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HAUWOHA/NBbHBIWAW CTAHAAPT POCCUWCKOMN SGEALEPALUNMN

HE®Tb CbIPAA

FazoxpomaTtorpaguueckmii metTo onpeaeneHns pacnpegeneHnss KOMNOHEHTOB
no AmManasoHy Temnepatyp KUMneHus

Crude petroleum. Gas chromatography method for determination of components boiling temperature range distribution

Jata BBegeHusa — 2012—07—01

1 O6nacTtb NPUMEHEHNA

1.1 HacTtofAwwmii cTaHfapT pacnpocTpaHaeTcs Ha CBOOOAHYK OT BOAbl Cbipyld HeddTb M ycTaHaBMBaeT
MeTo4 onpefenieHns pacnpegesieHnss KOMMNOHEHTOB HeddTM MO TemnepaTtypamMm kuneHust go 538 °C (1000 °F)
BK/IKOUMTENbHO. MaTepuan, kunsawuii npu temnepatype Bbiwe 538 °C, perucTpupyloT Kak octatok. HacTtos-
WMiA MeToa UCNbITaHUA NPUMEHUM K NpefcTaBUTENbHbIM 0b6pas3uaM Cbipoil HedTU, NPO6bI KOTOPOA MOXHO
pacTBOpUTbL B pacTBOpuUTesie 1 0To6paTb MUKPOLINPULEM.

1.2 3HauyeHuns, ycTaHoB/EeHHble B eauHuuax CU, cnepyeT cumTatb CTaHg4apTHbIMW. EAuHuubl (At0AM,
OyHT), NpMBEAEHHbIE B CKOOKaX, AaHbl TO/MbKO A1 CBELEHUS.

1.3 MpumMeHeHne HacTosWero ctaHgapTa MoXeT ObliTb CBA3AHO C MCNO/Ib30BAHMEM ONacHbIX BELLeCTB,
onepauuii 1 obopygoBaHusa. B HacToswem cTaHAapTe He NpefyCcMOTPEHO pacCMOTPEHME BCEX BOMPOCOB
obecneyeHna 6e30MacHOCTU, CBA3AHHbLIX C ero nNpuMeHeHnem. MNonb3oBaTesib HACTOALLEro ctaHgapTa Hecet
OTBETCTBEHHOCTb 3a pa3paboTky HEOOGXOANMbIX Mep TeXHUKM 6e30MacHOCTU U OXpaHbl 340POBbSA NepcoHana,
a Takke onpegenseT yenecoobpas3HOCTb MPUMEHEHUS 3aKOHOAATE/bHbIX OTPaHNYEHWIA Nepes ero Ucnosib3o-
BaHVEM.

Ocobble mepbl 6e30nMacHOCTM ykasaHbl B 7.2, 7.5, 7.6 n 7.9.

2 HopmaTBHbIe CCbI/IKA

B HacToswWwem cTaHfapTe MCNosb30BaHbl HOPMaTUBHbIE CCbINIKU Ha cnejylouine ctaHfapThbl:

2.1 CraHgapTtel ACTMY);

ASTM D 2892, Test method for distillation of crude petroleum (15-theoretical plate column) [MeTog onpe-
aeneHnsa pakyMoHHOro coctaBa CbIpoi HehTn (Ha KOMOHKe ¢ 15 TeopeTuyeckumm Tapenkamm)]

ASTM D 4057, Practice for manual sampling of petroleum and petroleum products (PykoBoACTBO NnO
py4YHOMY 0T6Opy Npo6 HedhTn 1 HePTENPOAYKTOB)

3 TepMuHbI 1 onpeaeneHus

3.1 B HacToAWEeM cTaHJapTe NPUMEHEHbI CriefyloWwme TEPMUHbI C COOTBETCTBYIOLW UMY ONpeaesieHNAMU:

3.1.1 nnowanb y3KOro ydyacTtka nukoB (area slice): Mnowapnb, nosnyyaemas B pesysbTarte MHTErpupo-
BaHMA CUrHaNoB xpomaTorpaduueckoro geTekropa B npegenax onpefesieHHOro MHTepBasa 3HayeHwil Bpe-
MEHU yAepXuBaHus.

