTOYHOTO
dboToMeTpa HEMOCPEJACTBEHHO B TPOIECCE HEMPEPBIBHOTO AICKTPOXHUMHUYECKOTO CHHTE3a
deppara (VI). doromerpuueckas siueiika MpeACTaBIsIET CO00H MPHUOOpP, MO3BOJISIOIINIA
u3MepsATh KoHIeHTpanuio ¢eppara (VI) B pacTBope, BBOAUMOM B TPOTOYHYIO KIOBETY
npubopa. Koucrpykrus MPOTOYHOTO dbotomeTpa peain3oBaHa COTJIacHO
chOpMyTHPOBAHHOMY HaMHU TEXHUYCCKOMY 3aJIlaHUI0. TeXHUUYECKOE 3aJaHHE COCTABJICHO B
COOTBETCTBUM €  TpeOOBaHUSAMHU  OOECHEYEeHHUS  HEOOXOJMMBIX  aHAJUTHYECKHX
XapaKTepUCTUK, TpeOOBaHUSIMU TEXHUKH OE30MAaCHOCTH, a TaKXe KOHCTPYKTUBHBIMU

OCOOCHHOCTSIM U Cl'IeIII/I(l)I/IKe MNPUMCHCHHA YCTAHOBKH JJIs1 OYUCTKH BOJBI.

[Tpr6GOp COCTOUT U3 U3MEPHUTEIHHOTO U BBIYUCIUTEILHOTO OJIOKOB (pHC. 5).

f =

Pucynok 5. Buenrauii Bua usmeputenbHoro 01oka (A) u BerauciaureabHoro 6oka (b)

N3mepuTenbHbId 00K, B CBOIO OY€pellb, COCTOUT W3 HUIMHAPUYECKOTO KOpITyca,
BHYTPU KOTOPOI'O PACIOJIOXKEHBI 3JEMEHTbl ONTHYECKOM CXEMbl: WCTOYHUK H3ITYyUYEHUS
(cBeToMO/I, TEHEPUPYIOMIUK CBETOBOM MOTOK Ha JJWHE BOJHBI 510 HM), KoIIUMaTop, a

TaKOKe MPUEMHUK u3nydenus (¢poroauon) (puc. 6).
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PucyHok 6. Cxema BHYTPEHHETO YCTPOMCTBA U3MEPUTEIHHOTO OI0Ka
MPOTOYHOTO (hOTOMETpPA

KroBeTra BBIMONHEHA M3 JBYX B3aWMHO MapajlICNIbHO PACIIONIOKEHHBIX KBapIIEBBIX
cTekoa Ha paccrosHuu 2,0 MM apyr oT apyra (oauna onmuueckozco nymu 1=2,0 mm).
BeruucnurenpHbi  ONOK  TpeACTaBIeH  KOMMEPYECKHM  JIOCTYIHBIM  YCTPOHCTBOM
«[Ipommpubop MKX-08», mo3BossromuM IpoBOAUTh TPaIyupOBKY MpHOOpa M BBIYUCISATH

koHueHTpanuto peppara (V1) B mpomyckaeMoM depe3 IPOTOYHYIO KIOBETY pacTBOpE.

N3mepuTenbHbIN 60K ¢ TPOTOUYHOM KIOBETOM BCTpPAMBAJICS B THIPABIMYECKYIO CXEMY

YCTaHOBKH JIJIs 3JICKTpoXuMudeckoro cuaresa deppara (V1) (puc. 7).

AHOAOHOe i
; YcnosHble 0003HaYeHMA:
L / NPOCTPAHCTBO
/ NepUCTanbTUYECKMIA Hacoc
+ / KatogHble peryavpyemoi
! - ( )
/ 7/ NPOCTPaHCTBa NPOW3BOAWNTENBHOCTK;
/ |/
[ o
Jf - _ YNbTPa3ByKOBaA Kamepa
g / Aerasauum;
7 /
NaOH P / Na,FeO,
' NPOTOYHbINA doTOMETp;
7 Hanpas/ieHWe LUMPKYNALWMK;
@ NaOH pesepByap 4NA 3N1eKTPoUTa;
@ D e | PE3EDBYAp ANA CBOpa
\&/ \ZJ depparta (VI) HaTpuA.

