Hay'—leIVI COHEeT NnOo aHanuTu4dyeckKum
MeToham

XumMunyeckne Metoapl
MHcTpyKkuma Ne 193-X

OTOP U XNOP


https://meganorm.ru/Data2/0/4294846/4294846371.htm

Bwscka ms Hpwpgaa WweTtpa reonorma B 496 ot 29 oK-
TA6psa 1976 r.

4. Mpn ebwonniiew! asnafasoB rBISOrHYEBKHX MNpo6 Hame-
HATbL MeToja, pekomeHaoBaHHble NOCTaw s HayuHga coBeTOM IO
aHasHTAaewwM MeTodam»

Bocnpo>X3BoALIOCTb i HPABKAbHOCTb pe3ynbTaToB aHanusa
pya s rapgax rnopoj oueHMBaeTcs cornacHo MeTogadeekHM yKa-
3aHHa! IG4AM "MeTofa na6opaTopHOro KOHTPOAs KayecTBa aH&Ns-
THYEeCKKX paboTt".

[cHHa4aHHe; Pa3LloXeHXXB HHCTPYyLUWH! HA MecTax BO W3beHaHHe
BO3MOKaLLUMCKaKeHNA paspenaetes TONbKO poTorpadmyecknum sisH
»neKTN/IrSANYBCKHM Cnoco6oMm.



MWUHWCTEPCTBO TEONOIMMAN CCCP
HayuyHblii CcOBET MO aHa/IMTUYECKMM MeTodam
npyn BUMCe

XvMuyeckne meTtofpl
MHcTpykumsa Ne  193-X

CornacosaHo
3am. HavaslbHUKa
TexXHUYeCcKoro ynpasfieHuUs
MwuHreo CCCP
N. N .Mankos

MOHOMETPMYECKOE OMNPEOENEHVE ®TOPA U X/1OPA
B MNHEPAJIbHOM CbIPbE C NMMNPOTMAPONMNTUYECKNM
PA3/TOXXEHVEM TPOBbI

Bcecotos3Hblil  Hay4YHO-MCCnefoBaTelbCKUin UHCTUTYT
MUHepasibHOro cbipbsi (BUMC)

Mocksa, 1982



B cooTBetcTBUM C npuka3om MuHreo CCCP N 496 ot 29.X.76r1*
MHCTpyKunAa N 193-X paccmoTpeHa M peKoMeHAoBaHa HayuHbiM CO-
BETOM NO aHalIMTUYECKMM MeTodam ANA aHann3a psgoBbiX: Npob-

Il kaTeropus.
(Npotokon W36 ot 14.1.1981 r.)

Mpepcepatens HCAM [.B.OcTpoymoB

MpeacepaTtens cekuumn
XUMUYECKUX MeToLoB N.H.NMwbumosa

YueHblil cekpeTapb P.C.o%puagvaH



NHcTpykumna $ 193-X paccmoTpeHa B
COOTBETCTBUM C npukasom MuHreo
CCCP # 496 oT 29.X.76 r. HayuHbim
COBETOM MO aHanMTU4YecKkum meTogam
(npotokon $ 36 oT 141.81 r.) un
yTBepxaeHa 3MCom c BBefeHUEM B
neicteme ¢ | mapta 1982 r.

NOHOMETPWYECKOE OMPEAENEHWE OTOPA U XNOPA B
MWHEPANIbHOM CbHIPBE C 1XWPOrBAPOWWYECKNM PA3-
NOXEHWEL NPOBbLI*}

CyWwHoCTb MeToaa

MeToAnKa WOHObLETPUYECKOrC onpegeneHns gropa u xnopa,
pa3paboTaHHas W.A.Ctonsposoii, M.M.dunatosoi u C.B.MoTanosoii,
OCHOBaHa Ha fBMEHUW BO3HWKHOBEHWS KOHLEHTPauMOHHOro 31eKT-
puyecKoro noTeHuuana Ha rpaHule MOHOCENEeKTUBHOrO 3/ieKTpoja
N pacTBopa, cofepxawero WoHe $gTopa wunu xnopa. KoHueHTpauuio
(GTopa unn xnopa B pacTBOpe HaxoAAT, U3MepsAs 3MeKTPOABUXYLYH
cuny (OAC) ranbBaHMYeCKON sueliku, coOCToAWwel U3 MHAMKATOPHO-
ro (KOHOCeNneKTUBHOr0) 3MeKTpoja W 3/eKTpofa cpaBHeHua (Xnop-
cepebpsAHOro WAM KanoMenbHOr0), MOMEeWEHHbIX B aHanu3upyemslii
pacTBOp**~.

NPy NOCTOAHHOW WOKKOWN cune, co3paBaeMoii WHEPTHbIM 3NeKTpPo-
nutom, 3AC (E) sBnseTcsa norapudMmyeckoi (GyHKUMER KOHUeHTpa-*
aHn (C) un BbipaxaeTca ypaBHeHuem KepHcTaO :

E Eo Wp &cCA

rape: EO - JAC sveiikm npu C=1;
Mpn 20°C E=EO0-58,16E~C.

[lna onpefeneHna KOHUEHTpauuu WOHOB dTopa uau xnaopa .B
aHanuM3npyemom pacTBope OAHOBpPeMeHHO wu3mepswT 3AC ana cTaH-
[apTHbLIX pacTBOpOB.KOHUEHTpauuio ¢Topa wuaM xnopa HaxogaT no
rpafjyvpoBoYHOMY FpaduKy .

BHeceHo B HCAM xummkKo-aHanuTu4yeckoii na6opatopwueii BCEFEN.



b 193-X

dTOpMAHLIA 3n1eKTpog obnafjaeT BbICOKOW CeeKTUBHOCTbW.Ero
membpaHa npakTWYeckKu HenpoHuuaema Ans 6Gonblieli YyacTu Apyrux
MOHOB. TONbKO WMOHb OH*, umewwme TOT Xe 3apag, 4TO U GTop-
MOH, W 6AU3KWIA pagnyc, MOFYT MPOHMKaTb 4Yepe3 MembpaHy. Wx
BNNAHWE ycTpaHawT3, usvmepsas 3AC npu pH 5-7.