Mpu onpegeneHun nnowaam y3kmx yyacTkoB NUKoB (CM. 6.2.2) napamMeTpbl AeTEeKTUpPOBaHUA nuka Bbl-
AensaT 06BOAKOM M 3anUCbiBAOT UHTErpUPOBAaHHbIM CUrHaA AeTekTopa Kak naowajb Y3KMX y4acTKOB NUKOB
Ana nocnegosaTesibHbIX UKCUPOBAHHbLIX MO A/INTENILHOCTU UHTEPBasIOB BPEMEHM.

1) Mo ccbinkam Ha ctangapTel ACTM cnegyeTt obpallaTbCa Ha cait www.astm.ora wn B cnyxby ACTM Mo anekT-
POHHOII NouTe service@astm.org. 3a nHopmauueli, cogepxalleics B cbopHukax ctaHgaptos ACTM, Heobxoaumo obpa-
LWATbCS Ha CBOAHYH CTpaHuLy AOKYMEHTaUuMn CTaHA4apToB, Haxogsuytocs Ha cavite ACTM.

M3paHuve ochuumnanbHoe
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3.1.2 ckoppeKkTMpOBaHHaa niaowanb y4acTKOB NUKOB (corrected area slice): Mnowanb y3kux yyac-
TKOB MWKOB, CKOPPEKTUPOBAHHAs Ha HY/IEBYIO JINHUIO, NOJSIyYeHHas BblYMTAHWMEM COOTBETCTBYHOLLEl naowaan
yyacTKa NUKOB B OMbiTe ¢ 06pas3L,om 1 B Xxos10cToM (6€3 o6pasua) onbiTe. MoxeT noTpeboBaTbCA KOPPEKTUPOB-
Ka OTKNIOHEeHUs curHana.

3.1.3 coBOKynHas CKOppekTupoBaHHasa nnowagb (cumulative corrected area): O6was cymma ckop-
PEKTMPOBAaHHbIX NaoWagel y3kux y4acTkoB NMMKOB OT Havyana aHasavM3a 40 ONpeAeleHHOro BpeEMeEHU yaepXmBa-
HMA 6e3 ydyeTa nnaowann nNuUKoB, He NpuHagnexawmnx aHaansnpyemomy obpasuy (Hanpumep, pacTBOpUTENIO).

3.1.4 Temnepatypa Hadana kmneHus; THK (initial boiling point, IBP): TemnepaTtypa (COOTBETCTBY}O-
Lwas BpeMEeHU yaepxXnusaHus), Npu KOTOPOil COBOKYMHasi CKOppekTupoBaHHas naowagb pasHa 0,5 % TeopeTu-
yeckoli obuen nnowaan.

3.1.5 ocTaTok (residue, RES): Konnyectso obpasua, kunsauwee npu Temnepatype Bbiwe 538 °C (1000 °F).

3.1.6 TeopeTnyeckas obuasa naowagb T (theoretical total area, T): NMnowagb, koTopasi 6bina 6bl NoNy-
yeHa, ecnun 6Gbl U3 KOMOHKK Bbl/ 3/l0MPOBaH Becb o6pasel,.

PacuyeT BeNuuMH, onpegesieHHbIX Bbille, NnpuBeeH B 12.3.

3.2 O603HauveHus

3.2.1 YrneBoaopoAHble coefnHeHnss o603HavalT YMCNOM aTOMOB yrnepoga B coeanHeHun. Mpedpmke
NCNosnb3yT AN yKa3aHua (OopMbl YIr/1eBOLOPOAHON Lenu, a NoAcTPOYHOe 4Yucsio ob6o3HavyaeT KOMYEeCcTBO
aToMOB yrnepoga (Hanpumep, HopMasbHbIl gekaH o6o3HavalT N-C10; nsotetpagekaH — /-C14).

