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NJAACTMACCHI. CMOJIbl ®EHOJIbHBIE roct pP
Onpenenenne COAEPKAHHA FeKCAMETHAGHTETPAMHHA 50486—93
Plastics. Phenolic resins. Determination of
hexamethylenetetramine content (UCO 8988—89)
OKCTY 2209
JlaTa BBeJeHHUS 01.01.94

1. ObILHE NOAO)KXEHHA

Hacrogmui cra”HpapT ycTaHaBJHBaeT ABa MeToJda onpeleseHHs
COJlepXKaHUs rekcaMeTHJeHTeTpaMHHa («rekca») B (PeHOJbHBIX CMO-
Jax. O6a wMeroga skBusaJeHTHb. Mertoag Kbeabnanass, onucaHHbIR B
pasa. 2, HeIpHUMEHHM, ecJH B (PEHOJbLHOH CMOJie HMEIOTCd KOMIIOHEH-
THI, coAepkalilie a3otr. MeTox ¢ HCNoOJIb30BAaHHEM XJOPHOH KHCJOTHI,
ONHCAHHBIA B pa3d. 3, MPUMEHHM TOJbKO B cJyuyae, Koria B CMOJIe
He coJepKAaTcd OCHOBHBIE HJIH KHCJOTHBIEe N00aBKH.

HonoauureJbHble TpebOBaHUs, oTpa)Kawlluue norpebHOCTH HapOA-

HOro XO03AHMCTBA, BhIAEJEHB KYPCHBOM.
2, METOA KBEJIbAAJIA

[Ipenynpexnenne. B nensx 6e3onmacHOCTH ompejaeseHHe a3oTa Me-
T0A0M Kbesbaanss MOJXKHO NPOBOAHTLCA B BBHITAXKHOM LIKady.

2.1. HasznaueHnne

Hacrosimnit pasgesn ycraHaBJHBaeT MeTON ONpeleJieHHS cyMMap-
HOro asora B (heHOJIbHBEIX CMOJIaX B IepecyeTe Ha NeKcaMeTHJIeHTeTpa-
MHH.

22. CYmHOCTr M€eTOJMAa

[IpeBpallienne rekcaMeTHJICHTETPAMHHA B HCNbITYyeMOH npobe B OH-
cyJbdar aMMOHHSI B ropsAued KOHIEHTPHPOBAHHOH CEpPHOH KHCJIOTE B
MPHCYTCTBHH KaTaJHUTHUYECKOH CMecCH.

[IpeBpamenne 6ucyabdaTa aMMOHHS B cyJbdaT HATPHA U aMMHAaK
peaKlHeH ¢ THAPOOKHCBIO HATPHSI.

Ileperonka aMMHaka H NOrJollleHHe ero coJsHON (XJOPHCTOBOLO-
POAHOH) KHCJOQTOH.

M3zaune obupuaanHOE
© MHspgarennctBo cranaaprtos, 1993

Hacroamufi craHpapt He MoXKeT ObHTh NOJHOCTBIO HJAH HAacTHUHO BOCHPOH3BEACH,
THPAXXHPOBAH H pacnpocTpaHeH 6e3 paspewenus I'occranpapra PoccHu
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THTpOBaHHe H3ORITKA COJSIHOM KHCJOTHI CTAaHAAPTHBHIM THTDOBaH-
HHIM pPacTBOPOM T'HAPOOKHCH HATPHA B NPHCYTCTBHH HHAHKAaTODA.

23. PeaxktuBm

[Ipu npoBeneHUH aHaJH3a, eCJAH HET APYrHX VKas3aHHH, HCIOJb3Yy-
IOT PEAKTHBH TOJbKO aHAJHTHYECKOrO KauecTBa, He COAEpKalllHe a3orT,
H ToJabkO AucTHAAHpoBaHHYIO BoAy no I'OCT 6709 umam Boay 3KBH-
BaJEHTHOH YHCTOTHI.

