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Phcnolfurmalddtyde resins. Methods for
determination of free phenol B3ameH
FOCT 11235-65

OKCTY 2209

MoctaHoBneHnemM [ocyfapcTBEHHOTO KomuTeTe CcTaHAapToB CoBeta  MUWHWCTPOB

CCCP or 3f gekabps 1975 r. H? 4120 cpok BBeAEHWS YCTAHOBMEH
¢ 01.01.77

MposepeH B 1985 r. MocTtaHoB/ieHeM loccTtaHgapTa o1 11.12.85 H? 3890
cpou AeiicTBusA NpoAfieH fo 01.01.97

Hecobnogexne CTaHOapTa npecnenyetca no 3akoHy

HacToAawmmM CcTaHZapT pacnpocTpaHseTcs Ha Xuikue w TBepAble
(heHonohopmanbaerniHble CMonbl, fakM M (HOPMOBaHHble M3Aenus u3
HUX W yCTaHaBNMBaeT fBa MeTofa OMpeAeneHus cofepXaHus csobog’
Koro deHona:

B XUAKMX W TBepAblX (eHonodopmanbierHiHbiX CMonax u nakax
rasoBoil xpomartorpagueit;

B (heHoNoopmManbierHaHbIX HOPMOBOYHbIX W3AENNSX BOAHOM 3KCT-
paKuuei.

CraHfapT COOTBETCTBYET MexayHapogHomy cTaHgapty WCO
119—77 B yacTM MeToAa onpefeneHns cofepXXaHus cBo6OAHOrO (eHo-
na B peHonoopmanbierHaHbIX (HOPMOBaHHbLIX U3LeNnaX.

1. METOJ OMPEAENEHUA CBOBOJHOTO ®EHO/A
B XWAKNX W TBEPABIX ®EHONTOPOPMANBbAEIMAHBIX CMOTAX
1N NAKAX C MOMOLLbIO FTA30BOA XPOMATOTPAGUN

11 AnnapaTypa, nocypga, peakKTWBbI

[ns onpefeneHns cofepxaHus cBobogHoro geHona B eHonodgop-
MasnibAerniHbIX CMofiax M nakax LO/MKHbI NMPUMEHSATHCA:

XpomMaTorpad rasoBblii C A€TEKTOPOM MOHM3aLMKN B NNAMEHUN YyBCT-
BUTENIbHOCTbIO He MmeHee 2 -10; mB-c/'mr;

M3paHve ogpmuymansHoe Mepeneyarke BOCMpeLleHa

* TMepenspaHue (ceHTAOPb 1987 1) ¢ N3meHeHusmmn JT* 1, 2. yTBEPXKAEHHbIMN
n MHe 19X1 r., gekabpe 195 r. (HYC 7—81 3—86).

© W3paTtenbcTBO cTaHgaprtos, 1987



C. 2TOCT 11235—73

XpomaTorpad rasoBbiii C AETEKTOPOM MO TEMnI0NpPOBOAHOCTM 4yB-
CTBUTENbHOCTbIO He MeHee 1,5-103 mMBcma/Mr ana aHanmsa cmMon C
maccoBoii foneli ceobogHoro eHona 6onee 6%;

nmpucTaBka K xpomatorpady, npeAcTaBastolias CO60OA meTannunye-
CKYH TpyOKy AnMHOW 50 MM, BHYTPEHHVUM AuameTpom 4 MM (4epT. 1);

Mpuctama K xpomarorpagy

u Kpblwka; ?—npoena-na; 3 -kopnyc; 4- cnoga.