4 CylwHOCTb MeToda

4.1 O6pasel cbipoii HedTM pas3baBnAlwT ANCYNbPUAOM yrinepoga W NoNy4YeHHbI pacTBOp BBOAAT B
rasoxpomartorpaduyeckyto KOJIOHKY, pasfensaioLwylo yrnesofopofbl B COOTBETCTBUM CO 3HAYEHUSAMU Temne-
patypbl kuneHusa. TemnepaTtypy KOJIOHKW MOBbIWAKT C BOCNPOU3BOAMMON IMHENHON CKOPOCTbIO U B TEYEHUe
BCEro aHann3a perncTpupyoT naowaib, 3aHATYI0 XpOMaTorpamMmMoi.

Temnepartypy KuneHns onpegensitoT N0 OCY BPEMEHU MyTeM COMOCTaB/EHWUA C KaMHGPOBOYHON KPUBOA,
NO/IYYEHHOW B TaKUX XXe XxpomMaTorpadnyeckmx ycroBusaxX nNpu aHannse cMecu H-napadmHoOB C M3BECTHO TeM-
nepaTtypoi kuneHus ao temnepatypbl 538 °C (1000 °F) BkntoumtenbHo. OCTaToK, KUNAWKUA Npyu TemnepaType
Bbille 538 °C, onpefensT NOBTOPHbIM aHa/IN30M CbIpOil HepTH, K KOTOPOI A06aBNEeH BHYTPEHHWIA CTaHAapT.
Ncxoas u3 aTux faHHbIX paccyuTbiBalOT pacnpegesieHne KOMMNOHEHTOB Mo )pakyMoOHHOMY cocTaBy obpasua,
CBOOOAHOIO OT BOABI.

5 HasHayveHune 1 npumeHeHune

5.1 OnpegeneHve pacnpefesieHnss KOMNOHEHTOB MO Auana3oHam BblKUNAHUA ABNAETCA BaXHbIM Tpebo-
BaHWeM B aHanm3e Cblpoi HedTu. JaHHyl0 MHhOpPMALUID MOXHO MCMNOAb30BaTb A8 NPUGAN3NTENLHOIO NoA-
cyeTa Npou3BOAMTENBHOCTM HedTenepepabaTtbiBalowero 3aBoja W, Hapsaay c Apyroli uHdopmauyuein, ans
OL,EeHK/ 3KOHOMWKN MCNOSb30BaHWUA OOHON KOHKPETHOI HedTn B3aMeH APYroi.

5.2 Pe3ynbtatbl, NOMy4YeHHblE HACTOAWMWM METOLOM WCNbITAHWA, 3KBUBANEHTHbI pes3ynbTaTam, Mnony-
YeHHbIM No MeToAy ucnbiTaHma ACTM [, 2892 (npunoxeHue Xl).

5.3 HacTtosawmnii metoq ucnblTaHMsa 6bicTpee metoga ucnbitaHmsa no ACTM 2892, 1 ero MOXHO UCNO/b-
30BaTb, KOr4a B Ha/Muuu TO/IbKO Masble 06bembl 06pasuoB. Takke HacToAWMA MeTon AaeT pesynbTaTbl
BNAOTb A0 538 °C, B TO BpeMs kak meTtog no ACTM [, 2892 orpaHunyeH Temnepartypoi 400 °C.

6 Annapartypa

6.1 Ma3oBbIi XxpomaTtorpad

MOXHO Mcnonb30oBaThb N060I ra3oBbllii XpomaTorpad ¢ HMKeykaszaHHbIMU XxapakTepucTnukaMmu, oTeevato-
WniA TEXHNYECKMM TpeboBaHMAM MO akcnayaTauuu, npuBefeHHbIM B pasgene 10.

6.1.1 OeTekTop

B HacTosWweM mMeToAe UCMbITaHUSA UCNO/b3YIT TO/bKO NJ1aMEHHO-MOHU3aLMOHHbIN geTekTop (MWUA).

