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M E XKT OCY JIAAPCT BEHMH B U CTAH IO AUPT

OOCPATbI KOPMOBDIE

MeTtoap! onpeaenenus ¢ropa IN'oCT

24596.7—381
Feed phosphates.

Methods for determination of tlourine

MKC 65.120
ORCITY 2109

JlaTta sBegennsa 01.01.82

Hacrosgiuil ctanaapT pacipocTpaHsIeTCd Ha KOpPMOBBIC (pocdarsl, ImojydyacMble U3 MUHEPATBHOIO
ceIpbst, coaepxatue ot 0,025 no 0.3 % ¢propa, U ycTaHaBIUBACT METOJIBI €TI0 OITpeAcICHUSI.
(U3meHenHas peaakous, U3m. Ne 1).

1. ObUINE TPEBOBAHUNA

1.1. O6mue tpedopanusg — o [OCT 24596.0.

2. N3BJEYEHUE ®TOPA U3 KOPMOBBIX ®OCPATOB OTTOHKOU

2.1—2.1.2. (Mckmwouenbl, U3m. Ne 1).

2.2. U3BiedyeHue propa OTTOHKOHA

2.2.1. Arnmaparypa, peakKTUBbI U pacTBOPLI

[Ipubop ayisg orroHKU propa ¢ rnapom (4dept. 2). JdonyckaeTcss MpUMEHSITh KPYITIOJAOHHVIO KOPOTKO-
ropayioo Kooy 3 (yeprt. 2) o 1 OCT 19908 unu 1000 Apyro KOHCTPYKLUWUU ITPHU YCIIOBUU 00CCIICUCHUS
KOHTPOJIS 3a TeMIIepaTypou.

Kucnora cepHas o ['OCT 4204, pazoaBieHHas 1:2.

[lecok kBaplLEeBBI.

(U3meHenHas penakuus, Msm. Ne 1, 2).

2.2.2. IlpoBeneHue U3BICUCHUS

1,0—1,2 r ananusupyemoro mnpoaykra, rmoarorosicHHoro rmo ['OCT 24596.1 (maccosas 1o dgropa
oT 0,03 no 0,1 %), unmu 0,5—0,6 r ananu3upyeMoro rnpoaykra (Macconas 1o ¢dropa csuie 0,1 — 10
0.3 %) B3BCIIMBAIOT, PE3YJIbTAT B3BCIIMBAHUS 3alTUCHIBAIOT C TOUHOCTBIO A0 TPETHErO ACCITUYHOrO 3Haka,
MMOMEILAOT B peakKUMOHHVYIO KOJIOY ITpUoOopa, CoaepXalllyio OKoJI0 | I KBapLeBOTro Iecka, CMadyuBaloT BOAOU
U npuwitusaloT S0—60 cMm? pactBopa cepHOl KuUcaoThl. Koiby 3akpbIBAIOT PEe3UMHOBOU MPOOKON C ABYMSI
CTCKJITHHBIMU TpyOKaMHU, ITOMEILAIOT e¢ B KOJIOOHATrpeBaTe/b, COCAMHSIOT C XOJIOAWIBHUKOM U COACPKUMOE
HarpenatoT. Koraa remrieparypa B peakllMOHHOM KoJ10e rnoBbicUTC 10 120 "C, mpucocauHSIIOT Iapoodpa-
30BATCJb C KUTIFIIEH BOJOM, B KOTOPBIM JOOABICHO HECKOJIBKO KAMUILISIPOB AJISI pPABHOMECPHOI'O KUTICHUS].
Q0orpeB COACPXKUMOr0O peakKUMOHHOU KOJOBI U KOJUYECTBO I10aBAEMOTr0 I1apa pervjiupyioT TakKuM
00pa3oM, YTOOBI TeMIieparypa Haxoauaach B npeaenax 130—135 "C. OTroHky BeAyT 10 HAKOIJICHUS OKOJIO
250 cm? kouneHcarta. O6beM KOHJIEHCATA JIOBOJAT BOJIOW /10 METKHU U TIEPEMECIITNBAIOT.

PacTtBOp HUCITONB3YIOT IS OIIpeacieHUs ropa.

(3meHenHas pegakuus, U3m. Ne 1).

