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B cooTtBeTcTBUM C npuka3om MuHreo CCCP Ne 496 0T 29.X.76I™*
VMHCTPYKumA N 196-X paccMoTpeHa W peKoMeHgoBaHa Hay4HbiM
COBETOM M0 aHaIMTUYECKUM METOAaM ANA aHam3a psaoBbiX Mpo6-

B kaTeropuvs
/MpoTtokon N 36 or 14/1.81r./

MNpepcepatens HCAM ['.B.OcTpoymoB

Mpepceparens cekumn
XVMUYECKUX METOL0B N.H./lbumosa

YuéHblli cekpeTapb P.C. ®pugmaH



MHCTpykupa N 196-X paccMOTpeHa B COOTBETCTBUM C
npukasom MuHreo CCCP # 496 ot 29.X.76 r* HayuyHbm
COBETOM MO aHamMTU4YeckMM metogam/ npoTtokon Ne 36
ot 14,1.81r./ v yTBepxaeHa B/MCom c BBegeHviem

B gencterve c | mas 1982 r*

®OTOMETPWYECKOE OMPE[E/EHVE BAHAOWA B BWAE TPOVHOIO
KOMMNEKCHOIO COEAMHEHWUSA C 4-/2-NIAPUANSA30/-PpOPLIHOM
1 MEPEKVCbBI0 BOOOPOOA. B MMHEPA/IbHOM CblPbE**

CylWwHOCTb mMeToda

MeToamka (OTOMETPMUYECKOro ornpedeneHns BaHagusi, pas-
paboTtaHHast H.W._llyBanoBoii, ocHOBaHa Ha CMOCO6HOCTW BaHaausa V
obpa3oBbiBaTb B KUCMON cpefe / Hanpuvep, B CepHOKMCo/
OKpaleHHOe TPOIHOE KOMIM/IEKCHOE coeguHeHne c 4-/2-nvpugnaaso/
-pe30pLUMHOM 1 MNEPEKUCLI0 Boaopoaa.

OnTvMasibHasi KOHLEHTpauusi CEepHOM KUCAOTH B pacTBOpe Co

ctaBnsaeT 0,25-0,5 M. MMpn KOMHATHOW TemnepaTtype KOMM/IeKCHoe
coeguHeHne obpalyeTca MmegnieHHo; npu 80°C ans ero obpasoBa-
HUS JOCTATOYHO AeCATU MMHYT. OKpacka COeAVHEHMST yCTolumBa
NpMbNN3NTENbLHO B Te4deHrne Yaca. Makcyumym CBETOMOr/IOWEHNs KOM-—
NNIEKCHOro CoeAuHeHnsa HaxoauTcs npy 540 HM. 3aBUCKMMOCTb Or-
TWYECKOW M/IOTHOCTM pacTBopa OT COoAepxaHus BaHaams npsMonn-
HeliHa ana cogepxanuii oT 3 gpo 30 mMkr V B 50 mn doTomeT-
pUpyEMOro pacTBopa. YC/OBHbIA MOASPHLI KOIMDMUMEHT CBETOomnor-
NOLEHVs KOMIM/IEKCHOI0 COefvHEHns cocTasnseT 16450, 4To yKa-
3blBa€T Ha BbICOKYKW YYyBCTBUTE/IbHOCTb OMNpeesieHvs .

OrpefereHniit BaHagust B PacTBOPE He VELLBKOT aHMOHbI:
2000-kpaTHOE MO OTHOWeHW © BaHagwio konmndecTtso Cl, KOx,1,
BOj, auetartos, Br, F, so4 , PO4 , P2 r, ,Mo04 ,wo4 ,105>co5-;
100-KpaTHOe KO/IMYeCTBO TapTpaToB, UMTPaATOB, OKCa"
naros, KowmnnekcoHa lW; aBykpaTHoe konvyecTBo CT20"N .Onpege-
neHvi He wvewaeT 100-KpaTHOE KOMMYECTBO F/MUEPMHA U TUOMO-
UEBVIHK; Si02 npu ee cogepxaHun B npobe meHee 307; Ka-
TWOHbI WEMOYHBIX WU We/I0YHO-3eMeslbHbIX 3M1eMeHToB; 50-KpaTHoe
KonnyectBo Cr™+ ; 20-kpaTHoe KonudecTBo Mn2*, Ni2+, Zr4*>,
Cd2+, Tl+, La3+, Sc3t, AI3\ Mg2+, Ga3+, TiN ;

x" BHeceH, B HCAW Xxummko-aHanuTuyeckoin nabopatopueit BCErO!
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MATVKDETHOE KYVHECTBO  PSt T a Tarie CoBveEpMVbE C Coaep-
XeHvem BaHgA korvdectBa M, Bi e (ol