2.3.1. Kucnora cepHas, koHuentpupoBaHHag no ['OCT 4204,

2.3.2. Karaautuueckag cMecp Kweapaanas, cogepxawas 97 r zge-
karuapara cyabdata "Harpus (NaSO,-10H.0) no I'OCT 4171, 15 r
nenraruapara cyiabdara mexu (CuSO4-0H0) nmo TOCT 4165 u 1,5 b
cejeHa (Se) nmo 'OCT 10298.

2.3.3. Hatpusa rugpookucs mo I'OCT 4328, 30%-it pactBop (no
Macce).

2.3.4. Kucaora coasuas no I'OCT 3118, ¢ (HCI) =0,10 moas/a.

2.3.5. Hatpug runapookuce no 'OCT 4328, craHaapTHHIfE THTPO-
BauHbl pactBop, ¢ (NaOH) =0,10 monn/a.

2.3.6. CMewmwIaHHBII HHIHKATOP, PACTBOP.

Pacreopsitor 60 mr metusoBoro kpacuHoro mo TY 6—09—5169 u
40 Mr MetujaeHoBoro roay6oro no TY 6—09—29 s 100 mMan sranHona

no 'OCT 18300.

2.3.7. Qenoaprareun no TY 6—09—5360, 0,1%-d pacreop (no
macce).

24. O6opyLoBaHUe

O6rrunoe smabopaTopHoe obopynoBaHue u 1o nn. 2.4.1—2.4.5

2.4.1. Konb6a Keeabpaas no I'OCT 25336, BMecTHMOCTBIO 250 HAB
300 Ma ass npouecca pasyoXeHHA.

2.42. YcraHOBKaA JASl NEPETOHKH, CHAbOMerHas 0eauTeabHou 80-
porHKol u KanaeoTbopHuxom (IPOMBIIIJIEHHOCTbIO BBINYCKAIOTCA pa3s-
JIMYHBIE MOJIEJIH).

2.4.3. bioperka BMectuMOCTbI0O 50 MJa ¢ UeHOH HAeneHusa 0,1 MA
no 'OCT 20292.

2.4.4. AnaauTHYecKHe BeChl C TOUHOCTBIO 10 1 MT.

Lonyckaercs npumernate secol 2aboparopHsie obujeco HA3HAUCHUS
no 'OCT 24104 c¢ wnauboaviium npedesom e3s8ewiusanus 20 2, 2-eo
Kaacca TOYHOCTU, OJonyckaemoi nozpeuinoctero 0,1 me.

2.4.5. I'panyanl U3 Kapbuia KpeMHHA HJs NpeloTBpallleHUs KHIIe-
HHS TOJYKaMH.

2.5. [IlpoBengeHHe HCNBITAaHHUS

2.5.1. Pasaoxernue npu Hazpegdanuu

B koanby Keeapnans (n. 2.4.1) B3BewmnsawT 1—2 r ¢eHOJAbHOKE
CMOJIBl ¢ TOYHOCTBIO A0 1 M.

Jlo6asJasioT b I KaTanuTH4YecKoH cMecu (m. 2.3.2), 25 MJ KOHUEHT«
PHPOBAHHOH CepHON KHCJAOTH (1. 2.3.1) H OCTOPOXHO HarpeBaloT,
NI0Ka 1BET CMeCH B pe3yJbTaTe pa3JIoXKeHUS He H3MEHHTCS OT YEPHOTo
11U 4HTAPHOTO A0 CBETJIOre. 3aTeM YBeJHYHBAIOT CKOPOCTh Harpesa-
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HHS B TeueHHe 5 MHH OT H3MEREHHUS LBeTa H J0 BO3MOXHOIO KHIIe-

HHS].
[Tocie pasioXKeHHS KHAKOCTb OXJaXAAIOT MPHOJHIHTEIBHO A0

KOMHATHOH TeMIIEpaTyphl, HO He AONYycKas 3arycTeHHus.
OcropoxkHo AobaBasiTr 100 Ma BOAB H NEepPEHOCAT PacTBOP KOJH-
YeCTBEHHO, NnpoMEIBas BoAoH (okoxao 200 ma), B KOOy YyCTaHOBKH AJISK