XNopuaHbIA 9N1eKTpos MeHee CefleKTUMBEeH, 4YeMm OTOopuAHbIA. On-
peAeneHu xnopa C X/J0PWAHbIM 3M1EKTPOAOM MewawT WoHb  NO5,

so/", P043", F- co/-, BT-; 3", CN*“,S2", OH", MH4+, a
Takxe okucautenu.OnTumanbHas ANA ONpefeneHna Xjopa BenuyvnHa
pH cocTaBnset 3.

loHOCeNneKTUBHbE 3NEKTPOAb pearupynT TONbKO Ha CB060A-
Hble MOHbLl @Topa uan xnaopa. Mpu 06LIYHOM crnocobe pas3fioxeHus
npo6 (ob6paboTka KucnoTamu, cnnaBfeHWe C NAaBHAMW U T.M.)
NOHLl (TOpa MOryT OKa3aTbCA CBA3aHHbIMW B KOMMIEKCHble coefu-
HEHUS C a/lOMUHWEM, TOpUEeM,UUPKOHUEM, Xene3om, Oepunivem nm He-
KOTOPbLIMA APYTUMU 3NeMeHTaMu, a MOHb Xjopa MoryT ob6pa3osaTb
mManopacTBOpuUMble CONMM C cepebpom, CBUHLUOM, Mepbi I, pTyTblo |
N HEKOTOPLIMU APYTrUMU MeTannamu.

OTOp U XNop OTAENANT OT Mewawwux WX OonpefesieHnn 31eMeH-
ToB, pasfnaras cMmewadHsie ¢ V 2/°5*" npo6sl nNMporuaponn3om npu
000°C B NOTOKE neperpeToro BOAAHOrO napa, CcoAepxawero Kuc-
nopoa unu Bo3ayx. Mpu nuporuaponuse GToOp WU XA0P KONNYECTBEH-
HO OTroHswTcA 13 npobe B Buage HF u HCI n nornowawTcs B npu-
eMHVKe pacTBOpOM rugpokcuga kanus (rugponusart).

Mpu nuporuaponuse 6onbwas yacTb okcuaa BaHagus (VD5)
ocTaeTca B haphopoBOil NOJOYKE BMECTE C OCHOBHOI 4acTbi Npo6b;
4acTb OKcufa BaHaaus cybnumupyeTca U ocaxfaeTCa Ha XO0of-
HOM y4yacTKe KBapLeBOi Tpybku, B KOTOpPO BefeTcsa NUporuapo-
nm3. Hebonbwoe konuyecTBO okcupa BaHaans (o 20 mr), nepewepg-
wee B ruuyponu3at, He MewaeT onpegeneHui gropa L, xnopa.

Ecnn npo6a cofepxuT cynbgaThl, Cynbhuab UAn KapboHaThbl,

B ruaponu3aTt BMecTe C (TOPOM W X/0pPOM MepexoauT cepa B Buae

SOg u yrnekucnota. HenocpeAcCTBEHHO Ha onpejenexHve ¢gtopa u
Xnopa 3TW KOMNOHEHTb He BAMAKT. OAHaKo npu cofepxaHun ux 60
nee 2-356 TpebyeTcs yBeNMYUTb KOAMYECTBO FuApOKCUAA Kanusa B
nornoTUTENbLHOM pacTBope.

**  VgOjj CNyxuT KaTanu3BTOPOM.
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MeToguka npepgHasHayeHa ana onpegenexdua 0,003-30" ¢Topa
n 0,003-10" xnopa B rOpHLIX Mopojax W MUHepanax W, Kpome TOo-
ro, gTopa BO (NOOPUTOBLIX pyaax. OrpaHuyeHwidi no cocTaBy npob6
He umeeTcs.

B Tabn. | npuBegeHbl [ONYCTWMbE pacxoxieHus”™ me;cay oc-
HOBHbLIMW 1 NOBTOPHLIMK onpefeneHusmn dTopa (40N~ » pacxoxge-
HUA, MNONy4YeHHble aBTopamum WHCTPYKumn (AgKCn)» n 3anac TO4YHO-

v (z-fe).

Tabnuua 1

JonycTumbie pacxoxgeHus (4gon), pakTuyeckne
pacxoxgeHua (flgkcn) n 3anac ToyHocTM CK )

oTop Xno
Copepxanue, % P

AAon’oTH-* | [Aakcn>0TH-* | 2 [lakcn’0™-*

20 - 29,99 - 5,9 -

10 - 19,99 - 7,2 - -
5 - 9,99 - 8,8 - 8,8
2 - 4,99 18 1] 1.6 11
1 - 1,99 22 14 1,6 14
0,5 - 0,99 28 17 1,6 17
0,2 - 0,499 34 22 16 22
0,1 - 0,199 40 25 ile 25
0,05 - 0,099 49 29 1,7 29
0,02 - 0,049 55 35 i,6 35
0,01 - 0,019 63 41 1,5 41
0,005 - 0,0099 70 48 1,5 48
0,003 0,0049 75 54 1,4 54

B NpUNoXeHUn K MHCTPYKLUUM MO BHYTPWUIa6opaTOPHOMY KOHTpPO-
N0 ONYCTUMBIX PACXOXAEHWI ANs onpeAeneHuns xjopa He vmeeTcs.
B Ta6n. | npuBegeHsl pacxXoxAeHusi, MoMy4YeHHbe aBTopamu WHCT-
pyKUuM, WMeWMEe TOT Xe MeTPONOrMYEecKWUid CMbic/, 4YTO W JOMYCTU-
IMbe pacxoxgeHus .
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PeakTusbl 1 maTtepuans

1. Kucnota azotHaa d=1»40*\ x.u. (IOCT 4461-67) un
pa3baBneHHas 1:50.

2. KucnoTa ykcycHas nepsaHas, X.4. (FOCT 61-69).

3. Ingpokcug kanus x.d. (FOCT 4203-65), 0,1 bl pactsop.
Hasecky 5,6 r egkoro Kanus pacTBOpAwT B BOfe, NEPEHOCAT B Mep-
Hyl konby Ha | N u gonuBawT BOAON A0 MeTKM. PacTBop XpaHAT
B MOJIN3TUNEHOBOM COCYJE.

