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Hacrosunii craniapT pacnpocTpaHseTcss Ha Oypble ¥ OKHCJCHHBIE
KaMeHHble VIVIH K YCTaHaBJAHBaeT METO/Abl ONpeAeseHHs OO0INero BHI-
X0/la ¥ BHIXO/Ja «CBOOGOAHBIX» I'YMHHOBBIX KHUCJOT.

Craupapt nosnoctbio coorBerctByer CT COB 4787—84.

1. ONPEAENEHMUE OBLLEIO BbIXOQA N'YMHUHOBBIX KUCAOT

CyIHOCTh METOJa 3akjawuaercda B 00paboTKe aHaJHTHYECKOH
1npo6pl YIVI LIETOYHBIM PAacTBOPOM NHPOGDOCHOPHOKHCIOrO HATPHA
TIPH KOMHATHOH TeMIileparype, IOCJAeAYIOlled OAHOKPATHON 3KCTPak-
MY TYMHHOBHIX KHCJOT PacTBOPOM HATPHs THAPOOKHCH IIpH Harpesa-
HHH, OCAKACHUH KX H30BITKOM COJISHOH KHCJOTH U ONpeJeseHHH Mac-
Chi TOJYYE€HHOro OCajika.

1.1. Anmnmapatypa H pPEaKTHUBH

1.1.1. Ilns npoBefeHHUs aHa/aHu3a JOJKHL MPHMEHATHCA:

peHTpudyra gsabopaTopHas ¢ 4yacTOTOH  BpallleHHss  He MeHee
2000 muu—1;

BCTPAXUBATENb;

neub MydenpHasl, ofecnedyuBamlas yCTOHYUBYW TeMIepaTypy Ha-
rpeBa (6004-15) °C;

mKad cyWHabHBIH, o0ecneuuBaOIINil YCTOMYHBYIO TeMIepartypy
narpeBa (80+5) °C;

M3panwe ouymanbHoe MepeneuaTtka BOCnpeleHa

* Hepeusdanue (Oexabpo 1986 e.) ¢ Hamenenuanu Ne 1, 2, yreepmoernnsini
8 utone 1981 e., centabpe 1985 e. (HYC 9—81, 12—85).
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skcukatop no I'OCT 25336—82 ¢ rpaHyaupoBaHHBIM GE€3BOMHBIM
XJIOPHAOM KaJbllH;

CTaKaHbl XUMHUecKHe BMecTtuMocTblo 300—500 cm® no TOCT
25336—82;

nuneTkd BMecTHMOCThIO 100 cm® mo 'OCT 1770—74;

BOpoHKH cTekasHHble 1o TOCT 25336—82;

o1okcel o 'OCT 25336—82;

KOJIObl KOHHYECKHE y3KoropJisle BMecTHMOCThbio 250 ¢m?® mo I'OCT
25336—82;

Koa0pl MepHBle BMectHMocThio 100, 250 u 1000 cm?® nmo I'OCT
1770—74;

6aHs BOJsIHAS;

turaH gapgopossie no FOCT 9147—80;

GUABTPH 6e330JbHbIE MEJIKOMOPHCTHIE;

BeChl aHaJUTHYECKHe C NOTPELIHOCTbIO B3BEIUHBaHUA He GoJjee
0,0002 r;

HaTpui nupodochopHokucasii no FOCT 342—77, meno4yHoit pacr-
Bop; B 1000 cM?® BoAnl pacTBOpPAIOT 44,6 T nupodochOpHOKUCAOrO HAT-
pus 1 4 I TUAPOOKUCH HATPUS;

Hatpus runpookuch no 'OCT 4328—77, x. u.,, 1%-#uifi BOJAHBIR
pPacTeop;

K#oioTa codsnas mno TOCT 3118—77, x. v, d 1,19, 5% -nuik
pacTBop.

(M3menennas peaakuus, Usm. Ne 2).

12. loaroroBKa K aHaausy

1.2.1. AnanutHueckyro npoby yras, npurotoBaenHyio no I'OCT
10742—71, TmiaTeqpHO mepeMeLINBAIOT, OTGHPAIOT HABECKH H Olpefe-
aswotr Baary no CT C3B 751—77 uian 'OCT 11014-—81 1 3016HOCTH 11O
I'OCT 11022—75.