5—cnupanbHas obmoTka And oCocpaaa: «—MWAony-

UHOMHBIS!  WHYP: 7—MEeTa//IMYeCKNii  XOMYT. MUPbI-

Be}OUJ'I/IVI OBMOTKY; I/I—Keé)ammqecme N30NAUN0YHbIE
yCbl

Yeprt. |

KOMIOHKa rasoxpomatorpauyeckas W3 HepXaselollei cTanu fau-
HO 1.8—3 M. BHYTPEHHUM MaMeTpoM 3 MM;

MHKPOLUMPHL, BMECTUMOCTbIO A0 60 MK, C LUEHON AeneHus
0,1—0,2 mkn, Tna MLLUM wnan MLL;

aBToTpaHcopmatop Tuna JIATP-1M wan gpyroro aHanorM4yHoro
T™Na,;



rOCT 1133)—7» C. 3

TepMOMeTp TepmoanekTpuyeckuii TCM no FTOCT 6616—74, Tuna
TXA nnn TXK;

WTaHreHumpkynb no FOCT 166—380. tuna LWL —11—250—0,05;

cuta ¢ cetkamm no MOCT 6613-86, N? 02K, 0315K. 04K. 0.5K;

nyna usmepuTenbHas 06uiero HasHadeHus no FOCT 25706—83 ¢
ueHon geneHua 0,1 Mwm;

Yawka BbinaputenbHas no FOCT 9147—380, Ne 3;

CTakaHuMKn Ana B3eewwuBaHus CB-19/9 no MOCT 25336—382;

xpomatoH N—AW c uvactuyamu pasmepom 0,2—0,4 MM, fIMHO-
XpoM-I1 ¢ yactuuamm pasmepom 0,315—0,500 MM wam Apyroii Tepablii
HOCWUTENIb aHAIOTMYHOro TUNa,;

NoNU3TUNENTNIHKONbAAUMUHAT, Y. 4. a.;

NOMUSTUNEHTAINKOL C MONEKYNsAPHOWA maccoin 1500 nam 20000, no-
NNMETHNMEHHNICHIOKCaN 4,

a3oT rasoobpasHblii no FOCT 9293—74 BbICLWIEr0 COPTA;

BOAopoa TexHuueckuii no FOCT 3022—80, mapku A;

Bo3ayx kn. 1 mo MOCT 17433—80 wnu BO3agyX M3 MarucTpanbHoii
NIVHPW C OYWCTKOM, obecneunBatoLLeli NoyyeHne napameTpoB B COOT-
BETCTBUM C TPeOOBaHMAMUN Knacca 3arps3HeHHocTn 1

xnopogopm no MOCT 20015—74 BbICLIEr0O COPTE;

COMPT  3TWMOBbLIA  PEKTU(MKOBAHHbINA  TexHuyeckmidi no TOCT
18300—87 BbICLUErO COPTa,;

CNUPT MPOMWOBLIA HOPMasIbHbIM, XpOMaTOrpagMyeckn YMCTbIN;

aueToH no MOCT 2603—79, u. 4. a,;

avokcad no NOCT 10455—380, x. 4.;

anmeTtungopmamng no FOCT 20289—74, X. u,;

CNVPT LEeuWnoBbIi, u.;

N-Kpeson, u.;

renuin BbICOKOW YMCTOTbI.

(M3meHeHHas pegakuus, M3m. Ne 1, 2).

12. TNoagroToBKa K aHanwusy

12.1. MpuroToBneHne Hacafkn A8 KONOHKM XpomaTorpaca

TBepablil HOoCMTENb CyLlIaT B CyLIWABHOM LWKady 2—3 4 npu 300°C,
3aTeM NPOCEMBAIOT Yepe3 CUTa, OTOMPAs HYXHYH (pakuuio yacTuua-
MW pasMepamMu, yKaszaHHbiMu B M. 1.1.

[oNN3TUNEHTNHKONbAAUMUHAT ~ WAW  MONNITUNEHTIUKO/b 1500
unu 20000, nonvMETUN(EHUNCUNIOKCAH-4, TMpPUMEHsSeMble B KayecTse
HenoaBWKHOW ha3bl 7—15% 0T macchbl TBEPAOro HoOcuTens, pacTBo-
PAOT B XN0PO(hOpME U MOMELLAoT B BbIMapUTENbHYIO YallKy. 3aTem
B MOJTyYEeHHbI/i PacTBOp AN8 MPONUTKM BHOCAT TBEpAbIi HOCWTEb MpU
HenpepbIBHOM MepemMellnBaHUN.  XI0poopM  YAANAT MeLJIeHHbIM
BbIMapyBaHWeM Ha BOAAHOA 6aHe mpu 70—80°C Mpu MOCTOSIHHOM ne-
pemewivBaHuK. pUroTOBMEHHYIO TakMM 06pa3oM  HacafKy CyliaT B
CyLunibHOM WwKagy npu 120—130°C B TeyeHne 2—3 u.
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Lna cvon, cogepxawmx aueToH, B KayeCTBE HENOABWKHOW (asbl
UCMOMb3YHOT MOAUSTHAEUTINKONbL C MOMEKYNAPHOA maccoii 1500 wnn
20000, NoAUMETUN(EHNICUNOKCAH-4.