4. AuetaT HaTpus (CH3COOMa < 370) x.u. (IOCT 199-68).

5. Hutpat kanua Xx.4. (FOCT 4217-65), 1 U pacTtBop. HaBec-
ky 101 r HuTpaTa Kanus pacTBOpPsT B BOAE, MEPEHOCHAT B Mep-
Hylo Konby Ha | n wn gonuBawT BOAOW A0 METKW.

6. oTopsa HaTpua u.g.a. (FOCT 4463-66). MpenapaT nepe-
KPUCTannn3oBbiBalT U3 CNMPTOBOr0 pacTeopa.

7. Xnopug Hatpua x.4. (FOCT 4233-66).

8. Okcug Banagna Y205 u.g.a. (MPTY 6-09 6594-70).

9. bydepHbii pacTBop "A" c pH = 5,5. CnyxuT Takxe ans
nogAepxaHusa obleil MoHHOW cumbl pacTeBopa. HaBecky 250 r aue-
TaTta HaTpua pacTeopsalT B Boge, AobasnswT 20 Mn negsiHol ykcyc-
HOW KmcnoTel M 101 r HuTpaTa Kaams. [locne pacTBOPEHWUA COU
pacTBOp MepeHOCAT B MepHyw Konby Ha | n u gonvBawT BOAON A0
METKMN.

10. bytepHbii pacTBop "b* ¢ pH =5,5. [OTOBAT TaK Xe, Kak
6ythepHbiii pacTBop "A", HO 6e3 pgo06aBfieHMs HUTpaTa Kaus.
11. CTaHpapTHble pacTBOpb AN1S onpeAeneHua gropa.

PacTtBop A. HaBecky 2,2100 ¢Topuaa HaTpusi, BbLICYWEHHOrO
npu 150°C, nomewawT B MepHyW Konby Ha | n, pacTBopsivT B BO-
ae, AOMMBANT BOAOM A0 MeTKM U nepemewvsBanT. B_1 mn_pacTsBopa_

N09_MKr_(jTopa._

PactBop 6. B mepHykw konby Ha 500 mn nomewawT 50 mn pacT-
Bopa A, [O/AMBalT BOAOW A0 MeTKM U nepemewmBainT. BljwjmcT_-
Bopa_b_cogepxutcsa 10P_wmkuy _¢TEpa*

12. CraHgapTHble pacTBOpbl AN ONpefeneHus xopa.

PacTtBop A. HaBecky 1,6484 r npokaneHHoro npu 500°C xno-
puga HaTpus nomewawT B MepHyw Konby Ha 1 n, pacTBOpsawT B BO-

d - oTHOocuTenbHas NJOTHOCTL.
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e, AONMBAWT BOAOW [0 MeTKM u mepemewnBawT. B_1wmn. p_acteo
Ja_A_copepxutca 1000_MKr _xnop«b_

PactBop E. B mepHyi konby Ha 500 mn nomewaiwT 50 mn pacTt-
BOp» A, AonvMBawT BOAOW A0 MeTKM W nepemewvBawT. B_1_wma_pac_T-
Bopa ~cogepxutca. 1QQ nur. xnapa. .

CTaHAapTHble pacTBOpbl (Topa M 3pnopa NPUrofHel B TeyeHue
wecTn MecsueB.

13. MeTwunosbili opaHxeBbii (FOCT 10816-69), 0,01”"-Hblii BOA-
Hbll pacTBoOp.

14. oeHondTanemH (FOCT 5850-51), 0,1/6-Hbii cnupTOBOI
pacTBop.-

MpUroToBsieHne wWKasabl CTaHAAPTHbEX PacTBOPOB

1._[ina _pw>egenenuna_dTopa _(Npv _3TOM_X/0p_He onpegensanTt)
B mepHble konbsl Ha 50 mn nomewawTt O; 0,1; 0,25; 0,5; 1,0; 2,5;
5,0; 10,0 mn cTaHgapTHoro pacteBopa b (100 mkr ¢oTopa B 1 mn)
n 2,0; 3,5; 5,C; 7,5, 0 wmn cTtaHgapTHoro pactBopa A (I0OOmMKT
hTopa B 1 mn). MpnbasnawT no 5 ma pacTBopa rugpokcuga
Kannsa, no 5 mn 6ygpepHoro pacTteBopa A", ponuBawT BOAOW A0
MeTKN, nepevMewnBawT U nepennBawT pacTBOPb B NOANITUNEHOBLIE
CcTakaHbl C Kpblukamu. MpuUroToB/eHHbie pacTBopsl cogepxat 0; 0,2;
0,5; 1l,0; 2,0; 5,0; w,o0; 20,0; 40,0; 70,0; wo; 150; roomKr
pTopa B I mn. PacTBopbl MpurofHsl B TeyeHune mecaua. B no-
MEWeHnn, rae XpaHATCA pacTBOpbl, He [JO/MXHb paboTaTb ¢ GTOpU-
CTOBOAOPOAHON KUCNOTOM .