(M3meHeHHas pemakuus, Ham. Ne 1).

1.2.2. Ilpu conep:kaHuH OHTYMOB B yrasx cBeimie 3% mnpeaBapu-
TeJbHO W3 aHaJuTHYecKo# npobw yaanasior O6utymel no I'OCT
10969—74.

1.2.3. Ilns npoBenenns aHanu3a 6epyT HaBeCKy Maccoil okoao 1 r
B IepecyeTe Ha CyXylo 6e3sosnbHylo Maccy. Ecau mnpeamnosnaraemsiit
BHIXOJ I'YMHHOBBIX KHCJOT MeHee 25%, To Maccy HaBeCKH yIVisi yBe-
JHU4YHBalOT A0 2 T.

Bce B3BelIHBaHHAl B IpoLecce NMOJArOTOBKH K aHANH3y, a TaKkKe BO
BpeMs MPOBEEHUSA €rQ NPOU3BOAAT C MOrpelHOCThIo He 6ogee 0,0002 r.

(U3menennas pepakuus, Ham. N 2).

13. IllpoBenenue aHanHu3a
1.3.1. 3kcrpakyus eymurnossix KUCAOT

HaBecky npo6bl yras NOMellaloT B KOHHYECKYI0 KOOy BMeCTH-
moctbio 250 cm®, npuausaroT 100 cM? IiesoyHOro pacrsopa IMHPO-
$ocPOpPHOKHCIOr0 HATPHA H IEPEMEIUHBAIOT NPH NOMOIUH BCTPAXHBA-
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Tensi B TeueHue 1 u, IloaydeHHyI0 cMech LEHTPHOYTHPYIOT B TEUEHHE
15 mun npu vacrore Bpailedus 2000 mun—!'. PacTtBop AexkaHTHPYIOT,
HepacTBOPUBLIMICS OCTATOK INPOMBIBAIOT OJHH-ABA pasa 100 cm?
1%-HOrOo pacTBOpa HATPHUA THAPOOKHCH M BHOBb LEHTPUDYrHPYIOT,
cobupasi OCHOBHOH 3KCTPAKT M NPOMBIBHble BOAB B OJHH TNPHEMHHK.

TIpoMBITHI/I  OCTATOK YIJii HepeHocsaT B Koaby BMeCTHMOCTBIG
250 cm?, zanuBator 100 ¢cM?® pacTBOpa THAPOOKHUCH HATPHSI H Harpema-
10T B Te4YeHHe 2 4 Ha BOASHOH 0aHe Tak, 4ToOLl TeMmiepaTypa pacTBopa
6nis1a He Bbitite 80 °C.

IMocae oxnaxkaeHus coaep:KHMoe KoJOB LEeHTPH(YTHPYIOT H BHOBb
npomeBaloT 1%-HbBIM pacTBOPOM THAPOOKHCH HATPHA, KaK yKasaHO
Eblllle, cOOUpasi OCHOBHOH PacTBOP W NPOMLIBHBIE BOABI B OJHH H TOT
JKe NPHEMHHK. DKCTPAaKLUHsi TYMHHOBBIX KHCJIOT JOJKHA ObITh 33KOH-
ueHa B TeueHHe 7 4.

1.3.2. Ocascdenue eymuno8olx KUCAOT

O6uiuit 5KCTPAKT QUIBTPYIOT U H3MEpPSIIOT 00BEM IOJYYEHHOTO
¢unpTparta. Ilocae sToro U3 ¢uabTpata mHuerko#l oréHpartr 100 cm3
pacTBopa, NOMeEIaKT ero B XHMHUYECKHH CTakaH M aobabiasior 60 cm?
pacTBOpa COJNITHOH KHCJAOTH AJisl OCaXXKA€HHS T'YMHHOBHIX KHCiaoT. O6-
pPas3oBaBIIUHCA OCANOK TYMHHOBBIX KHCJIOT OTHENAIOT OT pPacTBOpPaA
LeHTPU(DyrupoBanueM HJAHM (QUILTPOBAHHEM K TPOMBIBAIOT €ro BOMLOW
NMOCPeICTROM JeKaHTalMH, NIOBTOPSs NPOMBIBKY A0 HauaJa NenTH3auuu
TYMHHOBBIX KHCJOT, KOTOpas ONpelensieTcs MO INOSBJEHHI0 CJaa6od
JKeJaTOH OKpackd. nda [AONOAHHUTENBHOTO OCaxXAeHHSA  I'YMHHOBBIX
KHCJOT B KOJIIOMAHBIH pacTBOp AOOGaBASIIOT & c¢M® pacTBOpa COJAHOM
pucaoThl. OOmMUA 0CafoK (QUABTPYIOT uepes MNpeaBapHTENbHO B3Be-
IIeHHbIi 0e3307bHblH (GHABTP U NOMeHlalT B OGIOKCY, NpeiBapuTelb-
HO BoicylleHHY0 npu 80°C u B3BelleHHYI0. 3aTeM GIOKCY ¢ QUIBTPOM
H OCaJKOM MOMEIAaloT B CYUIMJAbHBIH WIKa( U IPH TeMmIepaType He
GoJsiee 80 °C cymat J0 NMOCTOSTHHOM MacCHL.