(MN3meHeHHas pepakums, N3m. )6 1, 2).

1.2.2. MogroToBka annapaTypbl K aHann3y

MOArOTOBKY KOMOHKWM XpomaTorpada W 3anofiHeHUe ee HacagKow,
a TakXke BbIBOA XpomaTtorpada Ha pabounii pexxum NpoBOAAT MO WMHCT-
PYKLMM K Npubopy. YCTpoicTBO A8 BBOZa Mpob (Mchnaputenb) wam
NpucTaBky K Xpomartorpady, npefsapuTensHO MPOMbITbIE aLETOHOM,
3aMo/IHAT CTEKN0BATON MM CTEKNOBONOKHOM. Yepe3 Kaxable 10—20
aHa/N30B UX MEHSIOT, a UCnapuTesb MPOYNLLAIOT CTa/IbHOW MPOBOJIO-
KOl WA MPOCBEPNMBAIOT.

C uenbio 06/1eryeHns YMCTKU AOMYCKAeTCs YCTaHOBKa B UCNapuTesib
CbEMHOI MeTa/i/INYeckoin Tpy6KU, B BEPXHE 4acTU KOTOPOI chenaHbl
0TBEpPCTUA AN1A Mojayn rasa-HocuTens.

MpucTaBKy YyCTaHaB/MMBAKOT Ha Xpomartorpadbl, y KOTOPbIX BHYT-
PEHHWIA guameTp wcnapuTens meHee 4 mM. [IpucTaBKy C MOMOLLbBIO
pe3bObl COEAMHAIT C WMCMapuTesnieM Nepej Xpomatorpaguyeckoi Ko-
NOHKOW. [Ma3-HocwTenb MOJalT B BEPXHIOK 4acCTb NPUCTaBKM 4yepes 60-
KOBOW LWTyuep. TemnepaTypy o6orpesa NpuCTaBKU PerynnpyloT u3me-
HeHneM HanpsxeHus JIATP-a, nokasaHWs KOTOPOro rpagyvpyrtoTcs Ha
TemnepaTypy oT 210 go 250eC. [pu rpafyvMpoBaHWU  MOKasaHWii
NATP-a TemnepaTypy MpUCTaBKU UN3MEPAIOT TePMO3/IEKTPUYECKUM
TEPMOMETPOM.

pafympoBKy XpomaTorpaga npoBOAAT B COOTBETCTBUM C METOAM-
Kol MW 137—77, yTBepxaeHHoii BHUNMC

(N3meHeHHas pepakums, U3m. Ne 1).

1.2.3. MpuroToBsneHne aHanm3mpyembix Npob

1—10 r cmofbl MW Nnaka B3BELIMBAIOT, pe3ynbTar B3BeLIMBaHUA
B rpamMmax 3anucbiBaloT C TOYHOCTBIO O YETBEPTOro AECATUYHOIO 3Ha-
Ka, [06aBNSAOT BHYTPEHHWIA 3TafloH  (Ana (heHonokpe3onoopManb-
[ernaHbIX CMON — [euunoBblil CANPT, A8 OCTaNbHbIX — .H-KPe3os)
B KO/IMYeCTBEe, MPUMEPHO PaBHOM NpeAnonaraeMoMy cofepXxaHuio de-
HofMa B CMOMe WKW flake, U pacTBopstoT B 1—10 cm} pacTBopuTens.
MpvMeHsemMble pacTBOPUTENM B 3aBUCUMOCTM OT TUMAa aHanusupye-
MOIi CMO/bI MPUBEAEHLI B Tabnuue.