Tak Kak B MMHEpaslbHOM Cbipbe cogepxaHne Si02> Cr20?-,
Al, Fe n Ti 06bMHO MPEBLIANT YKa3aHHLIe Bblle, WX B/MsH/E
YCTPaHAT B Xode aHa/m3a.

Mpn copepxaHun Si02 6onee 30& B KWC/IOM pacTBope odpa-
3yeTCs KO/UVIOMOHbIA OCaA0K, Ha KOTOPOM MOXET aacopbvpoBaThbCs
BaHaaWii. Takvie Mpobbl CrekalwT CO CMECbI0 COApl M OKVCU MarHus,
npv 3TOM KPeMHWUn obpa3yeT HepacTBOpVMbIA B BOAE CWIKAT Mar-
H/AN N OTHeNnseTcA B BuAe HeGO/MbLOro M/IOTHONO OCaaKa.

AHVoOH Cr2C, nornowaeT cBeT npu (HOTOMETPUPOBAHUN
pactBopa. bemm ero cogepxaHve B (HOTOMETPUPYEMOM PacTBope
/50m1/ He npesbiwaeT 500 MKr, BAUSHUE €ro YCTPaHsioT, BOCCTa-
HaB/IMBasA XpPOM MEPEKMCHLI0 BOAOPOAA [0 TPEXBA/IEHTHONO COCTOS-
HUA. OBpasywlyeecs Mpyv 3TOM MEPEKUCHOE KOMIVIEKCHOE COoeavHe-
HVYe BaHaaVisl paspywanT, [06aBnss nepMaHraHar Kais, W36bITOK
KOTOPOro BOCCTaHaB/WBalOT HUTPUTOM HaTpus. Obpasywuasca a3o-
TUCTas KUCoTa B YMEPEHHO KuC/o cpepe/-meHee 1,5 M/ He
BOCCTaHaB/vBaeT BaHaausa V HO pas3pylwaeT peareHT, Mo3To-
My WU36bITOK €e CBA3bIBAT MOYEBVHOWN4 .

AIOMUHWIA, Xene3o M TUTaH 06pa3ylT C peareHToM OKpaweH—
Hble KOMI/IEKCHblE COeOMHEHVS. [103TOMY 3TV KaTVOHbl CBA3LIBAOT B
60siee MpoYHble (TOPUAHBIE KOMIVIEKCHbIE COEOMHEHUS, He Mewawwme
onpeenieHnio BaHayA -

Mpoby pasnaralT We/IOYHEIM CrUIaB/IeHNEM WM CrIEKaHWEM .

MeToavka npegHa3HadveHa gns onpegeneHus ot 0,0015 po
0,5£ BaHagusi B ropHbIX Mopofax W XenesHbiX pyaax.-

B Tabn. 1. npviBegeHsl AOMYCTUMbIE PACXOXAEHVAS3 MeXOy OCHOBHbI-
MW M MOBTOPHbLIMM onpeneneHuammn BaHagus / QU0 - pacxoxaeHus,
NnoslyYeHHble aBTOPOM MHCTPYKummM/ ~ Ken/t n 3anac TOYHOCTU

/2 = mfen. /=
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Tabnvua |
JonycTtumbie pacxoxaeHus/Au0n/, gaxkrTuyeckme
pacxoxaenuns / O3KCM/ v 3anac TouHocti / Z  /

Copepxarine 'U1E|"—|On ~a3KenN
v205 , < V, % OTH.t OTH.t 2
0,5 -0,9 0,28 -0,55 28 25 i
0,2 - 0,499 0,112 -0,279 35 25 1,4
0,1 - 0,19 0,056 -0,111 45 25 1,8
0.05 - 0.099 0,028 -0,055 50 25 2,0
0,02 - 0,049 0,011 -0,027 60 25 2,4
0,01 - 0,019 0,0056 -0,010 70 25 2,7
0,005 - 0,0099 0,0028 -0,0055 83 48 1,7
0,002 - 0,0049 0,0015 -0,0027 83 88 0,9