NeperoHKH.
Jo6aBasioT HeCKOABKO IpaHya Kap6uia xpemHus (m. 24.5) aas

npefoTBpallieHuss KHUNEHHS TOMYKAMH X 5 Kaneab peHoapTaseUHE
(n. 2.3.7) 0,1%-20 pacreopa. 3areM K 3TOMY pacTsBopy A00aBAAIOT
(okoro 100 ma) 30%-it (mo macce) pacrsop NaOH (n. 2.3.3) no

MOJNVUeHUs LIeJOUHOH peaKUuu (caezxa po3o8ol OKpacku).
[Ieperousaor aMMHax ¢ BOASHHIM [apOM B NPpUEMHUK, COTepKallHit

50 MJa coasHOH KHcaoThl (m. 2.3.4). Ileperonky nponosxkaioT A0 TeX
nop, Noka He 6yner cobpaHo 0koJio 300 mJu BOAHL.

2.5.2. Turposanue
3aKOHUHUB MNeperoHky, A006aBJAIT K COZEePXKHUMOMY IMpHEMHHKA He-

CKOJIbKO KalleJib PacTBOpa cMellaHHoro uHamkaropa (n. 2.3.6) U THT-
PVIOT H3OBITOK COJNAHOH KHUCJAOTH DaCTBOPOM THADOOKHCH HATDHA

(n. 2.3.5), ucnoansysa 6iopetky (n. 2.4.3).

26. O6paboTKa pe3ynabTaTOB

ColaepXaHue rekCaMeTHJEHTETPAMUHA, BHIpaKeHHOE B IIPOIEHTAX
10 Macce, BEIYHCAAIOT o QOpMYy.Jae

0,35.( Vo—V;y)
mO 4

rae Vo— obbeMm coasiHo# KuciaoThl (n. 2.3.4) B IpHEeMHHKE yCTaHOB-

KH JIJ151 IePErOHKH, MJI;
Vi — o0beM pacTBopa rHApooKucH HaTpus (1. 2.3.5), nmoweamui

Ha 00pATHOe THTPOBaHHUE, MJI;
Mp — Macca HCHBITYeMOH npoolH, T.

27. BocnpoOU3BOAHMOCTH
PesyasTaTel BocnpoussoauMnl B npeaenax 0,30% (mo macce) rek-
cCaMeTUJeHTeTPaMHHa.

28 Hucao onpeneneHui

BumoansawTt ABa onpegenenusa. Ecan pesyabpratel oTauyapres 60-
Jee yeM Ha 5%, UcObITaHHE NOBTOPSIOT, BLINOJHASA CHOBa JBa ONpene-
JeHHs. Bbrugc/asl0T cpenHee apH(pMeTHYECKoe [IBYX OTHEJbHBIX pe-
3yAbLTaTOB.

3. METOA C HCNIOJNIb3OBAHHUEM XJIQPHOHR KHCJ/IOThHI

3.1. HasHauenmne
Hacrosamuii pasgen ycTaHaBJHBaeT MeETOX ONpeflesieHHS TeKcaMe-
THJIEHTeTpaMHHA B (eHOABLHHEIX ¢MOJAaxX NpsiMHM THTpoBaHueM. Ha
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pesvabTaThl ONpeNedieHUS OKA3ZbBAaeT BJAHAHHE MPHCYTCTBHE KHCJOT-
HEIX HJH OCHOBHHIX A00aBOK. B Takux ciayuafax pekoMeHayeTcs HC-
I0Jb30B3aTh MeToa Kneapgans.

3.2. CymiHoCTbp MeTOJOa

OnpeneneHre OJHON H3 TPETHYHLIX AMHHOTPYHNI reKCaMeTHUJEHTeT-
paMHEHa B HCHbITyeMOi npobe THTPOBaHHMEM XJOPHOH KHCAOTOH.