2. onpefeneHna _(Topa_B_pacTBope ™ B .KOTOPOM,NpeABapun-
TeNbHO onpefensanca xaop. B mepwe kon6el Ha 50 mn nowmewawT
Takue xe Ko/iuyecTBa CTaHAapTHLX pacTBopoB (Topa A u b, Kak
npu NpuUroToBNEHUWN WKasNb ANSA OnpejeneHnss O4HOro TONbKO (Topa.
MpnbasnsawT no 5 LI pacTBopa ruvapokcmpa Kanuss, no 5 mn pact-
Bopa HuTpaTa Kaaus, no 1-2 kannu pacTeBopa (eHongTanenHa u
HelTpanu3ywT pa3basBneHHol 1:50 a30THOI KucnoTolh Ao obecuBe-
ynBaHuA pacTBopoB. [ob6aBnAwT no 1-2 kanau pacTBopa MeTWN0BO-
ro OpaHXeBOro, MOAKUCAAKNT TOW Xe KUCNOTOW A0 MOSIBNEHUSA Kpac-
HOl OKpacku, pAonvBalT BOAOW A0 MeTKM, NepemewnBawT W nepe-
NMBaKT pacTBOpPbl B MOMNITUNEHOBbE CTaKaHbl C KpbllKamu. B Kax-
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Obli cTakaH po6aBnswT nuneTkoi (TOW xe, KOTOpoi [06aBNANT U
B aHanuM3upyembie pacTBopbl) no 5 ma 6ypepHoro pactsopa "B
1 nepemewnBanT. [PUroTOB/IEHHblE PACTBOPbL COAepXaT Te Xe KO-
nnyecTBa (Topa, 4YTO W pacTBOPb WKaibl ANS OnpejefieHns Tosb-
KO OoAHoro ¢ropa.

3. Jna_onpepeneHne”ppa”™ B mepHble Konbel Ha 50 mn nome-
wawoT 0; 0,1; 0,25; 0,5;41,0; 2,5; 5,0; 10,0 mn cTaHgapTHO-
ro pacteopa b (100 mkr xnopa B I mn) u 2,0; 3,5; 5,0?.7,5;
10 wmn cTaHgapTHoro pactBopa A (1000 mkr xnopa B 1| mn). Mpu-
6aBnanpT nNo 5 Mn pacTeBopa rugpokcuja kams, no 5 mn pactseopa
HuTpaTa Kanma, no 1-2 kannm pacTtBopa (eHonpTanenHa M 0CTO-
POXHO HelTpanu3dywT pa3basneHHoli 1:50 a30THON KWCAOTOW A0 obec-
uBe4YymBaHma pacTBopoB. [lo6aBnsAwT no 1-2 Kanium MeTu0BOro
OpaHXeBOro, MOAKWUCAAKT TON Xe KUCNOTOW [0 MOSBJEHUS KPacHOi
OoKpacku, AonuBalT BOLOW O MeTKM, nepemMewuBawT U nepenvBa-
0T pacTBOpPbl B NOMWITU/IEHOBbIE CTakaHbl C Kpbillkamu. [pUroTOB/EH-
Hble pacTBopsl cogepxart O; 0,2; 0,5; 1,0; 2,0; 5,0; 10,0;
20,0; 40,0; 70,0; wo; 150; 200 mkr xnopa B | mn. PacTtsopbl
rOTOBAT B fleHb MNPVMEHEHUS .

AnnapaTtypa

I. NMoTeHuMoMeTpuyeckass yctaHoBka. CobupanT u3 cnegymwumx
cepuiiHo BbiMyCKaeMblX NPUMBOPOB U YCTPONCTB:

a) W3mepuTenbHblli anekTpog Ans onpegeneHuns ¢gropa -
(hTOPBAHbIA CeneKkTUBHbIA 3NeKTPoA, Hanpumep mapku 9B-1
(TY 48-1301-61-77);

6) V3mMepuTenbHLI 3aNeKTPoS ANA onpefeneHus xnopa -
3n0pafHbii CeNeKTUBHLI anekTpos, Hanpumep mapku 17-117 (YCCP)
nnn 3N-CI-01 (CCCP).

HoBbili anekTpog (@TOpUA- MAM XMOPBACENEKTUBHKIA) BbIAEPXKM —
BaTT 24 vaca B pacTsBope ¢Topuga wam xnopuga (COOTBETCTBEHHO)
HaTpusa, cogepxawem 100 mkr ¢Topa (uam xnopa) B | mMn, npombi-
BalT BOJOW M 06CcywnBawT (GUAbTPOBaNbHOW 6Gymaroii. 3dnekTpog,
paHee MCNoNb30BaBWWIACA, HO XpaHMBLMWIACA Ha BO3Ayxe, nepef
ynoTpebiieHnem BbiAepxuBanT B Tol Ke pacTBope B TeyeHnue 10-Tr
MWH .
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B) 3NeKTpof cpaBHeHUs - xfiopcepebpsHbili anekTpos 9B/-1M3
UM KanoMenbHblli 9NEKTPOA;

r) TepmomeTp Ha H00°C;

) Mewanka anekTpomarHuTHas. W3mMepuTeNbHLIN 3n1eKTpos,
9/1eKTPOA CpaBHEHUS U TepMOMETpP YKPennawT Ha wTaTuBe Mewanku;

e) W3mepuTenbHul npubop. [ns m3mepeHwii ¢ To4HOCTbi | MB
Mcnosib3ynT pH-meTp wan unoHomep nw6OK Mapku; A1 n3Mepe-
HWii ¢ ToyHocTbi 0,1 MB MOXHO MNONb30BATbCA HECKONbKUMU NpuU-
6opamm:

LUnppoBoit BoNbTMETpP MO0 Mapku, UMebWMii BbICOKOE BXOA-
Hoe conpoTusfieHne (coTHu MOm), Hanpumep 11413, W4200. ABTO-
KanubpoBKa, MMenWasacss B MHOFMX UMPPOBLIX BOMbTMETPaAx, AOMKHA
6bITb OTKMYEHa*”. BonbTMETP MPUCOEAUHAINT HENOCPEeACTBEHHO K
3anekTpogam;

pH-mMeTp, K KOTOpPOMY MNPUCOEAMHANT UUPPOBOW BOMLTMETP
nw6oin mapku;

pH-mMeTp, K KOTOpOMY MPUCOEAMHAKNT BbLICOKOOMHbIA MOTEH-
LMOMETP MNOCTOSIHHOTO ToKa, Hanpumep [MNTB-1. N3mepeHna c 3Tum
npubopom 6onee AAUTESNIbHbI, YEM C OCTasIbHbIMU.