U3nanne opuuuajabHoeE IlepenegaTka BocnpenieHa
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I1pudop a1g otronku dbropa ¢ napom

! — Tapoodpa3oBaTeib — Koj10a BMeCcTUMOCTLIO /50— 2000 CM3; Z — TEPMOMETP; J — PEeakloHHas

KPYIJI0AOHHAs KOPOTKOTopaas KoJj0a BMECTUMOCTbLIO 250 CM® 13 TEPMOCTONKOTO CTeKJIa WU KBapla
C KapMaHOM 1 TepMOMeTpa; 4 — KoadoHarpenaresib, COCAUHCHHBIN ¢ pese; S — ﬂglapﬂmﬂbrﬁ X010~
NWILHUK, 6 — TIPUEMHUK 1718 KOHJAeHcaTa — MepHasg koada BMeCTUMOCTLIO 250 ¢M

Yepr. 27

3. PA3JIOKEHUE KOPMOBbIX ®OCDATOB PACTBOPOM COJIIHOUN
NIN ABOTHOUN KUCJIOTbI

3.1. Peakrusbl U pacTBOpbI

Kucmora azorHas mo ['OCT 4461 unu kuciaora azorHas ocodoil yuctorsl 1o [OCT 11125, pazdas-
JeHHag 1:3.

Kucnora consgnas o [OCT 3118, pactBop ¢ MaccoBOl noJIei COMSTHONU KUcioThl 20 %.

(M3meHenHas pegakousg, U3m. Ne 2).

3.2. llpoBeaeHue pasioxeHUs

3.2.1. Paznoxenue rmpodbl pacTBOPOM COJISHOU KUCIIOTHI C KUIISTUYCHUEM

1,0—1,2 r ananuzupyeMoro npoaykra, rmoarorosicHHoro o ['OCT 24596.1, B3BeIIUBAIOT, pPe3yJ/IbTar
B3BCIIMBAHMS 3aIlTUCHIBAIOT C TOUYHOCTBIO 10 TPETHETO ACCATUYHOrO 3HAKa, [TOMEIIAT B KOHMUYECKVYIO KOJIOY
BMECTUMOCTBIO 250 cM?, cMauyuBaloOT BOJAOU M IMPUIMUBAIOT 25 CM’ pacTBOpa COJSHON KUCIOTHL. Kosdy
3aKPbIBAIOT MMPOOKOU C 0OPATHBIM XOJIOAUIBHUKOM U KUITATAT B TeueHUe d— 10 MuH. CoaepXuMoe KOJ10bI
OXJTAKAAIOT U KOJUYCCTBCHHO ITEPCHOCIT B MCPHVIO KOJIOY BMCCTUMOCTBIO 250 cM?, HOUBAIOT BOAOU 10
METKHM U IIepeMelIUBaloT.

PacTtBOp HUCITONB3YIOT U1 OIpeacsieHUs: ropa.

3.2.2. Paznoxenue npo0dbl pacTBOPOM COJITHOMU MU a30THOW KUCTOTHI 0€3 KUITSUYCHUS

1,0—1,2 r ananusupyemoro mnpoaykra, rnoarororpicHHoro 1o [OCT 24596.1, B3BellIMBaIoOT, pe3y/IbTar
B3BCIUIMBAHMS 3aIlTMCBIBAIOT C TOYHOCTBIO IO TPETHEro JECITUYHOIO 3HakKa, IMOMCLIAT B MCPHYIO KOJIOY
BMCCTUMOCTBIO 250 cM?, IpWiInBaioT 25 ¢M?® pacTBOpa COMSTHON WX a30THOW KUCJIOTHI, [IEPEMEIIIUBAIOT B
TedyeHue 1—2 MUH, JOJUBAIOT BOAOU 10 METKM M CHOBA ITCPEMEILMBAIOT.

PacTtBOp MCITONB3YIOT AJIS ONpeeyicCHUS propa.

3.2.1, 3.2.2. (M3menennas pesakuus, M3m. Ne 1).

*Hepr. 1. (Uckmouen, Usm. Ne 1).
23



C. 3T0OCT 24596.7—81
4. TOHOMETPUYECKHUU METO/1 OIIPEAEJTEHUSA ®TOPA

4.1. Cymxoctb MeToa

MeTo, OCHOBAH Ha IIPSIMOM M3MEPEHUM KOHLCHTpaUMU (Topa B pacTBOPE C HCIIOJIb30BAHUECM
(DTOPUAHOTO CEJICKTUBHOIO 3JICKTPOAa ITOCJIC U3BJICUCHUS (PTOpa OTTOHKOU WM 0e3 NpeaBaApUTEIBHOTO
WU3BJICUCHUS].