KoHTpo/IbHBEE MPOCYUIUBAHHS NPOBOAAT A0 TeX NOP, NOKa Pa3HOCTh
Macchl IpPH ABYX MNMOCJAEJ0BATe/bHbBIX B3BELIHBaHHAX He OYIET NpeBbl-
maTth 0,001 r.

YuuTeiBass Maccy OIOKCH M (QHJIbTPA, ONPENeNsilOT MacCy Ocalka.

1.3.3. BricyuieHHBIHI OCafloK ¢ (QUALTPOM IMEPEHOCAT B NpeABapH-
TEJbHO TPOKAaJIeHHbII M B3BellleHHBIH [0 IOCTOSIHHOM Macchl THIeJb.
Turenp noMemiaior B My(desbHYI0 Tiedb H O30JSK0T COAEpPKHMOE IPH
temnepatype (60015) °C B Teuenne 1—2 y. IToce o30aeHHd THreNb
H3BJAEKAIOT M3 IIeuH, OXJaxKAaloT CHayasla Ha BO3AyXe B TeUYEHHE
5 MHH, a 3aTeM B SKCHKaTope A0 KOMHAaTHOH TeMIllepaTyphl M B3BELIH-
BaIoOT.

KoHTpoJibHEIE TIPOKAJNHBAHHA NPOBOAAT NPH TOH XK€ TeMmepaTtype:
B TeueHHe 15 MHMH J0O TeX MOP, NOKa Pa3HOCTh MacC IPpH ABYX IOCHE-
JOBAaTeNbHBIX B3BellMBaHHAX He Oyner npesblmats 0,001 r.

1.3.1—1.3.3. (U3menennas penakunsi, Ham. Ne 2).
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2. ONPEAENEHME BbIXOAA «CBOBOAHbBIX» F'YMUHOBBIX KUCNOT

- CymxocTs MeToAa 3aKJI0YaeTcsl B OAHOKPATHOH 3KCTPakUMH Iy-
MHHOBBLIX KHC/JOT H3 aHAJHTHYECKOH TNpoObI YIS DacTBOPOM HAaTpHS
THAPOCKUCH NPU HarpeBaHHH, NOCAENYIONIEM OCaXKAEHHH MX H3OBITKOM
-COJITHOH KHCJIOTL! H ONpeAeJeHHH Macchl MOJYyYeHHOr0 OCajKa.

21. AnmapaTtypa H peakKTHUBH

2.1.1. [Ins nposeneHusl aHa/ju3a NPHMEHSIIOT anlapaTtypy H peax-
THBBI B cooTseTcTBUH ¢ 1. 1.1.1, kpoMe nupodocdopHoKkucIOro HATPHUS,
11eJOYHOrO pacTBopa.

(H3menennas pegakuus, Ham. Ne 2).

22 IloaroroBKa K aHaJ aH3y

2.2.1. IlpoGy yrsasi NOATrOTaBJIMBAlOT, KakK ykasaHo B mimr. 1.2.1
u 1.2.3.

23. I[IpoBeleHue aHaJdu3a

2.3.1. IKcrpakyus eymuno8slx KUCAOT

HaBecky yrasi mnoMellaioT B KOHHYECKYIO KOJNGY BMECTHMOCTHIO
250 cm?®, npunuBator 100 cm® 1%-Horo pacrBopa HaTpusi THIPOOKH-
CH M HarpeBaloT B TeUCHHE 2 Y Ha KUNsALLEH BOJASIHOH GaHe Tak, YTOOLI
Temuepatypa pactBopa Obinia He Gosee 80 °C. Ilocne oxsnaxaenusa co-
JepKuMoe KOJObl UEHTpUPYTHPYIOT W IPOMBIBAIOT, KaK YKa3aHO B
u. 1.3.1.