Pucynok 7. I'mapaBnuyeckas cxema yCTpOHCTBa
IS DJIEKTpOXUMUYecKkoro cuntesa deppara (V1)
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B mpouecce snexTponn3a HaOI0JAN0Ch WHTEHCUBHOE BBIJIEIEHHE KHCIOpOAAa B
aHOJIHOM TmpocTpaHcTBe. llponecc razooOpa3oBaHus BIUSI Ha pPE3YyJbTaThl HM3MEpPEHUS
ONTUYECKON TUIOTHOCTH, TaK KaK MEJKOJUCIIEPCHbIE MYy3bIpbKHM Tra3a MPUBOJWIN K
paccerBaHUIO TOTOKA HW3IIyYEHUsI OT WCTOYHHKA H3IydeHus. [[s ycTpaHeHHs JaHHOTO
s dexTa HEMmocpeACTBEHHO Mepell U3MEPUTEIbHBIM OJIOKOM MPOTOYHOTO (OTOMETpa B

THIPABIMIECKYIO CXEMY BCTpauBajcs OJOK Jera3aliiil — yJIbTPa3ByKOBas KaMmepa.
Oxcnepumenm Ne6. I padyuposka npomounozo gpomomempa.

I'panynpoBka ImpoOTOYHOro (POTOMETpAa MPOU3BOAMWIACHE C HCIOJIb30BAHHUEM CEPUU
rpaJlyMpOBOYHBIX PACTBOPOB, IPHUIOTOBICHHBIX II0 METOAWMKE, NpUBeAcHHOH B 8§3.2.
Konnentparms ¢eppara (VI) B kaxaoM U3 pacTBOPOB ONpeeisiiach MO METOIUKE,

npuBeaeHHOH B 83.2.
Memoouka epadyuposku npomouno2o omomempa:

1. U3meputenbHbId OJOK NPOTOYHOTO (POTOMETpA BKIIOYANICA MEPEKIIOYCHUEM
tymOsepa «CeTb» B nonoxeHne «BKiLy.

2. Ilpotounas kroBeta npombiBasiack 150,0 M1 1enMOHM30BaHHON BOBI B TPU IIpHEMa.

3. UYepe3 MpOTOUYHYIO KIOBETY C MOMOLIbIO MEPUCTAIBTUYECKOIO HACOCA IPOILYCKaJCs
pactBop deppara (V1) c MUHUMAaIbHBIM 3HaY€HUEM KOHIIEHTpaLuK B 00beme 25,0 mit.

4. Jlna f[aHHOTO pacTBOpa IPOU3BOJUTCS M3MEpPEHHE ONTUYECKONW IJIOTHOCTH.
[lomyyeHHOMY 3HauyeHHMIO C TIOMOIIBIO DJIEMEHTOB YINpaBieHHs mpudopa

MIPUCBANBAETCS 3HAYCHHUE KOHIIEHTpaIuu (T/1).

HpI/IBeI[eHHaH BBIIIC IIpoHnecaypa TIpPadyHPOBKH IIOBTOPACTCA MIJIA KaXIO0I0 U3
I'paaAyupoOBOYHBLIX PAaCTBOPOB. BBeneHnble 3HaueHUS KOHI_IeHTpaLII/Iﬁ KaXXa0oro us
I'paaAyupOBOYHBIX PAaCTBOPOB COXPAHAIOTCA B IIaMATH BBIYHUCIUTCIIBHOI'O OJ0Ka IIPOTOYHOTO

dboToMeTpa M UCTOIB3YIOTCS IS MOCIEIYIONINX U3MEPEHUH.

Oxrcnepumenm NoT. Hzmepenue xonyenmpayuu ¢eppama (V1) 6 npoyecce eco

HenpepvliBHO2O IJEKMPOXUMUHUECKO2O np0u3eodcm6a.