[ononHuTensbHas NoArotoska npo6 CMOMbl MAW Nnaka JO/MKHA OblTb
yKa3aHa B HOPMaTUBHO-TEXHMYECKONW [OKYMEHTauuu Ha matepuan.

13. MNpoBefeHNne aHanmnsa

MonyuyeHHyto npoby B KonmuecTBe 0,2—3 MK BBOAAT MUKPOLLNPU-
LeM B MpUCTaBKy K Xpomartorpady ¥ CHUMAKT XpomaTtorpammy npu
paboumx YCnoBuUsAX, YKazaHHbIX HUXE.

TemnepaTypa TepmocTarta, °C... 170—180.
Temnepatypa ucnaputend, °C... 210—250.
Pacxof rasa Hocutens (asota), MA/MuH ... 35—50.
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PacTeopuTeNn (heHoNogop.MBNbAErMANLIX CMOA Y JIevios

HakkemaLwLLIns HarsiekoHanmng
cmon pacTBopuTeNien
HosanauHbic Stunosblid cnmpt no  FOCT 18300—87

BbICLLIEr0 copTa
JnctoH no MOCT 2G03—79. u.4.a.
TBepAble pe3osiblLLe:

thekonoqopmanbaernaHble [AwvokcaH no TOCT 10455—73, x. A.
(peHoM0aHUIHKOopManbaerug- [OvokcaH no FOCT 10455—75, X. u.
MbIC AueTtoH no MOCT 2603—79, u.n.a.
theHO0KPEe3010aHNTHHO(OPMaTb- Ll,mmcmnd)opmamm,q no OCT
C 20289—74*. X. u4, auetoH no [OCT
2603—79. u. 4. a.
JTaku v Xuakuidi 6ekennut 3mnosblii cnnpt no OCT 18300—87
BbICLLIErO CcopTa
BoAHO3MY/IbCMOHHbIE 1 BOLOPACTBO- 3tunosbii cnmpt no OCT 18300—87
pUMble BbICLLEr0 COpTa, /IPONWAO3bIiA CAMPT, Xpo-

maTorpaMyeckm  YWCTbIA,  [MOKCAH HO
FOCT 10455—75. X. u.. auetoH no FOCT
2603—79 4. a. a., 6ytaHon-1 no FOCT
6006—78. ug.a.

(U3meHeHHan pepakuums, Msm. Ne 1, 2).

Bpems BbIXoAa BCeX KOMMOHEHTOB, MUH ... 10—20.

CKOpOCTb [BVXKEHWS AnarpamMMHONA NeHTbl, MM/ ... 120—240.

MopsAfoK BbIXO4a KOMMOHEHTOB MPWBEEH Ha yepT 2—3.

14, O6bpaboTka pe3ynbTaToB

PacueT xpomaTtorpamm MpoBOAAT MO MOLWAAAM MWKOB METOLOM
BHYTPEHHero artasoHa. lMnowagb Kaxporo nuka (Si) B MM2 Bbluuc-
NS0T Mo opmyne

Si=Ai-6i-Af],

rae Al— BbicOoTa nuka, MM;-
b\— wWuprHa nnKa Ha NOIOBUHE BbICOTbI, MM;
Mi — macwtab MMKOB KOMMOHEHTOB.
BbICOTY NWKa WM3MepPSIOT LUTAHTEHUMPKY/IEM, & LWUPUHY — W3Mepu-
TeNbHOW NynoiA.
Maccosyto gonto (peHona (X) B NpoLeHTax BblYMCAAIOT NO hopmye