MoTeHuMomMeTpuyeckas ycTaHOBKa [ONXHA HAaX04MTbCS BAanu
OT HarpeBaTeslbHbIX YCTPOWCTB UM Ha Hee He AO/XHb NajaTb nNpsi-
Mble COJIHEeYHble Jyun.

NepeA M3MepeHMeM MOTEHLUOMEeTPUYECKYKW YCTaHOBKY nporpe-
BawT B TeuveHne 30 MUH.

2. YcTaHOBKa A1 NUPOrUAPOANTUYECKOro passfiokeHus npob
(pWlcN). WcnapuTenb, TPONHWMK U KBapLeBylw TPy6Ky coeauHsT
pe3nHOoBbIMM wWnaHramu. [ns nojgayn Kucnopoga unu Bo3fyxa K yc-
TaHOBKe MPUCOEUHAT 6an/fioH C KUCNOPOAOM WM C CXaTbiM BO3Ay-
Xom (Ha pUCYHKe He nokKasaH).

3. CekyHpaomep.

*NMlpn aBTOKanMbpoBke Ha Bxoj npubopa (a cnepoBaTenbHO, U
Ha anekTpofb) MNOAAETCHA NOCTOSAHHOE HamnpsxeHwe, KoTopoe
ncKkaxaeT pe3ynbTaThl UamepeHus IIC.
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60a

Puc.1l. YcTaHoBKa AN WPOrMApPCAMTUYECKOrO pa3noxeHus npob
(pa3mepbl gaHbsl B MunAMMeTpax) -
I- anekTponnuTka; 2- napoo6pa3oBaTenb (TepmocToiikas konba):
3- TPOWHMK CTEKNAHHbIA; 4- nogouyka dapdoposasa (FOCT 66-75-93),
ANVHOW 70 MM, BblcoTON 10 MM; 5- BbicokoTemnepaTypHaa F
cuanToBas anektponeub KO-14(1AP) wnm TpybuyaTas anekTponeyb
Ha 1000°C; 6- Tpybka KBapueBas C BHYTPEHHUM guameTpom 22uW,
co wnnpamn X 19 Ha KOHUAX; 7- XONOAWIbHWUK KBapLEBbIi;
8~ MPUEMHUK Tuaponusata - cTakaH C Kpblwkoi Ha 50-1CO mn u3
nonumepHoro matepuana (noauvatuneH, oToponnacTt v Ap.);
9- cKNnsiHKa TUWEHKO C BOJOWA.

Xop aHanusa

I. PasnoxeHune npo6bl u BbigeneHne ¢ropa U xaopa*

HaBecky npo6s ot 0,1 pgo 0,5 r (B 3aBucuMmocTu OT npep-
nonaraemMoro cojgepxaHua ¢gropa M xnopa - cm. Tabn. 2) cmewn-
BalT C [ABYKpaTHbIM KOMWYECTBOM OKcuAa BaHagus Y v nomewawT
B (papthopoByl N0OJOYKY, KOTOPY C MOMOWbLI Kpo4yKa M3 XapocToi-
KO/ MpOBONOKM GLICTPO BBOAAT B KBapLueByl TpPyoOKy, YCTaHOBNEH-
Hyl 3 neun, HarpeToil go 100°C. HemeaneHHO NpUCOeANHAWT Tpy6-
Ky, noABOAAWyKw cMmecb napa ¢ kucnopogom (unu Bo3gyxom). Kuc-
nopog (UM BO3AyX) nNOAawT CO CKOPOCTb 4-5 ny3bipbKOB B ce-

9 NMpu pasnoxeHun npob6 B NOMeweHWW He AOMKHb paboTaTb C
(GTOPNCTOBOAOPOLHON UM CONSHON KWCNOTamu.
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KYHOY. WHTEHCMBHOCTbL KWMEHWs BOAb B UcnapuTene ycTaHaBanBa-
0T 3apaHee C TakuMM pacyeTom, 4TO6b K KOHLY nuporugponusa B
npuemHnke cobpanocb 30-40 mn rugponusarta. OTop uM Xxno0p OTro-
HANT B TeuyeHue NATU MUHYT, cobupas ruaponmsaTt B NOJINSTUNEHO-
Bblll CTakaH, B KOTOpbi NpefBapuTesbHO HanvBawT 5 mn pacTsopa
KOH n no6aBnanT HeCKoNbKo Kanenb pacTeBopa dpeHonpTanenHa**>.
Ecnn npu nuporugponuse deHodpTanenmH obecuBeTuTcsa, [06aBNS0T
pacTBop KOH A0 nosiBNeHUs pO30BOI OKPaCKW.

Mo OKOHYaHUWM NUPOrMAPONN3a OTCOEeAUMHSANT TpybKy, nofaBoAsA-
Wyl cmecb napa c kucnopogom (UAM BO3AYXOM),U BblHUMaKWT dapho-
poBYyI0 N0A0YKY M3 neun. CTakaH C rugponusaToM 3aKkpbiBawT Kpbill-
KO/ 1 pasnaranT cnepgywouylo npoby. Tak xe BefyT KOHTPOJbHbI
OnbIT Ha peakTuBax, mnomewas B haphopoByk NOAO0YKY TO/IbLKO OK-
cuph BaHagusa Y.

Nepen aHanusom Mpobbl, copepxaweit B 100-1000 pa3 MeHble
(Topa, uYem npefbigywas npoba, KsapueByw TPy6Ky npofysBawT na-
poM B TeuyeHue 2-3 MVH.