PeakTuBbl 1 MaTepviasibl

1. Kncnota cepHasa d  1,84,x.4/TOCT 4204-66/, pa3baBneH-
Haa 1:2 n 1:9.

2. Kaqmii MapraHueBOKMCbi, X.4Y [TOCT 4527-65/, It-Hbii
pacTBop.-

3. Hatpuii asotucTokuCTsTIA Y. a.aY TOCT 4197-66/, 1t-Hbii
pacTBop.-
4. Hatpuii yrnekucnbii 6e3BogHbii 4v.g.a./ FOCT 83-63/,

It-Hb1 1 St-Hbli pacTBOpbI.

5. Harmpui gropucTsii u.g.a,/TOCT 4463-66/, 4/ -Hbiin
pacTBop.

6. MMepekucb Bopopoga / FOCT 19929-64/, pas3basneHHas
1:29/cBexenpurotoB/ieHHast / 1 1:9 /npurogHa B TeueHVe Mecsi—
ua/ .

7. MoueBvHa 4v.p.a./ TOCT 6691-67/ ,108-Hbii pacTBOp.-

8.4-/2 nupnanna3loApe30opuUnH / MOHOHaTpueBasl Cofb -
CMH6°2 b,aH2°/  4.f-a./MPTY 6-09-2882-66/, O,05AHbIN
CBEXENpUIroTOB/IEHHLI PacTBOP -

X/ dl -oTHOCUTE/NbHasA M/IOTHOCTb .
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9. 3twnosbii cnupT X.4./TY VPEA 20-66/.

10. CMecb ANl cnekaHus.be3BoAHbI YINEKNCbIA HaTpUiA Y.ji.a.
N OkuCb mMarHusa 4v.g.a./ FOCT 4526-67/ cvewnBawT B OTHOWEHUN
4:1.

11. Cwecb gns cryiaeneHvsi. be3BogHy Oypy 4Y.A.a.
/TCCT 4199-66/ 1 yrnekucrbii HaTpuii Y.f.a,CMewnBalT B OTHOLe-
Hm 1:2.

12. Cvecb o1 cnnaeneHusi. Be3BofHbili YrNeKUC b HaTpuii
y.4-a. W NepeknCb HaTpus Y.[.a. CMeWBawT B OTHOWeHun 1:1.

13. CraHgapTHble pacTBOpb BaHagvA.-
PactBop A. HaBecky 0,1783 r. npokaneHHoi npu 500 C okucu Ba-
Haguss  Y2°5 /MPTY-6-09-6594-70/ pacTeopsioT B 5 M1 Ki-Horo
pacTBopa  eaKoro HaTpa u.f.a./ FOCT 4328-66/. PacTtBOp
HEUTPa/M3YKT cepHoil kucnotoii 1:9, pobaBnswT 10-20 M M36bIT-
Ka, MEepeHocAT B MEpHYW KoMy Ha 1n , Jo/mMBaT BOAOW [0 METKU
1 nepevewBaoT. B 1”1 _pacTtBopa A cogepxutcsa 0,1_Mr_BaHaaus .
PactBop B. 10 mn pacTtBopa A NEpPeHOCAT B MepHyw Konby Ha
100 M1 © pormBawT A0 MeTKu BOgon\7B | JpacTjBopa B copep-
xutea_10_Mkr_Bakafosi. PactBop b rotoBat B [eHb MPUMEHEHWUSA .

14. Bywmara silakMycoBasi -

AnnapaTypa

1. doTokonopumeTp OIK-56 M-Y-42 wwm gpyron Mapku.

2. Becbl aHanuTuueckve B/IP-200/ TOCT 19491-74/ wwm gpy-
roii MapKu.

3. iWpenbHasa nevb.