% S, /C- -100
n

rge Si, S,T— nnowaan nNuKoB (beHona 1 BHYTPEHHEro 3TasioHa, MM2
Ki — KanmbpoBOYHbIA KO3hMLUMEHT ans deHona, onpepge-
NIIEMBbIA MO UCKYCCTBEHHBIM CMECSAM;
R — OTHOLLEeHMe Macchbl BHYTPEHHEro 3TanoHa K mMacce aHa-
NN3NPYEMOI CMOJbI MU NTaKa.
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Xpomarorpamma XpomaTtorpaMmma
themonoxpesogothopmasib* themonocopmagkacrna-
Aernaublx cMon HbIX CMO/ U N1aKOB
20 ' O
Bpems, NH
|—§H].LI/U/ITE/'I:' —H / b 3-4e
CUNOPUB CIUPT, 3—&kr HOJT: J—«-KPe3on
Yepr. 2 Yept. 3

(U3meHeHHas pegakuus, M3m. Ne 1).
ToYHOCTb MeTofja XapaKTepu3yeTcsi OTHOCWUTE/IbHbIM CTaH4apTHbIM
OTK/IOHeHMeM, pasHbim 0.03.

2. METO/[ OMNPEAENEHNA CBOBOAHOIO ®EHOJ/A
B ®EHO/TIO®OPMANBAEINAHBIX ®OPMOBAHHbIX N3AENNAX

21 Annapatypa, nocypa, peakTuBbl

2.1.1. Ana onpeaeneHus cojepxxaHua csob0oAHOro geHona B (heHo-
nodopmanbaernaHbiX (OPMOBaHHbIX U34eNUAX A0MKHbI MPUMEHATb-
cA:

YCTPOWCTBO Nt060e A7 M3MebyeHWs (DOPMOBAHHbLIX U3Aenunii B no-
POLLIOK;
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cuTo ¢ ceTkoit no TOCT 6613—86 Ne 025K;"

Konbbl KH-1-250 no MOCT 25336-82;

UMAVHAP M3MepUTeNbHbIA ¢ Hocukom no FTOCT 1770—74, wcnon-
HeHust 1, BMecTUMOCTbO 100 cml;

6topetka no MOCT 20292—74. vcnonHeHns 2. 2-ro Knacca TOYHO-
CTW, BMECTUMOCTbIO 25 cm1 ¢ ueHoi aenenus 0,05 cml;

nunetkn no MOCT 20292—74, ncnonHeHusa 2, 1-ro Knacca TOYHOC-
TN, BMECTUMOCTbIO 2,5, 10, 25 cM3;

BOpoHKa B®-1—32MOP 100 no NOCT 25336-82;

HaTpuii TeTpabopHokucnblli (6ypa) no TOCT 4199—76;

HaTpuii cepHOBAaTUCTOKMCALIA (Tuocynbtatr Hatpusa) no CT C3B
%23_755 pactBop KoHuUeHTpauuu ¢ (Na2S203)=0,05 wmons/gml

0,05 H.);

kucnota cepHaa no FOCT 4204—77, pacTBOp  KOHLEHTpauuu
2 monb/gmM3 (2 n.);

Kpaxman pactBopumbiii no FOCT 10163—76, 1%-Hblii pacTBop;

nog no MOCT 4159—79, pactBOop KOHUeHTpaumm ¢ (NajSiO,)»
= 0,05 monb/gm3 (0,05 n.);

e BOfa guctunnmposaHHas no MOCT 6709—72;

Becbl labopaTopHble Tuna BJIT-1 wnuM aHanornyHoro tuna, 3-ro
Knacca, ¢ HaMbonbLMM MNpesenom B3BelnBaHMA 1 Kr.

22 MoparotoBka K aHanusy

Ob6pasey, n3genns n3Menb4ardT B MOPOLIOK, He JOMycKas neperpe-
Ba MaTepmana. MOpOLIOK MpOCEMBAlOT Yepe3 CUTO U XPaHAT B GaHke
C MpULWANGOBaHHOW NPOBKOIA.

5 wm 10 r aHanM3MpyeMoro nopoLluKa B3BELUMBAKOT W pe3ynbTar
B3BELLUMBAHMA B rpamMMax 3anucblBatOT C TOYHOCTbIO 40O BTOPOro fe-
CATUYHOrO 3Haka. lMOPOLIOK NOMELA0T B KOHWYECKYH KOMby BMeC-
TUMOCTbIO 250 cM3 1 3aNMBalOT LECATHXPATHLIM KOMMYEeCTBOM AMCTUN-
NMpOBaHHONM BoAbl, Harpetoi fo 90—100X. Konby 3akpbiBalOT npob-
KOW M BCTPAXMBAIOT 4711 PaBHOMEPHOrO CMauuMBaHWs BCEro MOPOLUKa.