2 MofroToBKa pacTeopa K ONpeafieHun X/iopa.

FmaponusaT nepeHoCcsiT M3 cTakaHa B MepHykw Konby Ha 50,
100 wnn 200 mn B 3aBUCMMOCTM OT MPEANONAraeMoro COAepXaHus
xnopa (cm. Tabn. 2), pobaBnawT cooTBeTcTBeHHO 5,0; 10 wawu
20 mn pacTBopa HUTpaTa Kaaus W HeWTpasmM3ylT pas3baBneHHol a3oT-
HOW KMCNoToW Ao obGecuBeuynBaHus peHonpTanenHa. MpubaBnswT

Ta6bnuuya 2
HaBecka 1 passefeHne AnNA pasHbix coaep-
XaHuin gTopa mnm xnopa B npobe

Mpegnonaraemoe cofepxaHune,?"|Hasecka,r |06bem pacTBopa* Mmn

5,0 - 30 0,1 200
2,0 - 5,0 0,1 100
1,0 - 2,0 0,1 50
0,5 - 1,0 0,2 50
0,005- 0,5 0,5 50

KoHel Tpy6KM XONOAUAbHWKA AO/KEH 6biTb ONMyWeH B pacTBop.
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2-3 KanauM pacTBopa MeTU/IOPaHXeBOTO W MOAKUCAAKNT TON Xe Kuc-
noToli Ao nosiBNeHWs KpacHoi okpacku (pH-3). PacTBop fonvBawT
BOZOV A0 METKM, nepemewnBanT, MepennBawT 06paTHO B TOT Xe

CTakaH M 3aKpbiBalwT KpbiuKoli. B 3TOM pacTBope onpegenswT Xop.

3. MoaroToBKa pacTeBopa K onpegesneHulo propa

K pacTBopy, B KOTOpPOM Onpefensinu xnop, Ao6aBnswT nunet-
Ko 5, 10 mnm 20 mn (B 3aBUCMMOCTM OT obbema pacTBopa) Oy-
fepHoro pacTtBopa "B, nepemewuBawT W onpefenswT ¢Top. BBM-
Ly TOro, 4TO CTaHAapTHbLEe pacTBOPbL MOArOTaBAMBANT K M3Mepe-
Huw 3AC aHanornyHo, pasbaBneHune pacTBopa nNpu BBefeHUn Gydep-
HOro pacTBOpa yuuThBaTb He TpebyeTcs.

4. ToproTtoBKa pacTeBopa K onpegeneHun fropa
(xnop He onpegensnT)

Ecnn B npobax TpebyeTcsA onpefenuTb TONbLKO (TOp, NOAFO-
TOBUTb pacTBoOp K m3mepeHuw 3[4C MOxHO npowe. [uaponusart ne-
peHOCAT M3 cTakaHa B MepHyw Konby Ha 50, 100 wam 200 mn (cm.
Tabn. 2), pobaBnsawT cooTBeTcTBeHHO 5,0; 10 wam 20 mn 6ydep-
HOro pacTtBopa "A”, gonvBawT BOAOK A0 METKM, nNepemewvBawT,
nepenuBanT 06paTHO B CTakKaH W 3aKpbiBAT KPbIWKOW -

5. W3mepeHue 3I4C

CTakaH C aHanM3upyeMmbiM pacTBOPOM MOMewanT Ha MNoACTaBKy
3/1EKTPOMArHUTHOI Mewasku, OMycKawT B PacTBOP MarHWTHbIl cTep-
XEHb W 3NeKTPoAbl , MPUCOEAUHEHHHIE K M3MepuTesbHOMY npuGopy,
M BK/IOYAT Mewasnky.

Mpu onpegeneHun (Topa B pacTBOp NorpyxaiwT ob6a anekTpoja -
VHANKATOPHbIE N 3N1eKTPoj CpaBHeHus!

Mpu onpefeneHun xnopa B aHanM3upyembiii pacTBOp Norpyxa-
0T TOMbKO MHAWKATOPHLIA 3NEKTPOA: 9SNEKTPOA CPaBHEHWUS Morpy-
XanT B  HAaCblUEHHbIH pacTBOp HUTpaTa, Kanusi. 06a pacTBopa CO-

eVHAKT COMEBbIM MOCTMKOM - CTEKNsSHHOW Tpy6Koi anameTpom 3-5 mm,
3anosIHeHHO TakXe HachilleHHbIM PacTBOPOM HUTpaTa Kaaus.

**lpn NOrpyXeHun 3neKTpoda B pPacTBOpP Ha ero membpaHe
MOXeT 3ajepxaTbCsA Ny3bipek Bo3fyxa. [InA ero ypaneHus
39NEKTPOJ BbHUMAWT W CHOBa MOrpyxawT B pacTBOp.
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Mocne ycTaHOB/IEHUA PaBHOBECHOrO MNOTeHuuana CHUManT Mno-
KasaHua npubopa.

Ecnn npegnonaraetcsa, 4To B | MO aHanMsupyemoro pactsBo-
pa cogepxutca | mkr n 6onee ¢ropa (xnopa), nokasaHue npubo-
pa cHumawT 4epe3 | MuH (MO CeKyHAOMeEpPY) nocne MnorpyxeHus
anekTpoja. CnycTsa ewe OAHY MUHYTY nokasaHue npubopa CHuMa-
T ewe pa3. Ecnu nokasaHusa pasnmyawTca He 6onee, 4Yem Ha Benu-
YnMHy norpewHocTn uamepeHua (ot 0,1 o 1,0 mMB gnsa pasnuuHseix
npubopoB), 3a pe3ynbTaT U3MEpeHUs NPUHUMaKT cpejHee U3 3TUX
nokasaHuii. Ecnn nokasaHwsi, pasnuuanTca 6onblie, 4Yem Ha BeNYn-
HY MOrpewHoCTN W3MepeHus, WX MNOBTOPANT A0 NOJIyYEeHUs CXoAs-
wnxca pesynbTaToB.

Ecnun B pacTBope cofepxuTtca MmeHbwe | MKr gTopa (xnopa),
nokasaHus npubopa cHuMawT 4epe3 2-3 MUH NOCNe NOrpyxeHus
3N1eKTPOA0B B pacTBOp WM nocsie CHATUA Npefbiayliero nokasaHus,

Takum xe obpasom unamepsawT 3AC ANA pacTBOPOB WKasbl.

Mo OKOHYaHWM U3MepeHus 3MeKTPofbl MPOMbLBAKNT BOALOW U 06-
cywnBawT (UNbTPOBaNbHON 6Gymaroin.