[eTekTop gomkeH obecneymBaTb HENPEPbLIBHY paboTy Npyv MakcMmasbHOl unn gaxe 6o0siee BbICOKOM
Temnepartype A1 UCNO/b3yEMON KOMOHKN. [leTekTop A0/KEH 6biTb NOLCOEANHEH K KOJIOHKE Taknm o6pasom,
4YTOG6bl N36EeXaTb BO3MOXHOW KOHAEHCcaLuu.
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6.1.2 NMporpammaTtop TemnepaTypbl KOSIOHKA

Xpomatorpadh Ao/KeH pa6oTaTb NpuM BOCMPOM3BOAMMOM JIMHEHOM NporpaMMupoBaHuKM TemnepaTy-

pbl B fnanas3oHe, [OCTAaTOYHOM [N YCTAHOB/IEHUS BPEMEHU YA EepPXUBAHUA He MeHee 1 MUH Npu HavyabHOW
TemnepaType KUMEHUS M 3/IIOMPOBaHUA coeAMHEHUA BNIOTb A0 Temnepartypbl 538 °C (1000 °F), npexae 4yem

O6yneT AOCTUTHYT KOHel, TeMnepaTypHO nporpamMmmbl.
6.1.3 KpnoreHHbIi TepMoOCTaT KOJTOHKU

Ecnv HavyanbHas TemnepaTypa kuneHusi cbipoit Hedptv Huxe 90 °C (194 °F), To HauyanbHasa Temnepa-

Typa KO/IOHKM A0/IKHA 6biTb HUXE TemnepaTypbl OKpyXatuwei cpeabl. 3T0 TpebyeT NPUMEHEHUsI Ha ra3oBOM

XpomaTorpagye KpMoreHHOro oxaxgeHus.
B Tabnuue 1 npuBegeHbl TUNUYHbIE HauyaflbHble TeMnepaTypbl KOIOHKU.

Tabnuua 1— TunuuHble paboune ycnosus

KosoHka
MapameTp KOMOHKV
1 2

[nvHa KonoHku, Mm (aroim) 457 (18) 610 (24)
[rameTp KOMoHKK, MM (Atoim) 3,17 (1/8) 3,17 (1/8)
XXunpkas daza 10 % UCW-982 3% Ov-1
MaTepuan HocuTens Xpomocop6 PM-AW  Xpomocop6 WA)-HP
3HayeHve HavaslbHOl TeMnepaTypbl KOMOHKK, °C -30 -30
3HayeHve KOHeYHOI TemnepaTypsbl kunenns, °C 380 350
MporpaMmMupyemas CKOpoCTb U3MEHEHUS Temne-
patypsbl, °C/MWH 10 10
Tun rasa-HocuTens AsoT Fenuii
CKOpPOCTb NMOTOKa rasa-HocuTesis, MA/MUH 25 20
Temnepatypa getekropa, °C 400 380
TemnepaTtypa OTBepPCTUs AN BBOAA NPOObI 380 375

3

457 (18)
3,17 (1/8)

10 % SE-30
Xpomocop6 PM-AW
-40
360

10
A3zoT
28
400
400

A) Vicnonb3oBasncs B MeXNabopaTopHOM COBMECTHOM McC/iefoBaHny 8 nabopaTtopusimmn a8 5 o6pasuos.

6.1.4 Cnctema BBOoga obpasuya
MOXHO Mcnonb30oBaTh OAHY U3 CNeAyloLmMx cucTeM Beoda obpasua.
6.1.4.1 MrHoBeHHOe ucnapeHue

McnaputensHas cuctema BBoAa obpasua Ao/mkHa o6ecneumBatb HEMPEpPbLIBHYO paboTy Npu TemMnepary-

pe, 6/IM3KOW WM PaBHOW MaKCUMasibHOW UCMNO/Ib3yeMoil TeMnepaType KOIOHKN.

Cuctema BBOAA o6pa3u,a TakXe AOOoJDHKHa ObITb noacoeanHeHa K xpomaTorpaq)queCKoﬁ KOJIOHKE TaKum

obpasom, 4Tobbl M3bexaTb KoHAeHcaunn obpasua.

