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M E XTOGCYAAPCTUBEHHGBbB # CTAHAOAPT

OOCPATbI KOPMOBbLIE

MeTogbl onpeaeneHus gpropa roCT
24596.7-81
Feed phosphates.
Methods for determination of flourine

MKC 65.120
OKCTY 2109

[ata BBegeHua 01.01.82

HacToAwmin ctaHAapT pacnpocTpaHsaeTca na KOpMOBble hocdaTtbl, NoayvyaemMble U3 MUHepPasbHOro
cbipbs, cogepxalyme ot 0.025 go 0.3 % dTopa, M ycTaHaBNMBaeT METOAbl €ro onpefeneHus.
(M3meHeHHas pegakuus, Mam. Ne 1).

1. OBWLWME TPEBOBAHNA

11 O6wwme TpeboBaHus —no MOCT 24596.0.

2. W3BJIEYEHWE ®TOPA 13 KOPMOBbIX ®OCPATOB OTFOHKOW

2.1—2.1.2. (WcknwoyeHbl, M3m. Ne ).

2.2. W3BneyeHune (hTopa OTTOHKOM

2.2.1. AnnapaTypa, peakTuBbl ¥ pacTBOpu

Mpnbop Ang oTroHku Topa ¢ nNapom (4ept. 2). Jonyckaetcad NPUMEHATb KPYTr/OLOHHYHO KOPOTKO-
ropnyt konby 3 (4epT. 2) no MOCT 19908 unm N060MA APYron KOHCTPYKLUMU NpK YCA0BMM 0becnedyeHus
KOHTPONS 3a TeMnepaTypoii.

Kucnota cepHas no FOCT 4204, pa3baBneHHas 1:2.

Mecok KBapLieBblii.

(M3meHeHHas pegakumsa, MN3m. Ne 1, 2).

2.2.2. TlpoBefeHune n3BneYeHUs

1,0—1,2 r aHanM3npyemoro npogykTa, nogrotosneHHoro no FOCT 24596.1 (maccoBas gonsa ¢gropa
oT 0,03 go 0,1 %), wam 0.5—0.6 r aHanM3npyemoro npoaykra (maccoeas fons gropa cebiwe 0,1 —po
0,3 %) B3BELIMBAIOT, pPe3ynbTaT B3BELIMBAHMA 3aNUCbIBAOT C TOUHOCTLIO 0 TPETbEro A4eCATUYHOrO 3HakKa,
MOMeLLaloT B peakLMOHHY Konby npnbopa, coAepxallyto okano 1r KBapLeBoro necka, CMa4yvMBalT BOLOM
3 npunusaioT 50—60 cm3 pacTBOpa Cepkoi KMCAoTbl. Konby 3akpbiBatOT Pe3VHOBOWM NPOGKONA ¢ ABYMS
CTEKNAHHbIMM TPy6KaMu, MOMELLAIOT ee B KofibonarpenaTesb, COEAUHAIOT C XONOAUNbHUKOM U COLEPXKMMOe
HarpesatoT. Korga TemnepaTypa B peakuMOHHOI Konbe noebicutca Ao 120 ‘C, npucoeguHaoT napoobpa-
30BaTeNb C KMNAWel BOAON, B KOTOPbIA A06aBNEHO HECKONbKO KanunnspoB A8 PaBHOMEPHOTO KUMEHUS.
O6orpeB cofepXXUMOro peakLMOHHOW Konbbl M KOMNMYECTBO MOAAaBaEMOro Mapa PeryanpyoT Takum
o6pa3om, 4Tob6bl TemMnepaTypa Haxogunachk B npegenax 130—135 *C. OTroHKy BefyT O HaKOM/IEHWUS OKONO
250 cm' KoHaeHcaTa. O6bemM KOHAeHcaTa AOBOAAT BOAOW 40 METKM M MepeMELINBAtOT.

PacTBop ncnonb3yoT And onpefeneHns gropa.

(M3meHeHHas pegakuus, Mam. Ne 1).