6. OnpegeneHve cofepxaHusa ¢Topa (xnopa)
B pacTBope

CHayana onpegenawT cogepxaHune ¢Topa (xnopa) OpPUEHTUPOBO-
YHo, wu3mepaa JC Ana pacTBOPOB WKasbl, 3aTeM A1 aHanusunpye-
MbIX PacTBOPOB W CpaBHMBAs MNOMYYEHHble 3HAYEHUS.

[lna ToyHOro onpepgeneHvs, cofepxaHua gTopa (xnopa) Bce
aHanu3upyemble pacTBOpbl FPynnupywT B napTum, cogepxaHune GTo-
pa (xnopa) B KOTOpbIX 6AM3KM (kenaTenbHo, 4TOOGbH OHM pasnuya-
nucbL He 6onee, yem B 10 pa3). PacTBOpb KaxAoi napTuym pacno-
naranT B nNopsjgke Bo3pacTaHus cofepxaHua gTopa (xnopa). B Ta-
KOM Xe nopsifike pas3mewanT Cpefun HUX pacTBOpbl WKans. W3mepsa-
T 3AC [NsA BCeX pacTBOPOB, HauyuMHas C pacTBopa KOHTPOJIbHOrO
onmbiTa. fpu Takoli mocnefoBaTeNbHOCTM U3MepeHWit He TpebyeTcs
KaxAbli pa3 06MbiBaTb 371eKTPOoAbl - AOCTATOYHO O06CYWUTb WX GUNb-
TpoBanbHO 6Gymaroi.

Mo 3HauveHuam 3A4C (E) ANna pacTBOPOB WKanabl CTPOAT rpagyu-
pOBOUYHLIN rpapuk B koopamHatax [E; Ig CCTYy , rae Cc? - KOH-
ueHTpauma ¢topa (xnopa) B pacTBoOpax WKanbl, MKr/mn. 3HadyeHus

IgC ANSA pacTBOPOB WKaNbl nNpuBefeHs B Tabn. 3.
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Ta6bnuua 3
3HayveHna Cct n 1BCcCT gna pacTBOpOB
wKanb "

Cct,mar/mn| ** o |"CcT ,mkr/mn | Ig ACT
0 - 20,0 1,301
0,2 -0,699 40,0 1,602
0,5 -0,301 70,0 1,845
1,0 0 100 2,000
2,0 0,301 150 2,176
5,0 0,699 200 2,301

10,0 1,00

CTabunbHOCTb NONMOXEHUS rpapuka Nepuoanyecku npoBepsnT
MO HEeCKO/IbKUM pacTBopam WKasbl, CofepxaHua (Topa B KOTOPbIX
61M3KN K COAepXaHusM ero B aHanusupyembix pacTBopax. [pagyu-
pOBOYHbE TFpaduKnM, MNOCTPOEHHbe B pa3Hble AHW, [OMXHbH WUMEeTb
OAMH W TOT Xe Yro/ HaK/IoHa.

Mo aTomy rpadguky HaxogAaT KOHUeHTpauuio ¢gTopa (xnopa) B
aHanu3anpyembix pactBopax. [pu nepecyete OTIgC k C nonb3ywT-
CA KNaBUWHOW BHIYUCANTENbHON MawWWHKON (MUKPOKaNbKynsaToOpoM)
unn Tabnuuamu norapudmoB. [lou onpefeneHun cogepxaHuii He 60-
nee 5-10$% @Topa fxnopa) gns Toro, u4TOoGH Ke AenaTb nepecuyeTa,
MOXHO CTPOUTb rpagukn He nonynorapudbwyeckoin bymare (Ha Ta-
Koii 6ymare Ho ocu abcuucc nomewaeTcs nor&pudryeckasa wkana).

7. BblyucneHne pe3ynbTaTtoB aHanm3a

CopepxaHke ¢Topa (xnop3) B aHanusupyewmoli npobe (CN)
paccuuTbiBalT Mo dopmyne: N~ _ C eV *100 n
x 7 1r- 1w 00cio
roe:  C - KOHUeHTpauus @Topa (x/lopa) B aHanU3NpyemoM pacTBO-
pe, HailgeHHas no rpaduky, MHI/bin;
V - o6bem aHanusupyemoro pacTeopa, M;
H - HaBecka npo6el, T.

[lns KOHTpONs MpaBU/bLHOCTW onpefeneHuii pekomeHayeTcs C
Kaxgol napTueid npob6 aHanu3mpoBaTb CTaHAAPTHbIA WAN KOHTPONb-
Hbli 0b6pasel.

14



# 193-X
NnTepaTypa

1. bebewko I.WN., Po3e B.M., Xanusosa B.A. [Mpsimoe noTeH-
uuMomeTpuyeckoe onpegeneHve gropa c GropceneKTUBHbM 31EKTPO-
[lOM B MUWHEpa/ibHOM Cbipbe pas3/IMYHOro cocTaBa. X. aHan.Xumuu,
1979, 34, * 3,507-510.

2. bebewko .., Xann3oBa B.A. OnpegeneHne @Topa BO (-
puTcofepxaleMm Cbipbe C BTOPCeNeKTUBHbLIM 3/1eKTpofom. 3as.nab.,
1979, 45, * 3,203-205.

3. fapcT P. lloHOoCeneKTuBHble 3nekTpodb. “‘Mup™, M., 1972.

4. MeToppl nabopaToOpHOro KOHTPOSA KavyecTBa aHanuTuyec-
Kux paboT. MeToguyeckune ykasaHus HCAM. M., BUMC, 1975.

5. Hukonbckuii B.M., MaTepoBa E A. WOHOCENEKTUBHbE 31€K-
Tpoas - Xumma™, N., 1960.

6. ®oTOoMeTpuyeckuii mMeTon onpegeneHus GTopa B FOPHbLIX NO-
pofjax, MUHepanax ¥ pacTBopax Mo peakuunm obpa3oBaHua anun3a-
puHKoMniekcoHaTa ¢Topuga uepusa. WHcTpykuma HCAM N 139-X, M.,
BUMC, 1976.