4.2. Onpenenenue bropa B pacTBope NMOCJae U3BJICYCHHS €ro OTTOHKOM WIH Pa3J02KeHHsI MPoObI COISTHOM
WA A30THOH KHCJOTOH

4.1, 4.2. (A3menenHasa pepakuua, Vzm. Ne 1).

4.2.1. Anmnaparypa, pecakTHUBBI U pacTBOPLI

pH-MeTp MumuBosbTMETp J1adbopaTopHbid TUIla pH-121 iy apyroy aHamorM4yHbIN.

DJeKTpoa pTopuAHBIN TUITa D F-VI.

DIICKTPOJ1, BCITOMOoraTeJIbHbIN xitopcepeopaHbiil Tuna IBJI-1M3 unu apyroil aHaTorM4YHbIN.

Meranka MarunutHasg turna MM-3M iy apyrasg aHaToruuHasl.

Kucnorta ykcycHasg o ['OCT 61, x. 4., 1easHasl.

Hatrpuit ¢gropuctsiid, oc. 4., unu 1mo ['OCT 4463, soicynieHHBIN 1pu TeMmriiepatype 100—105 °C no
MOCTOSIHHOM MAacCCHI.

HaTtpuit TUMOHHOKUCIIBIN Tpex3aMellueHHbIN 3,5-BoaAHbIN 1Mo [ OCT 22280.

Harpuit xnmopucteiil no [OCT 4233.

Hatpuit ykeycHokucablil 3-Boanbiit 1mo [OCT 199.

Hatpuga runpookucst mo 'OCT 4328, pacTtBopbl ¢ MaccoBOil noJsieil ruapookucu Hatpua 4 u 40 %.

bydepnbiit pactsop, pH 6.0; roTOBAT cleyIoIUM 00pa3oM: 58,5 I XJIOPUCTOTrO HATPUS PACTBOPSIOT
B 600 cM? BOJIBI B MepHOU KoJ10e BMecTUMOCTRIO | aM>. TTocse rmoaHoro pacTBOpeHus HABECKH J100ABIISIOT
102 r YKCYCHOKMCIIOrO Harpusa, | cM® YKCYCHOW KUCJIOTBI U 15 T' JTUMOHHOKMUCIOIO HATPUS, DPACTBOP
AOJTUBAKOT BOAOU 1O METKHU U IepeMelliuBaloT. Pe3yibTarsl B3BCIIMBAHWS HABECOK 3aITUChIBAIOT C TOUHOC-
ThIO J1I0 TIePBOTO ACCIATUYHOro 3Haka. pH oydepHoOro pacrsopa 1mpopepsoT Ha pH-MeTpe U IIpu HEOOXO0IU -
MOCTHU IMPUOABIISIIOT VKCYCHVIO KUCIOTY MU 40 %-HYy10 r’MAPOOKUCH HATpUSI.

MeTunoBbll opaHXKeBbI — UHAMKATOP, roToBAT o ['OCT 4919.1, unu cMelmaHHbIM UHAKMKATOP
(IMMCTUJIOBBIM XKCJITBIM M METWICHOBBLIM rosyooit), rorosdar nmo [OCT 4919.1 cMmeinuBaHueM paBHBIX
00BbeMOB 0,1 %-HbIX CITUPTOBBLIX PAaCTBOPOB.

PactBopnl cpaBHeHUst, ucxoaHblil pactBop ¢ (NaF)=1.10—2 monn/nm? (1-10-2 M pacTBOp); rOTOBAT
ciaeayroiumM oopazoM: 0,210 © ¢propucToro HaATpHs B3BEIUMBAIOT ¢ TOUHOCTBIO 10 TPETHEIO ACCATUUYHOTO
3HAKA, MTOMCIAIOT B MEPHVIO KO0y BMecTUMOCThIO 500 cm?, pactBopsitor B 200 cM? Boabl, 1OOABISIOT
250 cMm? OydepHOro pacrsopa, AOIUBAIOT BOAOW /10 METKM U IICPEMENIMBAIOT. PacTBOPBI CpaBHEHUSA
obobeMoM 500 cM?® roTOBAT pa3baBICHUEM MCXOMHOTO PACTBOPA B COOTBETCTBUM C TabIUICH.