W3mepeHre KOHIEHTpAlMK C TOMOIIbI0 MPOTOYHOH (OTOMETpUM B Ipolecce
npom3BojcTBa ¢eppara (VI) mpomsBommimMch Ha BBIXOJE W3 dJEKTpoim3epa. PacTBop
deppara (VI), reHepupyeMsbIii B aHOHOM MPOCTPAHCTBE, C TIOMOIIBIO HACOCA MTPOKAYHNBAIICS

4yepe3  yiabTPa3BYKOBYIO KaMepy Jerasaldd M IIOCTynaJl B IPOTOYHYIO KIOBETY
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M3MEpUTENbHOro 0J0Ka. Pe3ynbTaThl M3MEpEeHUs: perucTpupoBaIuCh U 00pabaThIBAINCh B
BBIYMCIIUTEIBHOM  OJIOKE, IIOCJIE€ Yero 3HAuYeHHUs KOHIEHTPALHUHU  OTOOpaXalluch

Ha JKK-mucruiee.
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I'naBa 4. Pe3yabTaThl U UX 00Cy:KI€HHE

B pesynbrare 0030pa HayqHOH JTUTEpPATYphl CTAJIO SICHO, YTO HAa CErOHSIIHUMN JEHb
U3BECTHO OOJIBIIOE KOJMYECTBO CIIOCOOOB ompeneneHus koHmeHTparmu ¢eppara (V).
OpHako, MHOTHE W3 METOJOB HMEIOT s OTPAaHUYECHHH MPUMEHHUTENIBHO K PELIECHUIO
MOCTaBJICHHBIX 3ajad. lloaTomy KpuTtepuu BbIOOpPa METOJOB ObUIM CHOPMYINPOBAHBI

CJIEIYIOIIUM 00pa3oM:

® BO3MOXXHOCTH HEIIPEPHIBHOI'O MOHUTOPUHTA H3MEHEHHs KOHIeHTpauu deppara (V1)
B IIPOLIECCE TEKTPOIIN3A;

® BO3MOXHOCTH OIpesiesicHus: KoHieHTpauu ¢peppara (V1) HCKITIOUATENEHO B XKHIKOM
dbaze;

® OTCYTCTBHE HEOOXOJIMMOCTH MCIOIb30BAaHUS CTAHAAPTHBIX 00Pa3IOB;

® TCXHHUYCCKas IMPOCTOTAa aBTOMAaTHU3allu METO1A.

84.1 ®oromeTpusi

JIJ1st IOTBEPIKICHUSI HAJIMYUS U onpeeneHus coaepxxanus deppara (V1) B pactope,
MOJIYYEHHOM B Pe3yJIbTAaTe AIICKTPOJIN3a, UCIOIB30BAJICS METOM CIEKTPOPOTOMETPHH (CM.
skcniepumenT Nel B §3.2). ChekrpanbHble [aHHBIE [UIsi CEpUH pacTBOpoB (puc. 8),
TMOJTyYEHHBIE 110 METOIUKE, IPUBEICHHO B §3.2, aHAIOTMYHBI H300PAKEHHSIM CIIEKTPOB ISt
CEepUH PacTBOPOB ¢ pasnuuHbIM copepxanuem ¢eppara (V1) (cm. puc. 1), MpUrOTOBICHHBIX

pacTBOpeHHeM cyxoro kpucraumudeckoro ¢eppara (V1) narpus.

14 — 7,76-4 M
’ — 3, 7E-4 M
1,76-4 M
1.2 4 —8,9E-56 M
4, 7E-5 M
— 2.5E-6 M
1,0 4
0,8 4
<
0,6
04
0,2 4
200 300 400 500 600 700 800 900

OnuHa BOAHLB, HM

Pucynok 8. Criektpsl pactBopoB deppata (VI), moryueHHbIe SIKCTIEPAMEHTAIBEHO
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Ha nnune BonHbl 510 HM MACHTUPUUMPYETCS MUK MOTJIOIIEHUS, XapaKTEPHbIN IS

pactBopoB deppara (V). 3Ha4eHUST KOHIICHTPAIIUU PACCUYUTAHBI TIO (hopMyIIe:

MOJIb] A
[ g ] ~ g[M~1x cM~1] - I[cm]
rae
& — K0(Q(PULHEHT MOJISAPHOIO CBETONONIOMEHH 2 £51 0,y = (1150 + 25) M™1 x cm™1,
[ — nmuHa ontudeckoro mytu [ = 1[cM],
A — BeJIMYMHA CBETOIOIVIONICHHUS.
[Toay4yeHHble 3HAYEHHST ONTHYECKON IUIOTHOCTH ISl TPaJyMPOBOYHBIX PacTBOPOB

MO3BOJIMJIM TIOCTPOUTH I'PaJyHMpPOBOUHBIN rpauK, NpUBEAEHHBIH HAa pUC. 9(CcM. omucaHHe

skcriepumenTa Ne2 B 83.2).
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Pucynok 9. I'pagynpoBouHbIii Tpaduk

84.2 ABTOMaTHYECKOE MOTEHIIHOMETPHYECKOe THTPOBAHHE
Jlnist oTnipenieNieHust BIMSIHAS TTapaMeTpoOB TUTPoBaHUs (cM. skcriepuMeHT Ne3 B §3.3)

IIPOBOIUINCH SKCIICPUMCHTEI C BAPbUPOBAHUEM 3HAYCHUM CICAYIOIIUX IIapaMCTPOB:

a. o0beM Karud TUTPAHTA;

b. makcumaibHOE BpPCMsA OKUOAHUA CTa6I/IJ'II/I3aI_[I/II/I IIoTCHIOMAaJ1a.

Jlnist TuTpoBanus ObLIM BEIOpaHbl KOHIEHTpanus Tutpanta — 0,01 M xpomuta 1 00bem

amukBoThI — 10,0 mut. [IpoBoxmiiock TurpoBanue pactBopos peppara (V1) ¢ oo0remamu karm
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tutpanTta 50,0 mxn u 100,0 mxn. Ha pucynke 10 mpeactaBieHbl KpUBBIE THTPOBAHUS B
KOOpAWHATaX «IOTEHIHAT — 00BEM TUTPAaHTa» W MPOM3BOAHBIC ATHX KPHUBBIX TUTPOBAHMUS,

MO3BOJIAIOIIMUEC TOYHEC ONIPCACITIATh TOYKY KOHIIA TUTPOBAHMA.

400 -

—— V=50,0 MKk n
— V=100,0 m Kk n

300

200

- 100

-100 A

O6bem TUMTpPpaHTa, MnN

100

— V=50,0 m Kk n
— V=100,0 m k n

-100

-200

dE/dV

-300

-400

-500

-600 . , .
0 2

.

O6bemM TUTpPpaAaHTa, MN

Pucynok 10. Ycpennenusie rpauku KpUBbIX TUTPOBAHUS
C pa3NIUYHBIMUA 00bEMaMHU Karlsld TUTPAHTA

HpOBOZ[I/IJIOCB TUTPOBAHHUC npu MaKCHUMaJIbHBIMU BpECMCHAMHU OXHUaaHuA

crabwimzanuu norenimana 5 ¢, 10 ¢ (puc. 11).
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Pucynok 11. Ycpennenusie rpauku KpUBBIX TUTPOBAHUS
C pa3IMYHBIMUA BpEMEHAMU CTAOUITU3alliY MTOTSHIIHAIIA

beuto ycTaHOBIIEHO, YTO BapbUpOBaHHE OObEMa Kallld TUTPAHTa, BHOCHMON B
AIMKBOTY, a TaK)Ke BPEMsl OKUIAHMS CTaOWIM3AIMHU MMOTEHI[MANa CYIIECTBEHHOTO BIUSHUS
Ha XapakTep KPUBBIX TUTPOBAHUSA U HA MOMEHT JOCTHKEHUSI KOHEUYHOW TOYKHA TUTPOBAHUS
He OKasbIBanu. JlJis mMpoBeACHUS NaTbHEHIINX SKCIIEPUMEHTOB B IENSAX CO3/laHus Ooiee

JKCIPECCHON METOJUKH MCIIOJIb30BAIM CIECAYIOIINE IapaMETPBbI:
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e 00weM karutu TuTpanTa: 100,0 MKIT;

® MaKCHMaJIbHOE BpeMs OKUAAHMS cTa0miIM3anuu norenuuana: 5,0 c.