N3bATLe M3 ynoTpebneHus 3ameHsawwme mnx

VIHCprKLWII/I I/IHCprKL[,I/IVI

* 103-X
» 92-X N 113-X
1 90-Xx N o15-x
N 9-4¢ » N6~90
* 13-X N 119-X
N 107-C B 141-C
N 8-C B 150-C
» 95-0 M 158-99
* 69-X » 163-X
n 78-X * 174-X

M 102-C n177-C



NHcTpykuyua Ne 193—X

3aka3z N? 28. N1-85743. lNognucaHo K neyatn 11/WL1-82r.
O6bem 1,0 yu4.-usg.n. Tumpax 1000

PoTtanpuHt O3MN BWMCa



SEECHTO

Baywm coBeTom wWw>
aHanMTU4YecKum metogam

1.XN.1974 r.

KaTtoro-
pan

71

YM

Cm. HeTcpneexxe yu av m

"TTBEPUB™*

HauyanbHWK yHpaBneEna HayuyHO-

AccaoenonaTexbCTX: 00rask

3ay k!

iferreo CCCP, usek Kegnerxs
25 pekabps 1974 r. H.M.4ABEPOB

K1IA CCMNINMKALWSA

.HABOPATOPLLICIT METOAOB AHALLUA LWLPA3BLIOITO CbhIPbA

HaHneHoBaxwWwo c3a-

amnsa

0co60 TOYHLIE
aHawa

MonHbIi aHaxra

AHanus pago-
BbIX Mpo6

AHann3 TexHo-
nornyecknx
NpoAYyXTOH

0co60 TOuYHbI!
aHannM3 reoxx-
MHYEeeKMX Hpob

ABanx3 psafoBbIX
reoxXMM4yeckBX
Hpo6

Monykomkye-

CNeHHbI!
*H&XX8

Uee

M., BHIO, 1975r.

Bocnpon3soArHocTb MeTOA0B aBand3a

CpefiHeKBagparnymoe OTKIOHeHWe pe3ynbLTaToB onpege-
NEeHUs AONXHO 6bITb b TPK pasa MOAbBe A0NYCTUMOrO
cpeaHe3wafpaTEYHOr0 OTK/OHEHWUA, pernameHTMpyemoro
KHeTpYKLUHEW BHYTpHNa6opaTopEoro KoHTponsi+-uchl. Npu-
noxeHue)

CpefHEKBaApaTUUHbLIE OTK/OHEHWA pe3ynbTaToB onpeje-
NeHUs1 OTAeNIbHbIX KOKMNOHBETOB HE [OJIXHbL MpeB3uaTtb
[ONYCTUMbBIX CpPefHEKBAAPATUYHLIX OTK/IOHEHUN

CymMKa KOMMNOHEHTOB, €eC/nu onpejesnieHbl BCE KOMMOHEHTH
OpX cofepxanu* kaxpgoro swe 0,1%, AofkHa /noxaTb K
nHTepsane 99,5+1,50%

CymMmMa KOMMOHEHTOB, ec/u onpejeneHsl BCE KOMEOKAaHTH
npx cogepxaHkn kangoro swe 0,01%, pfonxHa nexatb B
nHTepsane 99,9+1,50%

CpefEekBaApaTXuKble OTK/IOHEHWs pe3ynbTaToB onpeje-
neHus rnaBHbix (cogepxaHue 6onee 5%) KOMNOHEHTOB
LOMXKHE 6bITb B TPX pas3a bieHbae AONYCTUMOro coefHe-
XBaApPaTKYHOr O OTKIOHEHUS

CpefiHekBapaTuU4yHble OTK/IOHEHUA pe3ynbTaToB onpeje-
NEeHUN OTAEeNbHbIX KOMNOHEHTOB He. AOJIXHb NpeBHaaTb
AONYCTUMOIo cCpefHekKXaapaTX4YKoro OTK/IOHEeHWUA

CyMa KOMMNOHEHTOB, ecnu onpepjeneHsl BCE KOMMOHEHThI
npx cofepxanusa kaxporo wowe 0,1%, fonkHa nexaTb
B uMHTepsane 99,5+0,80%

CyMa KOMMOHEHTOB, €c/nu onpejeneHsl BCE KOMMOHEHTbI
npun cofepxanun kaxporo swe 0,01%, AonvHa nexaTb B
nHTepsane 99,9+0,80%

CpefHeKBagpaTMYHOE OTK/OHEHWE pe3ynbTaToB onpepe-
NIeHWI He [ONXHO MpeBbWaTb AONYCTUMbLX CpeAHekBajpa-
TUYHBIX OTK/IOHEH*!

CpepHeKkBajpaTUYHbie OTK/IOHEHUA pe3ynbTaToB onpeje-
NIeHNss MOTYT fipeBbiBaThL [ONYyCTUMOE CpeAHeKBajpaTuyHoe
OTK/NOHeHne He 6onee, 4yem B fABa pa3a (no ocobo! pgo-
FOBOPEHHOCTN O 3aKa34YMKOoM)

CpefHeKkBajpaTUUHble OTKNOHEHWUS pe3ynbTaToB onpeje-
NIEHNS [ONXHb 6bITb B ABa pa3a MeHbBe AOMNYCTUMbIX
cpeAHeKBagpaTUYHbLIX OTK/IOHEMK!

CpeAHeKBajpaTUUYHLIE OTKAOXEHXX pe3ynbTaToB oHpeaene-

W He AOJIXHbH NMpeBWAaTb YABOEAXY» BE/IMYUHY AOMYCTU-
MOTFO CpeAauenBajpaTK4Ynoro OTKIOMEXXs

"MeToga nabopaToOpHOro XOMKTPOM,K KayecTBa B LU M e cC

Koah3agaeHT

K [0NyOT3aKxXy
CpagHexaagpa-
TNYHOMY
OTK/IOHEHUA

0,33

0,33

2

Moo, oypare-
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nok oop»Ikaaxl
0 [J0BBPArpasbHOA,
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