Xop, aHam3a
1. PasnoxeHve npoobb

A. CwmKaTHble_ropHble nopoasl M_nopogoobpasyume MUHepY
Nbl/_cunnkartst

HaBecky ot 0,1 go 1,0 r /B 3aBUCUMOCTU OT npegno-
naraeMoro CogepxaHus BaHaaMsi- CM. Tabn. 2/ cvewvBawT C lWec-
TUKPaTHLIM KO/IMYECTBOM CMECW [/ CMekaHusl. Ha AHO nnaTuHO-
BOrO TUIIA MOMEWAT He6OoNblioe KOMMYEeCTBO CMECU AJ1S CreKaHus,
BCbINaOT MOAMOTOB/IEHHYI0 WAXTY W CBEPXY HAaChIMawT Hebosblioe
KO/IMYeCTBO CMecu A1 CrekaHus. Turenb novewantT Ha 45 MMH B
My(enbHYl nedb, HarpeTyil Ao 800- 900°C. Cnek obpabatbiBalT
BOOOW M MepeHocAT B CTakaH Ha 100-150mn. Mpuamsawt 0,5 MA

6

[na okucneHua BaHagus 1Y fo BaHagus Y npubaBnstoT pacTBop
KMIMC4 po cnabo-po30BOi OKpacKM.
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Tabnuya 2

laBecka U OGLEM &IMKBOTHOW 4YacTu pacTtBOopa B 3aBuUCU-
MOCTU OT npeanonaraemoro cogepxaHuma BaHaguAa

CofepxaHne BaHa- HaBecka, I AIMKBOTHas 4acTb, M
s, %

0,2-0,5 0,1 2,0

0,1-0,2 0,1 2,0-5,0

0,05-0,1 0,2 5,0

0,01-0,05 0,5 5,0-10,0
0,0015-0,01 1,0 10,0

cnvpTa, MOKPbIBaT CTakaH 4acoBbiM CTEK/IOM WM HarpesBawT A0 Mos-
HOro pasnoxeHus crieka. OCTbIBLMIA pacTBOpP BMECTe C 0CafKOM
NepeHocCAT B MepHykw Koniby Ha 100 wwm 200m1, [onvBawT BOAoOM
[0 METKU U NepevelvBaioT -

6. 1P oHarHbe_ropHbe MopQobl, kenesHbie_pyasl 1_apyrve
maTepuansi™ cogepxagug He 6onee 30 _Si 0™

a/ Cnnas/jieHne CO CMEeCbl YI/IEKUCNOro HaTpus n Bypsl

HaBecky ot 0,1 po 1,0 r/ B 3aBUCMMOCTM OT npearnosarae-
MOr0O COAepXaHusi BaHagusi- cM. Tabn. 2/ nomewawT B MIaTMHOBSLIN
Turenb, [06aBAKT WeCTVKPaTHOe KOMMYeCTBO CMecu AN ChiaB-
NeHnsi, MomewawT B My(henbHyw nedb, HarpeBawT ee go 900-
950 C u cnnaenswT B TeyeHne 45 muH. C MoslyyeHHbIM CriaBoMm
MOCTynawT TakK Xe, KakK CO CreKOM MNpu pas/ioXeHUN CUINKATHbIX
nopog /nyHkT A/.

6/ CnnaBneHne CO CMecbld MepeKkncu HaTpus U yrneknc-
floro Hatpusa

HaBecky ot 0,1- go 1,0 r / B 3aB/CVMMOCTM OT npegnona-
raemMoro cofepxaHusi BaHagusi—- cM. Tabn.2/ nomewawT B Xenes-
HblA M hapdopoBbIi TUrenb, [ob6aBnsAlT 6 r cmecu A4S criaB-
NeHnsa 1 TWaTeNbHO NepeMewmnBalT CyXOW CTeKISAHHOW MasilouKOn .
Tvrenb nomewawT B HarpetTyw Ao 650-700°C mydenbHyo neyb u
CNNaBAsKT A0 MOMHOIO pas/ioxeHnst npodbl. OcTuBWWA go 60-70 C
TUrefb MOMEWaT B CTakaH Ha 200 w1, B KOTOpbI MpeaBapuTesib—