M cxonHbie pacTBOPBI U PACTBOPBI CPABHCHUS XPpaHAT B TeucHUe 30 CVT.

MossipHasi KOHLEHTpAaIl1s MossapHas KOHIICHTpallus O0BbeM UCXOIHOIO pacTBOpA, O0BbeM Ov(hepHOro pacTBoOpa,
PACTBOPA CPABHEHMS, MOJIb/IM- | ICXOIHOTO PACTBOPA, MOJh/IM- CM? CM?
2-10—4 .10 10 250
[.10—4 .10 5 250
4.10—> 2-10—4 100 200
2-10— 1-10— 100 200
[-10— 1-10— 50 225
8-10—° 2.10— 20 240
5-10—° [.10— 25 240

(3meHeHHas pegakuusi, M3m. Ne 1, 2).

4.2.2. TloaroroBka K aHaiu3y

4.2.2.1. TlocTpoeHue rpaayupoBOYHOro rpagpuka

J11s1 TTOCTpOCHUS IPalyuPOBOYHOTO I'papKa roTOBSIT CEPUIO PACTBOPOB CPABHCHUS: B UETbIPE CTAKaHa
BMecTUMOCTBIO 50 unu 100 cM? kaxupiil BHocaT mo 20—30 cM? pacTBopa cpaBHEHUS pa3HON KOHIIEHTpA-
nuu. CtakaHbl ITOOYEPEIHO MMOMEILAT HAa MATHUTHYIO MELUAJIKY, ITOrPpYKaloT 3JICKTPOAbl U yepe3 1—5 MUH
U3MEPSIOT BEJIMUMHY MMOTCHIIMAaa (1pu KoHeHTpauu gropa meHee 1-10—% Moip/AM® BpeMs IepeMelii-
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BaHUS cieayerT yBeauduTb A0 10—15 mun). llepen norpyxeHuem 5JIeKTPOAOB B HOBBIM pacTBOP UX
TILATCJIBHO IMPOMBIBAIOT BOAOU U cyllaT (PUIBTPOBATIBHOU OyMaroi.

[1o nmonyyeHHBIM AAHHBIM CTPOST IPaAyVUPOBOUYHLIN IpauK Ha Oymare ¢ Moayjiorapu@mMuucckKou
CETKOM, OTKJIAABIBAS HA OCU aOCIIMCC MOJIIPHBIC KOHIICHTpAy hTOPA B pACTBOPAX CPABHCHUS B MOJTL/ M-,
Ha OCHU OPJMHAT — COOTBETCTBYIOIIUC UM 3HAYCHUS BCJIMUYMHBI ITOTEHIIMAIA B MUIJIMBOJIBTAX.

Kaxngasg Touka rpaayupoBOYHOIrO rpaduka AO/KHA IIPCACTABIISTbL COOOM cpeaHcapU(PMeTUUICCKOC
3HAUYCHNEC ABYX Iapa/IeIbHbIX U3MEPECHUMN.

[ panyupoBOYHBIN IpapUK CTPOSIT OJHOBPEMEHHO C ITPOBEACHUECM aHaIM3a.

(M3meHeHHas peagaknug, M3m. Ne 2).

4.2.3. 25 cM? pactBopa, MMOJYYCHHOTO W3BIcUeHUEM (TOpa OTTOHKOM, OTOUPAIOT ITUIICTKOM, ITOME-
[{AIOT B MEPHYIO KOJIOY BMECTUMOCTBIO 50 cM?, HOBOASAT 10 METKH OV(HECPHBIM PACTBOPOM U IEPEMEIITUBAIOT.
[Ip omnpenencHuu @ropa B pacTBOPE IIOCJIC PAa3JIOXKCHUS IMPOOBLI pacTBOPOM COJISIHOWM MM Aa30THOH
KHUCJIOTHI, KaK VKa3aHo B II. 3.2, orOupator nuretkoi 5—10 cMm? pacrsopa, MOMENaT B MEPHYIO KOJIOY
BMECTUMOCTBIO 50 cM?, HelTpau3yioT 4 %-HbBIM PACTBOPOM THMAPOOKUCH HATPUS I10 CMEIHIAHHOMY WHIU-
KAToOpy MJIU METUJIOBOMY OPAHXCBOMY J0 CJIA00-3€JICHOW WU XKEJITOM OKPACKU COOTBETCTBCHHO, IMPUJTU-
BatoT 25 cM? OyhepHOro pacrTsopa, JIOJIUBAIOT BOAOH 10 METKU M IepeMeIIUBAIOT.