6.1.4.2 Bo Bpems akcnjyaTauuu xuakuii o6pasel, BBOAAT HENOCPEACTBEHHO B FO/IOBHYI0 YacTb KO/OH-
k. [o/mkHbl GbITb NPeAyCMOTPEHbI YCTPOCTBA A1 NMPOrpaMMUPOBaHNUS TeMnepaTypbl BCeli KOMTOHKU BKJIO-

yas TemnepaTypy BBoga o6pasua, BNOTb A0 MakCMMasibHOW MCMNOMb3yeMON KOJTOHKOW TemnepaTtypsbl.

6.1.5 Perynartop pacxopga

Xpomatorpad fomkeH 6biTb CHAGXEH PEryisaTopoM pacxofa, NoAAepXMBAOLIMM NOTOK rada-Hocutens

MOCTOSIHHLIM M0 BCeMY paboyemy TemnepaTypHOMY AnanasoHy KOMoHKM = 1 %. BXxogHoe AaBfieHne rasa-Hocu-
Tens, nogaBaeMoe K xpomarvorpady, AOMIKHO ObiTb AOCTATOYHO BbICOKMM, YTOGbLI KOMMNEHCUpPOBaTb yBenuuye-

HVWe NPOTUBOLABMEHUS B KOJIOHKE MO Mepe NporpaMmMupoBaHus NoBbilWeHUA TemnepaTypbl. O6HapYyXeHo, 4To
JasBneHne Ha Bxofe, paBHoe 550 klMa (80 psig), ABAseTCA [OCTATOYHLIM A/1 KOJSIOHOK no Tabnuue 1

6.2 Cuctema nosiy4eHnsa gaHHbIX

6.2.1 Camonucel

[nsa rpadunueckoro npeactasneHnsa curHana ML ncnonb3ylT camonuuyLnii noTeHunoMeTp Ananaso-

HOM n3mepeHus ot 0 4o 1 MB c BpemeHeM OTK/AuKa Mo MOJIHOM LWKane 2 ¢ WM MeHee.
6.2.2 NHTerpartop

OO6bIYHbIN UHTErpaTop WM KoMnbloTepHas cuctema 06paboTKM faHHbIX Xpomartorpadum [O/HKHA UC-
nonb3oBaTbCA AN WHTErPUPOBAHWA M HAKOMMEHWsA curHana getektopa. CucTtema uHTerpatop — KOMMbiO-

Tep AO/HKHA MMeTb 06blYHOE xpomaTorpadyuyeckoe nporpammHoe obecneyeHue AN U3MEPEHUs BPeEMEHM
yOEPXUBAHMA W NAoLWaAel NUKOB 3/1I0UPOBaHUS (PEXUM OBGHApPYXeHUs nuka). [LonosHUTENbHO cucTemMa AoJ-
XHa obGecneunBaTbh Npeobpas3oBaHMEe HEMNPepbIBHO MHTErPMPYEMOro curHana AgeTekTopa B Naowagun y3kux

3



FOCT P 54291—2010

y4yacTKOB, NpPeACTaB/SALIMX CMEXHble BPEMEHHbIE MHTEpBasbl (PUKCUPOBAHHON MPOAO/MKMTENBHOCTU (pe-
XUM onpegeneHuns naowann y3koro yyactka). PekomeHayemblii BpeMEHHOW nHTepBan coctasnset 1c, HO He
[O/KEH npesbiwartb 12 c.

CucteMa fo/mkHa obecneynBaTb BblUMTaHUE MAOLWAAN Y3KOro yyacTka M3 njowagn CoOOTBETCTBYHLLErO
nuka aHannsupyemoro obpasua. ANlbTEPHATMBHO XPOMATOrpaMMy HY/MeBO NIMHUN MOXHO BblY4E€CTb U3 XpoMa-
TOorpamMmmbl o6pasua 1 YMCTYH pe3ynbTUPYILWY XpomMaTorpammy obpaboTatb B pexnme pasbuBkM Ha y3kue
y4acTKu.