7
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HO Ha/mBawT 20-40 M1 XOMOAHOW BOAbl, W MOKPLIBAIOT CTakaH,
4acoBbIM CTEK/IOM. [loC/ie MOMHOro Pas3/IoKeHVA Cruiasa BbIHAMAKT
TUrenb Wynuamm 1 TwaTenbHO O6MbIBAKT €ro ropsyein Bogoi. Ec-
JWM pacTBOpP OKpaleH COeAMHEHUAMW MapraHua BbiCWMX BasleHTHOC—
Teh / Y1 v Y/, po6aBnsT HECKONbKO Kanesb cnvpTa W HaTpe™
BAOT [0 obecueunBaHvsi. OCTbIBWUMIA pacTBOpP BMECTE C OCafKoM
NEepPeHOCAT B MepHyl konby Ha 100 wwm 200 mi, [OMBawT BO-
0OV OO0 METKM W MNepemMewmBaioT -

OOHOBpPEMEHHO BeAyT KOHTPO/bHLIA OMbIT Ha peakTvBax ANs
Kaaoro 13 Tpex Crocob0B pas/ioXeHWs .

2. MogroToBKa pacTeopa U (oToMETpUpoBaHue

YacTb aHaM3vpyeMoro pactsopa, [MO/ly4YEHHOro OfHVUM U3
OMMCaHHbIX CnocoboB M Haxogswerocs B Konbe Ha 50,100 wwm
200 M1, QUILTPYKWT 4Yepe3 M/OTHbIA GUnbTp / C cuHeli neHTon/
B CyxOil CTakaH Ha 50mn. lepByio Mopuuio guibTpaTa oTopachiBa-
0T. B mMepHyio kKonby Ha 50 w1 nomewawT/ B 3aBUCMMOCTW OT Mpef-
rnosaraemMoro cogepxaHusa BaHagusi- oM. Tab. 2/ ot 1,0 po 10wn
punbTpaTa/ MKBOTHas 4aCTb aHam3upyemoro pactsopa/.Eciv
(punbTpaTa B3ATO MeHble 10 wi, gonveawT A0 10 M1 pacTBOPOM
COOTBETCTBYHWLWEIr0 KOHTPO/IbHOIO Orbima. PacTBop B Konbe HenT-
paM3ylT CEPHOM KWCMOTOM 1:2 MO NlakMycoBOi Oymare, go6asB-—
NS0T 136bmoK 10 M cepHoi KucnoTsl 1:9, npuwweawT 0,5 mn  pa-
cTBOpa nepekucu Bogopoda 1:29 v no Kannsam 157-+bl pacTeop
MapraHLEeBOK/C/ION0 Ka/isi A0 YCTONMYMBOA PO30BOM OKpacku. Ye-
pe3 1-2 MMHX/AC6aBnsioT Mo KannamxX¥y/Mpn nepevewmsaHnn E-ubiid
pacTBOp  a3CTWCTOH/ENOro HaTpusa [0 MOSIBMEHNS Crabo xen-
TOli OKpacKu M cpasy /He no3pHee, 4em 4yepe3d | MvHX/ NpunvBa-
loT 5 mn 10M-HOro pacTBopa MO4YeBUHbl. 3aTem [06aBnsoT 2 M
4™N-HOro pactBopa (iTtopuctoro Harpusa, 2,5 mn 0,05M-HOro pacrt-
BOpa peareHTa M 2 w1 pacTBopa nepekucu Bogopoga 1:9.Mocne
[06aBneHVs Kaxaoro peaxkTviBa pacTBOp MepemewvBalnT. [JonvBaloT
BOAO/ OO METKM, CHOBa MepeMewvBalT, MoMewanT Koiby Ha 10 MuH

x/ [Ons Toro, 4ToGhH NMpY aHam3e napTuM Npob BbiaepkaTb 3TOT
VHTEpBas, peakTyBbl [06aBNST OAHOBPEMEHHO He 6Goree,uem
B WeCTb pacTBOpPOB.HaumHas c npubaBneHnss pacTeopa GTopuc-
TOro HaTpusi, pPeakTuBbl A06aBMsAT BO BCE PacTBOpbI,

XX/ TMNeTKOM C KanWinsipHbM KOHLIOM
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B HarpeTyi o 80°C BogsHy 6aHi0, OXNaxianT B KpucTanmsartope
CO /bOM B TeueHne 15 MMH 1 cpa3y xe (GOTOMETPUPYKT pacTsop
npu 540 HM B KioBETE C TONWWHOWA cnost 50 mi**. PacTBOpoM CpaB-
HEHWS! CMYXUT HYNeBON pacTBOP WKasbl, MPUrOTOBASEMON Ans NOCT-
POEHVUsi rPalyMpOBOYHOIO rpagmka.