[IpoBoaMIIOCH TUTPOBAHKE C PA3TUYHBIMU 00bEMaMu aTUKBOTHI (puc. 12):

300

— 50,0 mn
— 25,0 mn
200 - — 150 mn
— 10,0 mn

100

0 2 4 6
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M N
M N
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Pucynok 12. Ycpennenusie rpauku KpUBbIX TUTPOBAHUS
C pa3IUYHBIMU 0ObEMaMU aJTUKBOTHI

JInst TIpoBEpKM METOAUMKHM IPOBOJMIIOCH THUTPOBAHUE PACTBOPOB C PA3IMYHBIM

conepxanueM (peppata (VI) (puc. 13):

31



_ {47103 M
300 —— 9, 77%10-3 M
| — 4 89%10-4 M
200 +
m 100
L ]
04
-100 4
0 I é I 1I0 I 1I5 I
O6beM TUTPpaHTa, MAN
1 [—— 1,47%10-3 M
ol | — 9,77%10-3 M
—— 4,89%10-4 M
50
“u‘-j |
-100
-150 4
0 I é I 1I0 I 1I5 I

O6beM TUTpPpaHTa, MN

Pucynok 13. Ycpennennsie rpauku KpUBbIX TUTPOBAHUS
C pa3MyHbIMU KOHLIeHTparusamu deppata (V1)

MunumanpHas onpenenseMas kKormeHtpauus ¢eppara (V1) mo mpemiokeHHOM
*1(0)4

METOJMKE aBTOMATUYECKOTO MOTEHIMOMETPUYECKOr0 TUTpOBaHUs cocTtaBuia 4,89*10™ M.

CrnextpodoToMeTprudeckas METOAMKa, NMpHuBeacHHAs B 83.2, sBiseTcs pedepeHTHOW 1o

OTHOILIEHHIO K METOJMKE MOTEHIIMOMETPUUECKOT0 TUTpoBaHusl. [Ipu cpaBHeHUH pe3yIbTaTOB

cnektpodoromerpun u MOTEHIIUOMETPUUECKOTO TUTPOBAHUS HaOJIr01aeTCs

YAOBIETBOPUTEIHLHOE COTJIacOBaHuE (Tadml. 2).

32



Ta0iauua 2. PacyeT OTKIIOHEHHS ONPEEIsieMbIX 3HAYCHUN KOHLIEHTPALMH, TI0JTy4EHHBIX
TUTPUMETPHICCKH, OT pedepeHTHOH poTomerpudeckoit metoaukn. (P = 0,95; n = 3)

Ne Cpennue 3HaueHUs Cpennuvie 3HaYE€HUS IIpouent
poObI KOHLIEHTpAaIHH, KOHIEHTPALINH, OTKJIOHEHUS,
OIpe/IeNIEHHBIE C oIpe/ieNIeHHbIE %
MOMOIIBI0 POTOMETPUHN, | MOTEHUUOMETPUYECKUM
r/n TUTPOBAHUEM, T/J
1 1,27 £ 0,02 1,17 £ 0,05 7,8
2 1,08 + 0,04 1,12 + 0,07 3,6
3 0,98 + 0,01 0,95 + 0,02 3,1

84.2 IpsiMmasi NOTEeHIUOMETPHSI VIS KOHTPOJIs conep:xkanus ¢peppara (V1) B mpouecce

€0 JICKTPOXUMHUIECCKOI0 INIPOU3BOACTBA

Jliist onpeieNieHus AMHAMUKA H3MeHeHus koHieHTpaiuu ¢peppata (V1) B mporiecce ero

HETIPEPBIBHOTO TMPOU3BOJCTBA ObLIa MPOU3BENICHA TPATyHPOBKA Mapbl 3JEKTPOJOB (CM.

skcriepuMeHT Ned B §3.4). JIjist mOCTPOCHUS TPayHpPOBOYHOrO rpaduka ObUIH M3MEPEHBI

OKHCJIINTCIIbHO-BOCCTAHOBHUTCIIbHBIC

IIOTCHI M AJIbI

rpagydpOBOYHBIX  pPAacTBOPOB  TIO

METOJIMKe, MpUBeIcHHOM B §3.4. Bbuta mosyveHa rpaaypoBOYHAs 3aBUCUMOCTD (puc. 14).