W 3paHve ogmumansHoe [MepeneyaTka nocnpoLLleHa
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Mpubop A5 OTrOHKU (hTOpa C Napom

| — napi>i>6pu'joaatc:ib — kon6a BmecTumocTbto 7S0—2000 cm ; 2 — TepmomeTp; 3 — peakyuMoHHan
KpPYrnoAoHHass KOPOTKOropnas Kon6a BMeCTUMOCTbIO 250 CM ' MU» TepMOCTOWKOrO CTekna Unnm Keapua
C KapMaHOM fAns TepmomeTpa; 4 — KonGomarpeHarenb. COeJUHEHHbIN ¢ pene; 5 — WapuUKOBbIM X0N0<
UMALHUK; 6 — NPUEMHUK ANA KOHAeHcaTa — MepHas KonbGa MMecTHMOCTbIO 250 cM

Yepr. 2*

3. PA3JIOXXEHUE KOPMOBLIX ®OCHATOB PACTBOPOM COJIAHON
MAn A30THON KWC/OThI

3.1. PeakTuBbl 1 pacTBOpbI

Kucnota asotHas no FTOCT 4461 uan kucnota asoTHas 0co6oi unctotel no FOCT 11125. pas36as-
neHHas 1:3.

Kucnota consHasg no TOCT 3118. pacTBop C MacCoBOli foneit consHol knenotsl 20 %.

(M3meHeHHas pepakumsa, Msm. Ne 2).

3.2. lMposefeHne pa3noxeHns

3.2.1. Pa3noxeHue Npobbl pacTBOPOM CONSHOMN KWUCAOTbI C KUNSYEHUEM

1.0— 1.2 r aHanM3upyemoro npoAykra, nogrotosneHHoro no FOCT 24596.1, B3BellMBAKOT, pe3ynbTar
B3BeLUMBaHMWSA 3aNUCLIBAIOT C TOYHOCTLIO 0 TPETLErO AECATUYHOIO 3HaKa, MOMeLLalT B KOHUYECKYIO KONby
BMECTUMOCTb0 250 CM3, cMauyMBalT BOAON M nMpunmealoT 25 cMm3 pacTBopa CONAHON KucnoTbl. Konby
3aKpbIBAOT NPOOKOI ¢ 06paTHbIM XONOANNBHUKOM U KUNATAT B TedeHne 5—10 MuH. Cogep>xxmmoe Konbbl
OXNAXAAT U KOJIMYECTBEHHO MEPEHOCAT B MEPHYIO KOOy BMeCTUMOCTbIO 250 cmM3 AonnBatoT BOAOW A0
METKM W NnepemeLLmnBatoT.

PacTBop MCNoNb3ylOT AN onpefeneHns gropa.

3.2.2. Pa3noxeHue nNpobbl pacTBOPOM COMSSHOW UM a30THON KUCNOTbI 63 KNMAYEHMNS

1.0— 1.2 r aHanM3npyemoro npoaykra, nogrotosneHHoro no NOCT 24596.1, B3BellMBAKOT, pe3ynbTar
B3BELIMBAHWA 3aNUCLIBAIOT C TOYHOCTbIO [0 TPETHErO AeCATUYHOrO 3HaKa, MOMeLlalT B MEPHYK Konby
BMeCTUMOCTbO 250 cM3, npunmeatoT 25 cM3 pacTBOpa COMSAHOM MAN a30THOM KUCNOTbI, MepemMeLlBaoT B
TeyeHne 1—2 MUH, JONWMBAOT BOLOW A0 METKM U CHOBA MepeMeLLvBatoT.

PacTBop MCMonb3yOT AN onpefeneHns gropa.

3.2.1, 3.2.2. (M3meHeHHasa pepakumsa, M3m. Ne ).

"UepT. 1. (WcknrodeH. M3m. Ne 1).
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C. 3 TOCT 24596.7-81
4., WOHOMETPUYECKUIN METOJ OMNPEAENIEHVA ®TOPA

4.1. CywHocTb MeTofa

MeTo4 OCHOBAH Ha NPAMOM MW3MEpPEHUM KOHLUEeHTpauuu (Topa B pacTBOpe C WCMNOAb30BaHUEM
(hTOPUAHOTO CeNeKTUBHOrO 3/71eKTPOAa Nocfie U3BMeYeHUs Topa OTrOHKOW unn 6e3 npefBapuTenbHOrO
N3BfeveHus.