3. TocTpoeHne rpagyMpoBOYHOIO rpajuka

6 BTawum* Ha 50 mn nomewawt O; 0,3; 0,5; 1,0; 1,5;
2,0;3,0 mn cTaHgapTHoro pacteopa b, pobasnswT go 10 mn pac-
TBOpa, COOTBETCTBYWIEr0 KOHTPO/ILHOrO OrbiTa, MpUanBanT BOAY
Jo obuero obbema 15-20 mMn W fanee NPOJOMKaT Kak Npu Nog-
rOTOBKE K (JOTOMETPUPOBaHWMIO aHaIM3MPYEMOro pacTeopa, TO ECTb,
HEWTPa/I3yI0T PacTBOPb CEPHOA KUCOTON 1:2 MO NfakMycoBoi 6y-
Mare, [06aBnsT U36bTOK 10 M1 cepHoil KucnoTsl 1:9 un T.4. Mpu-
roTOB/IEHHble pacTsopsl cogepxat 0; 0,06;0,1;0,2;0,3,*0,4;0,6mkr
BaHagnus B 1 m. OTOMETPUPYHT PacTBOPbI WKasbl U CTPOST
rpafyvmpoBOYHbIA Fpauk, OTKIaAbiBasi N0 OCM abCcuMcC cofepxa-
HMe BaHaaus B pacTBopax Wkasbl / KKr/wn/, no ocu opauHaTt -
BE/IMYMHY OMTUYECKOW MIOTHOCTW 3TUX PacTBOPOB-

Mo aTOMy rpaguKy HaxoLAT COAepxaHue BaHaaus B NOAro-
TOB/IEHHOM K (poTomeTpupoBaHuio pactsope / Cp, Mkr/mi/.

4. BblunucneHve pesynbTaToB aHaM3a

CopepxaHne BaHagua B mpobe / Cx,%  / HaxogAaT no

- *
Gopuyre: o CB-A_ .1(.)0. P rge

H. a. 10"

C - codepxaHve BaHaous B MOATOTOB/IEHHOM PacTBOpe,
mxr/mn - /50mn
A-obbem aHanmsupyemoro pacteopa, ma / 50,100 wwm 200mn/;
H-HaBeeka mpobbl, I;
a -06beM aMKBOTHOW YacTa aHa/M3WUPYeMoro pacTeopa, M.

Berm pe3ynbTaT aHann3a TpebyeTcs Bbpa3nTb B % V205}
HaWEHHYI0 BENNYMHY YMHOXAIT Ha 1,785/

x/ OT MOMeHTa n MﬁaBneng pacTtsopa KMnCb fo doTobleTpupoBa-
HUS JO/MKHO nponTw He 6onee 45-CCbuH.

n/ UYToGbl HE MepecuUMTbBaTL PE3YNbTaT MOKHO COAEpkaHue BaHa-
AUS B CTaHAAPTHbIX PacTBOpaX WLX3KTb e MK 348 | Mn peBu-
30pa.
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OOHOBpPEMEHHO C MapTveli Npo6 aHaNM3UPYT CTaHOAPTHbIA
WM KOHTPO/bHbIA obpas3el, M BeyT KOHTPO/bHbIA oMb Ha peak-
TViBaX.

JinTepatypa

1. bargacapoB K.H. ,AxvepoBa X.A., TataeB O*A. ®oTOMe-
TpyyecKoe onpeferneHvie BaHaaMsi C Momolbi 4-/2-nvpuanniaso/-
pe3opuvHa B NpUCYTCTBUM MepeKucnM Bogopoda, '‘3aB.nab."’,
21969, 35,sout™ 1, 16-18.

2. [xedbepn M. Xummyeckue meTodpl aHaM3a FOpHbIX MO-—
pog- M.™ Mup™ ,1973.

3. MeTogbl 1abopaTopHOro KOHTPO/IA KayecTBa aHa/mMTu-
YecKux paboT.MeTtoanyveckue ykasaHusa HCAM.BUMC, M*, 1975,

4. UyxuHa 3.C. ,HukutuHa E.H*, Tonak /1.4. MeTtogsl aHa-
JIM3a XaporpoyHbIX Cr/laBOB Ha OCHOBE TYroOrylaBKUX MeTa/vioB™
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