33. PeakTusHh

[lpy npoBeleHHH aHAJH3a, €CJH HET JAPYrHX VYKa3aHUH, HCIIOJb-
3YVIOT DPEaKTHBBHI TOJbBKO aHAJUTHYECKOI'0 KauyecTBa, He cojepiKalide
a30T, H TOJbKO JIHCTHJJAHpOBaHHYK0 BoAy mno I'OCT 6709 uau Bonpy
DKBUBAJEHTHOH YUCTOTH.

3.3.1. TekcamerunenrerpaMud mMapoxk C (@oicwud copr) u M no
TOCT 138l

3.3.2. Aueron no 'OCT 2603.

3.3.3. Kucnora xnopuass nmo TY 6—09—2878, 70% - (o o6beMy)
PacTBOD.

Ipeaynpexpenne. XJOpHAK KHCJAOTA ONacHa B NPUCYTCTBHH opra-
HHYECKOro BellleCTBa, NOCKOJbKY MOXKET INPOHIOHTH B3PHLIB, €CJH XJOD-
Hasl KHCJI0Ta B H30bITKe.

3.4. O6opyioBaHHE

O6biuHoe JabopaTopHoe obopyaoBaHHe M no nn. 3.4.1—3.4.6

3.4.1. MaruuTHas MelllaJka

3.4.2. ABroMaTHueckas OlpeTKa, HOMHHAJbHOH BMECTHMOCTBIO He
meree 15 ma, ¢ nenost nenenus 0,1 MJa, ¢ KpaHOM, HM3rOTOBJIEHHBLIM H3

noaurerpad@TopsTUICHA.
Honyckaerca npumenare bwperku 1—2—26—0,1 u 5—1—25 no

I'OCT 20292.
3.4.3. Crakann BMectumocthio 100 ma mo TOCT 25336.
3.4.4. TpaayvpoBaHHbn# uwuJAHEAP BMmectuMmocTbio 1000 Ma 1o

F'oCT 1770.
3.4.5. AHanuTHYecKHe BecH ¢ TouHocThio 10 0,1 u 1 Mmr.

donyckaerca npumenaTe secel rabopaTopusie obuieco HA3HAYCHUA
2-20 Kaacca TOYHOCTU, ¢ Hauboasvwum npedesom a3sewiusanus 20 e,
¢ npedesom donyckaemoil noepewnocru +0,1 me no 'OCT 24104.
3.4.6. pH-MeTp.

3.5. IlpoBeieHHe HCNHTAaHHUA

3.5.1. Tlpurorossienre H THTPOBaHHE PACTBOPA XJOPHOH KHCJOTH B
aleTOHe

8 MJa pacrBopa XJOpHO# KHCJOTH (I. 3.3.3) mMOMellaloT B rpalyH-
poBaHHBIA UHJHHAP BMecTHMOCThIO 1000 Ma (nm. 3.4.4) u pasbaBuaAa-
1ot g0 1000 mMa aueroHom (m. 3.3.2).

TuTp nosydyeHHOro pacTBopa yYCTAaHABJHBAIOT N0 reKcaMeTHJIEHTeT-
pPaMHHY, KaK ONHCAaHO HHXKE,

BssemupamoT ¢ TouHocThio A0 0,1 mr okono 150—170 Mmr rekca-
MeTHJAeHTeTpaMHHa (n. 3.3.1) B crakaHe (m. 3.4.3) BMecCTHMOCTBHIO
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100 ma, no6asasawr 30—40 Ma aunerona (nm. 3.3.2) H THTPYIOT, KaK
OnHcaHo B 1. 3.0.2.

ifIpumevanue JloTeMHeHHe pacTBOpa He OKa3WBaeT BJHAHHE Ha pe3yJbTaT

THTPOB2HHA,
Turp T, BHpaXXeHHBIA B MHJAJHIDAMMax reKCAMETHJEHTETPaMHHA Ha MHJJIHJIHTP

pacTBopa, onperejsioT no GopMmyJae
my
’
Va
rpe m;-— Macca rekCaMeTHJIEHTeTPaMHHA, MF;
V,— o6beM pacTBOpa XJOPHOH KHCJAOTH, HeoOXoAHMHA ans cHHxenHy pH

HHXe HyJAdA, MJ.
Pexomendyerca TuTp pacrsopa xAOPHOL KUCAOTbL 8 QUETOHE ONPedeasTs ele«

OHEBHO.