2.3.2. Ocascodernue 1 0304eHUE 2YMUHOBBIX KUCAOT

OcazkaeHHe W 030JIeHHE TYMHHOBBIX KHCJOT NPOBOASAT B COOTBET-
ctBuu ¢ nn. 1.3.2 u 1.3.3.

2.3.1; 2.3.2. (H3menenHas penakuug, Ham. Ne 2).

3. OBPABOTKA PE3YNLYATOB

3.1. OOWHii BBIXOA TYMUHOBHIX KucaoT (HA) W BBIXOJX CBO-

OOJHBIX TYMHHOBBIX KHCJOT (HA);iaf U3 yIJsl B NPOLEHTAaX BLIUH-
<JAI0T o QopmyJie

(HA)dat = {m=ma) - V- 100

Vi-ms

TrJe m;— Macca BbICYLIEeHHBIX TYMHHOBBIX KHCJOT, T;
Ny — Macca 30JbHOTO OCTAaTKa 'YMHHOBBIX KHCJIOT, T;
V — o6wui o6beM 11eJOYHOro pactBopa, cM?;
Vi, —o06bem 0TOOpaHHOrO 11eJJOYHOTO pacTBopa, paBHbli 100 cM3;
ms;— Macca HaBeCKHM YIJISl B mepecyeTe Ha cyxoe 0e330/1bHOE CO-
CTOsIHUE, T, BBIUUCAsAeMas 1o popmyJe

100—(W2+A42)
100 ’

NMiag=1M,

rae f14, — Macca HaBECKH yIJad, T,
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Wa— maccoBasi 1oJig BJaruy B aHajJuTHYyecKoi npo6e yras, %:;
A® — 30/1bHOCTb aHAJUTHYECKOH NPO6H yras, %.

3.2. Briuncaenue pe3ynbTaToB ONPENENEHHS BbIXOAa T'VYMHHOBHIX
KHCJIOT B IlepecyeTe Ha cyxoe 0e330/bHOe COCTOSHHE NPOBOAAT C TOU-
HOCTDBIO IO MEPBOro JeCATHYHOIO 3HaKa.

3.1; 3.2. (U3meHenHnasa pepakuusi, Mam. Ne 2).

3.3. IlonyckaeMmble pacxoXKIeHHsT MEXKAY pe3yabTaTaMil ABYX Ia-
paJgeqabHBIX ONpeAeseHuil MpH A0BepUTebHOH BeposiTiocTin P’'=0,95
He JIOJIXKHDBI NpeBhiNaTh BeJUYHH, YKa3aHHBIX B TabJulle.

%

BBIXOI T'YMHHOBEIX HdonyckaeMble PaCXOXKAECHRA MEXAY
KHCJIOT pe3yAbTATAMH ILBYX IapaJjacbHbIX
onpepeNeHu
Jlo 25 1,0
Cs. 25 » 50 2,0
» 50 5,0

IIpu pacxoxkJaeHHMM, NpeBHIIAKINEM YKa3aHHYIO BEJHYHHY, MPOI3-
BOASAT TpeThe ONpejeseHHe H 3a OKOHYATeNbHBII Pe3yabTaT NPHHH-
MaloT cpeanee apupMmeTiyeckoe ABYX Haliboaee OJAH3KHX Pe3yabTaTOB
QIpelesieHHH B mpeaesaX AONyCKAeMBIX pacXoXIeHHH.

Ecnau pesyabrar TpeTebero onpeAeneHns HaXOJAHTCA B Ipejenax
JIONYCKaeMOro pacxXoxKAeHMs MO OTHOILIEHIIO K pe3yabTaTaM KaKAoro
M3 JBYX NpelblAYILIIX, TO 332 OKOHUATENbEBIH Pe3yabTaT NPHHHUMAIOT
cpeaHee apuU(pMeTHUYECKOe pe3yJbTaToB Tpex onpejenenuil.
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