4.2. OnpefeneHve Topa B pacTBOPE MNOC/E U3BNEYEHNS er0 OTFOHKOM AW pasnoXeHuns nNpobbl CONSHOM
WU a30THOW KWUCNOTOW

4.1, 4.2. (N3meHeHHasa pepakums, N3m. Ne 1).

4.2.1. Annapatypa, peakTuBbl U pacTBopbl

pH-MeTp MUNANBOALTMETP NabopaTopHbliil Tuna pH-121 unu gpyroii aHanornYHbIi.

3nekTtpog thTopuanblii Tna 3F-VI.

AneKTpoL BCNoMoraTeNbHbIl xnopcepebpaHblil Tuna 3BJ/1-1M3 nau gpyroil aHanornyHbIi.

Mewanka marHutHaa tuna MM-3M unu gpyras aHanormyHas.

Kucnota ykcycHasa no TOCT 61, x. u., nefsHas.

Hatpwuii gpTopucTblid, oc. 4., nam no FOCT 4463. BbiCyLWeHHbI npu Temnepatype 100—105 “C go
NMOCTOSHHON MaccChl.

HaTpwii NMMOHHOKKCALIA Tpex3amellenHblii 5,5-BoaHbIn no TOCT 22280.

Hatpuit xnopucTbiii no FOCT 4233.

HaTpuit yKcycHokncnblid 3-Bogublin no FTOCT 199.

Hatpus rngpookuck no TOCT 4328, pacTBOpbl C MaccoBOI Aoneii rmapooKucK HaTpusa 4 n 40 %.

BydepHbiii pacTBop, pH 6,0; roToBaT cnegytowum obpasom: 58,5 r X10pUCTOr0 HaTpUA pPacTBOPAOT
B 600 cM’ BOAbl B MEPHOM KO/I6e BMECTUMOCTLIO | AM*. [loCne NONHOro pacTBOPEHNSA HABECKW A06aBNAOT
102 r ykcycHokucnoro Hatpus, | cmM3 yKCycHoOi kucnoTbl M 15 T IMMOHHOKMCAOrO Hatpus, pacTBop
[4ONMBAIOT BOAOW [0 METKM U MepeMellnBaloT. PesynbTaTbl B3BELUMBAHUA HAaBECOK 3anuCbiBAKOT C TOYHOC-
ThblO 10 MEPBOro fieCATUYHOIO 3Haka. pH 6yepHoOro pactsopa NpPoBepalOT Ha pH-MeTpe 1 npu Heobxoam-
MOCTU MPUGaBASAIOT YKCYCHYIO KMCNOTY Man 40 %-HYI0 ruapooKuUCh HaTpus.

MeTunoBbIi OpaHXeBbli — nHAMKaTOP, roToBAT no FOCT 4919.1, unm cMmellaHHbIA MHAMKATOP
(BMMeTUNOBLIV XenTblli M MeTUNeHoBbIl rony6oi), rotoBaT no FOCT 4919.1 cmelnBaHWEM paBHbIX
06bemoB 0.1 %-HbIX CMMPTOBbLIX PaCTBOPOB.

PacTBOpbl CpaBHeHMS, UCX0AHbI pacTBop c(NaF)=1 10“2 monb/gm3 (110”J M pacTBOp); roTOBAT
cnegytowmm obpasom: 0,210 r PTOPMCTOro HaTpMA B3BELUMBAIOT C TOYHOCTLIO 4O TPETbEro AeCATUYHOro
3HakKa, MoMeLllaloT B MepHy Konby BmecTumocTbto 500 cm5, pacteopatoT B 200 cm’ BOAbl, A06aBASOT
250 cm3 6ydepHOro pacteopa, AO/MBAKT BOLOM A0 METKM W MepeMelinBatoT. PacTBOpbl CpaBHeHUS
o6bemom 500 cmM3roToBAT pa3baBfeHMeM UCXOLHOMO pacTBOpa B COOTBETCTBUM C Tabnumueil.