3.5.2. Turposarue

B crakan sMectumoctbio 100 Mg B3BEUIHBAIOT ¢ TOYHOCTHIO A0 1 MD
deHoNAbHYI0O cMOay B KoJudecrBe, paBHOM 100-kpaTHOMYy 3HauyeHHIO
THTPa, onpeiejenHoro no n. 3.5.1, no6asasior 30—40 Ma aueroHa
(n. 3.3.2) ¥ noMmelllaloT MArHHTHHH CTepPXKEHp AJS IepeMelllHBaHHA.
Crakan noMelialT Ha MarbgHtHyio Mewasaxky (m 3.4.1), BcraBasior
CTEKJAsiHHHHA saexTpohk pH-merpa (nm. 3.4.6) u BXJAIOYAIOT MelIaJKy H
pH-meTp.

Korma cMmosa pacTBOPHTCH, N0OABJASIOT pPaCTBOP XJOPHOA KHCJOe
THl, MPHrOTOBJEeHHHH nmo m. 3.5.1, MeaseHHO mo KanjasAM A0 TexX IOP,
noxa 3Hauenve pH He ynajger pe3ko HHXe HYJ.

Tak Kak cMoJia pacTBOpsieTcs B alleTOHe OHICTpEE, YeM rekcaMeTHs
JIEHTeTpaMHuH, 3HaueHHe pH MoXXeT NOLHATHCH BHIIE HYJS B pPE3VJb«
TaTe€ NPOACJKAIIIErocs IMpolecca PAaCTBOPEHHSA TeKCaMeTHJIEHTeTpas«
MHHa, THTpOBaHHe NpPOAOJIXKAIOT A0 TeX Nnop, noka snaueHHe pH ocra«<
€TCHA NMOCTOSSHHBIM, HE3HAUHTEJHLHO HHXXe HYJIA.

36. O6paboTka pe3yALTATOBRB

CozepkaHHe rekcaMeTHJGHTETpaMHHA, BHIpaXeHHOe B NpOLEHTAX
o Macce, onpeaessilor no ¢popMyiJe

V,-T-100
mo ?
rae Vi; — o6beM DacTBOpPa XJODHOW KHCJAOTH, NOWEALIHA Ha THTDPO<
BaHHe, MJ;
T — tuTp, BHpAXEHHHH B MHJJIHFPaMMaX reKCaMeTHJEHTeTpa=
MHHA Ha MHJIJHJIHATP PacCTBOpPA XJOPHOA KHCJIOTH, oNpeles
JIeHHRIH no n. 3.5.1;
Mo~ Macca HcnbhiTyeMoOH npoOul, Mr.
3.7. Uncao onpeaeJeHHH
Brrmonnsior gBa onpeanencHHd. Ecan pesyarraTd otAHualorcs 60«
Jnee yeM Ha 5%, HcmhITaHHE NMOBTOPSIOT, BHINOJHAA CHOBA ABa ONpe-

JEeJCHHA.
Bruneasior cpeanee apHPmMernueckoe ABYI pPesyAbTaTOBb,
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4, NPOTOKOJ UCINLITAHHA

IIpoTOKON McnblTaHHA JOJXKEH BKJIOYAThL CJAEAyIOyI HHbOpMa-
HIO:

a) CCHUJIKY HAa HACTOAIMHM craHAapT H Merold (Meroa Kreapnanas
HJIH METOX C HCIIOJb30BAHHEM XJAODHOH KHCJAOTHI) )

6) HoJHVIO HAEHTH(OHKALHIO HCIBITYEMOH CMOJIBL

B) CcolepiKaHHe reKCaMeTHJEeHTEeTPAMHHA, BHIPAXKEHHCE B MPOIEH-
Tax 1o Macce:

oTAeJIbHbIe pe3yJbTAaTH,
cpeaHee apH(pMETHUYECKOE 3HAUYECHHE,

r) Jary HCOLITaHHA.