4504y =120,41x + 701,66
[ ]
| R =0,9954 e
400 4 e
] -
350 - . il
m e |
2 b
300 g .
- | 3
3 L7
€ 250 .
=
Ll 1 Ve
200 P
rd
-
-
150 4 e
o
100 —— —
50 45 -4,0 3,5 3,0 25 2,0
logC

Pucynok 14. I'pagynpoBouHbIN IrpaduK A1 METOAUKHU MPSIMON MOTCHIIMOMETPHUH

B pe3yjIbTaTte HU3SMCPCHUA OKHCIUTCIIBHO-BOCCTAHOBHUTCIIBHOIO TIIOTCHIOMAJIA B

MPOIIECCE AEKTPOXUMHUECKOT0 Tpon3BocTBa Geppata (V1) B pasHbie 1HU OBLUTH MTOTYYCHEI

3aBUCUMOCTH MOTEHIMAJIa OT BPEMEHH 3JIEKTPOJIN3a, IPECTABIEHHbIE Ha puc. 15.
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Pucynok 15. I'paduk usmeHeHus: Eoxred B ipo1iecce 31eKTposn3a

HpI/I pPaCcCMOTPECHUHU ITOJTYUYCHHBIX Fpa(l)I/IKOB CTaAaHOBHUTCA SACHO, 4YTO, BEPOATHEC BCCTO,

BBIXOJ] HAa «ILJIATO» CBS3aH C IacCHBAllMEM aHOAAa B Ipolecce 3iekTpoausa. JlaHHoe
OOCTOSTENBCTBO TAKKE PACCMAaTPHBAETCA B HaydHbIX myOnmkanusx.** Ha rpaduke,

M300paXEHHOM Ha puc. 16, MpUBEACHBI AMPOKCUMUPYIOLIUE MPSMbIE, TOUKA MepeceueHus

KOTOPBIX YKa3bIBa€T HA MOMEHT 3aMeJUIEHUs pOCTa MoTeHuana (~2 MUHYTa).

400
Equation y=a+bx
300 4 Weight No Weighting
Residual Sum | 2177467232
of Squares
Pearson's r 0,97841
200 H ;
Adj. R-Square 0,95723
m Value Standard Error
= E, mV Intercept 280,02797 0,49402
100 H E.mV Slope 8,87043 0,06637
wi
Equation y=a+b'
Weight No Weighting
0+ Residual Sum 2542188542
of Squares
Pearson's r 0,99191
-100 4 Adj. R-Square 0,98375
Value Standard Error
E, mV Intercept -115,99331 2,80603
E, mV Slope 286,08038 342811
200—r—-+7-TFT-—-"-—"T-7T—"T"T"""FT"""T—F—
0 2 4 6 8 10 12 14
T. MuUH

Pucynok 16. I'paduk nsmenenus kounenrpammu peppara (V1) (ananms)

I'pagynpoBoyHasi 3aBUCUMOCTb, M300pak€HHas Ha puc. 14, Oblma MpuUMEHEHa IS

pacuéra kouneHrpanuu deppara (VI) U3 3HaYCHHMN OKHCIUTEIHLHO-BOCCTAHOBUTEILHOTO

noteHnuana rpaduka, npuBeaCHHOro Ha puc. 16. B pesynbprare Obl1 mocTpoeH rpadux
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3aBUCHUMOCTH W3MeHEHHus KoHueHtparmu ¢eppara (VI) B mporecce ero HempepbIBHOTO

JIEKTPOXUMHUYECKOTO MPOU3BOACTBA (cM. puc. 17).

r/n

T T T T T T T T 1
1.2 3 4 5 6 7 8 9

LA L B R L B B ]
10 11 12 13 14 15 16 17

T, MUH

Pucynok 17. I'paduk usmeHenus kourenrpamuu peppara (V1) B mporecce amekTpoinsa

Xoa KpuBOH, M300pak€HHON Ha puUC. 17, CBUACTEIBCTBYET O HEMPEPHIBHOM POCTE

koHueHtpauuu (eppara (VI) B mporecce ero cuHTE3a B TEUEHHE TMEPBBIX 15 MHHYT

QJICKTPOJIN3a.