[TosydyeHHBI pacTBOP IEPEIUBAIOT B CcTakaH BMecTUMoOCThIO 50 wiu 100 cMm?, momeramor Ha
MAarHUTHYIO MCELIAIKY, ITOTPYKAIOT 3JICKTPOABI U U3MEPSIIOT ITOTCHIIMAJ, KAaK yKa3aHo B II. 4.2.2.

(M3meHenHas penaknusg, M3m. Ne 1, 2).

4.2.4—4.3.3. (Uckmwouennl, N3m. Ne 1).

4.3.4. O0OpaboTKa pe3ybTAaTOB

MaccoByto 10110 ropa (X;) B ITPOIECHTAX BBIYUCIISIOT 110 (pOopMyIie

¢-50-19-250- 100
V. m- 1000 ’

X =

rae ¢ — MOJIIpHAas KOHIICHTpalys (ropa, HallieHHas Mo rpaayupoBOUHOMY rpadKy, MOJIb/IM>;
' — 00BbeM aHATU3UPYEMOTO PACTBOPA, CMY:
M — Macca HABEeCKM aHaJIU3UPYEMOH IPOOB.I, T;
19—mMosapHasg Macca 3KBUBaJIeHTa (propa.
3a pe3vibrar aHalusa IMPUHUMAIOT cpeaHeapuPMeTUIeCKOC 3HAYCHUE JBVX MApaAlICIbHBIX OITpe/c-
JJCHUI, AOINYCKACMBbBIC PACXOXICHUSI MEXKIY KOTOPBIMU IIPU AOBCPUTCIIBHON BeposdTHocTH P = 0,95 He
NOJIKHBI IIPEBBLIILATS!
0,005 % — pu maccosoil nose propa or 0,01 no 0,05 %:;:
0,01 % — npu maccosout gose dgropa ot 0,025 no 0,1 %:;
0,02 % — npu MmaccoBoil gose ¢ropa csbiite 0,1 1o 0.3 %.
(M3meneHHas pegakuus, Msm. Ne 1, 2).
4.4—4.4.3. (Mckmovenni, N3m. Ne 1).

Pazn. 5. (Mckmouen, Mam. Ne 1).
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NHOPOPMAILIMOHHBIE JAHHDBIE
1. PABPABOTAH U BHECEH Munucrepctsom xumuieckoi npompiniennocty CCCP

2. VTBEPXJIEH U BBEJIEH B IEUCTBUE Ilocranosaennem I'ocynapereennoro komurera CCCP no
crangapram ot 13.02.81 Ne 706

3. BBEAEH BIIEPBDbIE
4. CCbUIOYHDBLIE HOPMATUBHO-TEXHUYECKHUE JOKYMEHTDI

Oo0o3nauenue HT/l, Ha KoTopwlil naHa cCchbliika Homep nyHkKTa, TMOAMYHKTA
[OCT 61-—-75 4.2.1
[OCT 199—78 4.2.1
1OCT 3118—77 3.1
1OCT 4204—77 2.2.1
1OCT 4233—77 4.2.1
1OCT 4328—77 4.2.1
[OCT 4461—-77 3.1
[OCT 4463—76 4.2.1
[OCT 4919.1-—-77 4.2.1
1OCT 11125—84 3.1
[OCT 19908—90 2.2.1
['OCT 22280—76 4.2.1
[OCT 24596.0—81 1.1
[OCT 24596.1—81 2.2.2, 3.2.1, 3.2.2

5. OrpannyeHue cpoka AelCTBUS CHITO IO NMPOTOKOJAY Ne 7—95 MexXrocyasapCTBEHHOrO COBETA IO CTAH-
aapruzanuu, merpojaoruyu U ceprudbukamun (MYC 11—-95)

6. U3IAHUE (anpean 2004 r.) ¢ U3smenenunsimu Ne 1, 2, yrepxaenHbiMi B deppasie 1986 r., nekaope
1990 r. (UYC 5—86, 3—91)
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