CofepXxumoe Konbbl OXNaXalT NpyM KOMHATHOM TemmepaType B
TeueHve 1 4, nepuofmyeckn B36anTbiBas, Nocne 3TOr0 UALTPYIOT Yye-
pe3 (MNbTPYHOLLYIO BOPOHKY.

2.1.1, 2.2. (N3veHeHHas pepakuua, Wsm. M 2).

23. NpoBegeHne aHanusa

B konby BmMecTMMOCTbiO 250 cM3 HHOCAT MuNeTkon 5 cm3 puibT-
pata. fo6asnstoT nunetkoii 10 cm1 pacTeopa oga, 3—4 r 6ypbl, 0K0O0
100 cM* gucTunnnpoBaHHol Boabl. Konby 3akpbiBaloT npobkoii, B36an-
TbIBAIOT W BblgepXKnBatoT 10 MWH MPU KOMHATHOW TemnepaTtype B Tem-
HOM MecTe. 3aTeM MNPWAMBAOT NUNETKOR 25 cMm1 cepHOW KMCMOTbl H
CHOBa B36anTbiBalOT. HenpopearHpoBaBLUHIA 104 OTTHTPOBLIBAIOT pa-
CTBOPOM CEPHOBATUCTOKMCAOr0 HaTpus npu fobaeneHun 2 cm5 pacT-
BOpa Kpaxmana.

O[fHOBpPEMEHHO MPOBOAAT KOHTPOJIbHLIA OMbIT B TEX XE YCNOBUSX,
npyv 3TOM BMecTo (uabTpaTa 6epyT 5 cM3 AUCTUANMPOBAHHON BOAbI.
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MpoBoAAT fBa paboumx W ABa KOHTPOSbHbIX OMNpeAenieHus.

24. ObpaboTKka pe3ynbTaToB

.MaccoByto fonto cso6ogHoro eHona (X\) B MpoueHTax BbIYWCASA-
0T No hopmyne

rge V—

V}—
0,0007835—

T —
K3—

TouYHOCTb

OTK/IOHEHUNEM,

y - MOOO&3THO)

o6bem (cpefHee apU(MeETMUECKOE Pesy/ibTaToB [BYX Of-
pefeneHnin)  pacTBopa CepHOBATWCTOKWCOrO — HaTpus
KoHueHTpauun ¢ (Na2S20 3)= 0,05 mons/am3 (0,05 H.),
M3PACX00BaHHbIVi Ha TUTPOBaHUE B KOHTPO/IbHOM Ofibl-
Te, cM3;

06beM (cpegHee apuMeTUYECKOe pPe3ynbTaToB ABYX OM-
pefeneHW) pacTBopa CepHOBATUCTOKHCONO HaTpws
KOHUeHTpaummn ¢ (Na*S20j) = 0,05 mons/am3 (0,05 H.),
13pacxX0fi0BaHHbI Ha TUTPOBaHWE aHaiU3NpPyeMoro pa-
cTBOpa, CM3;

06beM BOfpl, B3ATHIA ANS IKCTPAKLMM MOPOLLKE, CM3;
KONMYecTBO (peHoNa, CcooTBeTCTBytowee | cm3 pacT-
BOpa  CEpPHOBATWUCTOKHCNOIO HATPUA  KOHLEHTpauum
¢ (NajS20j) =0,05 mons/gm3 (0,05 1n.);

mMacca HaBeCKW aHasM3nMpyemoro rnopoLuka, T;

06beM a/MKBOTHOM 4acT¥ pacTBopa, B3ATbIA AN onpe-
feneHus, cm3.

MeTo/a XapaKTepu3yeTCAd OTHOCUTE/IbHbIM CTaHAapTHbIM
pasHbim 0.02.

(M3meHeHHan pegakums, M3m. Ne 2).
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