84.3 IlporouHas ¢oToMeTpHUecKas sUeiiKa

Jlis TpagyupoBKU MPOTOYHON (hOTOMETpUUEeCcKOW SYeHKU ObLT MCIOJIb30BaH METO[

IpaayupoBOYHOrO rpaduka. 3HaueHUs ONTUYECKOM TUIOTHOCTH IPalyHPOBOYHBIX paCTBOPOB,

MOJy4eHbl 110 METOJHKe, NpuBeaeHHOH B §3.2. I'padmk TpaaynpoOBOYHON 3aBHCHMOCTH

JHHEEH BO BCEM M3yUYeHHOM HHTepBase KoHienTpanuii peppara (V1) u mpusenéu Ha puc. 18.
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Pucynoxk 18. I'panynpoBouHbIil rpaduK A1 MPOTOYHON (OTOMETPHUUECKOM STUSHKU
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Ilocne BHeceHusT 3HAYEHUM KOHILIEHTPALMM, OIPEACICHHBIX C  IIOMOUIBIO
CHEKTPO(OTOMETPUHN, B NaMATh BBIYUCIUTENBHOIO OJOKa MPOTOYHOIO (oTomeTpa Mo
METO/IMKE, MpHUBEIeHHON B §3.5, ymanoch monyuuth rpaduk (cM. puc. 19) uameHeHuUs

koHieHTpamnuu ¢eppara (V1) B mporecce anmekrpoaunsa (CM. omucaHue sKcnepumMenTa Ne7 B

83.5).
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Pucynok 19. I'paduk usmenenus koumenrpamuu Geppara (V1) B mporiecce 3aeKTpoinsa

CrymneHuaToe HM3MeHeHHe KoHIeHTpaiuu (eppara (V1) B mporecce aiekTposn3a
CBS3aHO C WMHTEPBAJIOM BKIIIOUEHHUS CHCTEMbl CUHXPOHHBIX MEPUCTATBTHUYECKUX HACOCOB,
paBHbIM 1 MuHyTe (CM. pHC. 7). ANIPOKCUMHUPYIOIIas KPUBasi MO3BOJISIET O0Jiee HATJISIHO
MPOJICMOHCTPUPOBATH MMEPMAHCHTHBIA POCT KoHIeHTparmu ¢eppata (V1) B mporecce ero

HCIIPCPBIBHOI'O SJICKTPOXUMHUUYCCKOT'O IIPOU3BOJACTBA.
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BriBoabI
1. PaspaboraHa METOJMKa aBTOMAaTHYECKOTO MOTEHIIMOMETPHYECKOTO TUTPOBAHHUS
KOJIM4eCTBeHHOTO onpeaenenus ¢peppara (V1) aus maboparopHoro anammsa

CHHTE3UPOBAHHBIX pacTBOpoB ¢eppara (VI).

2. Co3nana cuctema KOHTPOJIS d3PPEKTUBHOCTH HETPEPHIBHOTO AIIEKTPOXUMHYECKOTO
npom3BojicTtBa peppara (VI), cocTosas u3 1Byx peepeHTHBIX 110 OTHOIICHHFO

JPYT K OpYTy COCOOOB aHaIu3a. A UMEHHO:

a) PaspaboTan u TeXHHYECKH pean3oBaH crocob on line ananusa
CHHTE3upyeMoro pacTBopa ¢eppara (V1) Ha ocHOBe MeTO1a MPSMOM

NMOTCHIUOMCTPHHU.

b) PaspabGotan u TeXHHYECKH peaan3oBaH crmocod on line ananusa
cuHTe3upyeMoro pactBopa deppara (V1) Ha ocHOBe MeTOa MOJIEKYISIPHO#

dboTomeTpuu.
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