VicxogHble pacTBOpbl U PacTBOPbl CpPaBHEHWUA XPaHAT B TedyeHue 30 cyT.

MornsipHast KOHLEHTpaLwn MonspHas KOHLEHTpaums O6bem UCXOMHOrO pacTBopa,  OGbeM GydepHOro pacTBopa.
pacTBOpa CpaBHEHWW, MO/b/AM' ucxoaHoro PAcTBOPa, MOJL/AM3 cm* cm3
210-4 bl 0-* 10 250
110-4 1-10-* 5 250
410“* 2-10—= 100 200
2 10-* MO-4 100 200
1-10-* 1-10-4 50 225
8 10-* 2-10~4 20 240
5-10-* 1-104 25 240

(M3meHeHHas pegakuma. N3m. K? 1, 2).

4.2.2. TlogroToBKa K aHanusy

4.2.2.1. TlocTpoeHue rpafyMpoBOYHOrO rpaguka

[ns nocTpoeHms rpafynpoBOYHOro rpaduka rotoBAT Cepuio pacTBOPOB CPaBHEHUSA: B YeTbipe CTakaHa
BMECTUMOCTbH 50 namn 100 cm5 Kaxablil BHOCAT no 20—30 cM3 pacTBopa CpaBHEHWA PasHON KOHLEHTpa-
unn. CtakaHbl NOOYepesHO NOMELLA0T HA MarHUTHYIO MeLLanky, NorpyXarT 3NeKTPoLbl 1 Yepe3 1—5 MUH
N3MepSAIT BENNYMHY NOoTeHUMana (Np1M KOHUEeHTpauun gtopa meHee MO-4 monb/gM3 Bpems nepemenLu-
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FOCT 24596.7-81 C. 4

BaHHA cneayeT yBennunTb A0 10—15 muH). Mepes MOrpy>KeHUWEM 3/1IEKTPOAOB B HOBbIA pPacTBOpP MX
TLWAaTeIbHO MPOMbIBAIOT BOAOM W CyLLaT (PUAbTPOBaNbHON 6ymaroii.

Mo nony4YyeHHbIM AaHHbLIM CTPOSAT FPagyvupoBOYHbLIN FpaduK Ha Gymare ¢ nonynorapuMuyeckoii
CeTKOM, 0TKNafblBas Ha 0Cu abcLmce MONAPHbIE KOHLEHTpaLUy ()Topa B pacTBOPax CpaBHeHWS B MOb/AM3,
Ha OCY OpAMHAT — COOTBETCTBYIOLLME UM 3HAYEHUS BENNYMHBI NOTEHLMana B MUNIUBObTAX.

Kaxpas TOuka rpagyvpoBOYHOrO rpaguka fO/KHa MpeLCTaBnATb CO60W cpefHeapudMeTnyecKoe
3HayeHue ABYX NapanfieflbHbiX N3MEpeHuii.

[pafyvpoBOYHbIi rpaduk CTPOAT OAHOBPEMEHHO C MPOBELEHUEM aHANW3a.

(N3meHeHHasa pepakuma, N3m. Ne 2).

4.2.3. 25 cm3 pacTBopa, NMOAYYEHHOro M3BneYeHMemM (hTopa OTFOHKON, 0TOMpaloT NUNeTKOMW, nome-
AT B MEPHYIO KONBY BMeCTUMOCTbIO 50 CM3, OBOAAT A0 MeTKK 6y(hepHbIM pacTBOPOM U MepemMeLlmnBatoT.
Mpn onpefeneHun (Topa B pacTBOpe MOCMe pasfoXeHUs npobbl PacTBOPOM COMAAHOM WAW a30THOW
KMCMOTbI, KaK yKasaHo B N. 3.2, oT6uparoT nunetkoit 5—10 cm3 pacTBopa, NOMELLAOT B MEpPHYH Konby
BMeCTUMOCTbI0 50 cM\ HeiiTpanu3ytoT 4 %-HbiM PacTBOPOM FUAPOOKWUCU HATPWUSA MO CMELWaHHOMY WHAM-
KaTopy MAM MeTWNOBOMY OpaH>XeBOMY 0 CNab0-3eNeHOW MW XKeNTON OKPacKu COOTBETCTBEHHO, NPWU/N-
BatoT 25 cm16yctepHOro pacTeopa, 40/MBaOT BOAOW A0 METKM U NMEpeMeLLnBatoT.

lMonyyeHHbI pacTBOp MepenuBaldT B CTakaH BmecTMMOcTbio 50 uam 100 cm3, nomewatwT na
MarHUTHYI0 Mellanky, NorpyXarT 3MeKTPOAbl U U3MEPSAIOT MOTeHUMan, Kak ykasaHo B n. 4.2.2.

(N3meHeHHaa pepakuma, M3m. Ne 1, 2).

4.2.4— 4.3.3. (NckntoueHbl, M3m. Ne 1).

4.3.4. O6paboTka pe3ynbTaToB

MaccoByto gonto gropa (A') B NpoLeHTax BbIYUCAAOT MO Gopmyne

_ €-50-19 250- 100
1 V-m-1000 *

rae ¢ —MOAApHas KOHUeHTpauusa Topa, HalileHHas No rpagympoBOYHOMY rpaguky, Monb/gm3
V—o06beM aHauyM3HPyeMOro pacteopa, cm3;
T —Macca HaBeCKu aHanusupyemoii npobel, T;
19—monApHas macca sKBMBaneHTa ropa.
3a pesy/nbTaT aHanM3a NPUHMMAIOT CpefHeapupMeTNUeCKoe 3HaYeHne ABYX napanienbHbiX onpefe-
NEHW, [ONYyCKaeMble PacXOXAeHWs MeXAy KOTOpbIMW Npu LOBEPUTENbHON BeposTHOCTM P = 0,95 He
[OOMIXHBI NpeBbIWaTh:
0.005 % —npu maccosoli gone dtopa ot 0,01 go 0.05 %\
0.01 % —npwn maccoBoit gone gTopa ot 0.025 o 0,1 %;
0.02 % — npu maccoBoli gone Topa cebiwe 0.1 go 0,3 %.
(M3meHeHHas pegakuus, Mam. Ne 1, 2).
44— 4,43, (NcknoyeHsl, M3m. Ne 1).

Paga. 5. (UckntoyeH, M3m. Ne 1).
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MHPOPMALWMNOHHBIE AAHHBIE
1. PA3PABOTAH 1 BHECEH MuHuCTEpCTBOM XMMUYecKol npombiwneHHoctn CCCP

2. YTBEPX[JEH V1 BBEAEH B LEWCTBWE MocTaHoBneHneM lMocyapcTBeHHoro kommuteta CCCP no
cTaHgapTam ot 13.02.81 Ne 706

3. BBEJEH BIEPBbIE

4. CCbI/TOYHbIE HOPMATUBHO-TEXHWYECKWNE JOKYMEHTbI

O6oTuaycHne HT/[. Ha KOTOpbI/ AaHa CCbinKa Homep nyHkKTa, NOANyHKTa
FOCT 61-75 421
FOCT 199-78 421
FOCT 3118-77 31
FOCT 4204-77 221
FOCT 4233-77 421
FOCT 4328-77 421
FOCT 4461-77 31
FOCT 4463-76 421
FOCT 4919.1-77 421
FOCT 11125-84 31
FOCT 19908-90 2.2.1
FOCT 22280-76 421
FOCT 24596.0-81 11
FOCT 245%.1-81 222,321,322

5. OrpaHuYyeHne cpoka AeiCTBMS CHATO HO NpoTokony Ne 7—95 MexrocyfapCTBEHHOrO CoBeTa Mo CTaH-
JapTusauun. metponorum u ceptudmkaummn (MY C 11—95)

6. W3OAHWE (anpenb 2004 r.) ¢ VM3meHeHnamn No 1, 2, yTBepxAeHHbIMU B theBpane 1986 r., gekabpe
1990 r. (MYC 5-86, 3-91)
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