Takke NCnosb3yT KOMNbIOTEPHYK NporpamMy, KOTopas BbIMOSIHAET pacyeT y3KMX y4acTKOB nocse npo-
BeJeHna aHanusa.

6.3 KonoHka

MOXHO McCnonb3oBaTb AOYI rasoxpomartorpagpuueckyto KOMOHKy, obecneuymBalllylo pasgenieHne B
3aBMCUMOCTM OT TEMNEpaTyp KUNEeHUs U OTBEYaloLLyt0 TEXHUYECKUM XapakTepucTukam, ykasaHHbIM B pasge-
ne 10. B Tabnvue 1 npuBefeHbl YCNELWHO NPUMEHSAEMbIE KOSIOHKA U YCNIOBUS NPOBEAEHUA UCMbITAHUS.

6.4 Mukpownpuy,

[na BBefeHus ob6pasua MCnonb3ylT MUKPOLINPUL, BMeCTUTeNbHOCTbO 5 unn 10 mkn. Ana otéopa npo-
6bl XXMAKOCTU JO/DKHBI NPUMEHATLCA aBTOMaTUYeckne ycTpolicTsa.

7 PeakTnBbl N MaTepuasibl

7.1 YnctoTa peakTMBOB

Xnmunyeckne BelecTBa kBanudukauuu X. 4. crnefgyeT NPUMEHATb MpPU BCeX UCMNbITaHusx. Ecnu HeT
OpYruX ykasaHuii, Bce peakTuBbl [0/IKHbI COOTBETCTBOBaTb crneundukaunam AMeEprKaHCKOro XMMUYecKoro
obuecTBa, rae OHM MMEKTCS B HaAn4mm. MOXHO MCNO/b30BaTb PeakTUBbLI APYrol Keanugukauum npu ycno-
BMM, 4YTO YMCTOTa peakTuBa ycTaHOBJIEHA M AOCTATOYHO BbICOKAas, 4TO ob6ecrneymBaeT TOYHOCTb OnpegesieHus
npu ero NcnoJsib3o0BaHnu.

7.2 Bo3ayx AO/MKEH BbiTb HY/MEeBOro knacca (T. e. CBOGOAHbIV OT Yr/1eBOA0POA0B) AN npumeHeHusa B ML,

MpeaynpexgeHne — CxaTblil BO34yX — 3TO ra3 noj BbICOKAM AaBfieHWEM, NOAAEPXMUBatoLWni
ropeHue.

7.3 Xnopuga kanbuusa 6e3sogHblii (CaCl2).

7.4 KanubpoBoyHasa cMeCb — CMeCb H-MapatunHOB, pacTBOPEHHbIX B Aucynbduge yrnepoga (cm. 7.5,
npegynpexageHue), ¢ npegenom kuneHuns obpasya Ao 538 °C (1000 °F) BKAKUUTENBHO.

He meHee 4eM OAHO COeAMHEHME CMEeCU [LO/DKHO MMeTb TeMnepaTypy KMNeHUs, paBHYH Ha4vasibHOM
TemnepaTtype kuneHus ob6pasua wuam Hmwke. MNpn Heo6xo4MMOCTU K KaNIMGPOBOYHON CMECU MOXHO [06aBUTb
MeTaH, 3TaH, nponaH wau 6yTaH, BBOAA rasoBbiM wWNpuueM 1 cM3 4ucTOro rasoo6pasHOro CoefMHEeHUs B
3aneyaTaHHyl0 KOMNa4ykoM C Neperopofkoli Buasy, CofepXallyt OCTajlibHYH KaJMbGpoBOYHY cMmecb. Ecnu
NMKN H-napadHOB MOXHO YeTKO (HeABYCMbIC/IEHHO) uaeHTUdLMpPOBaTbh Ha XxpoMaTorpamMmme obpasua, To ux
3HaYeHNs BpeMeHU yAepXnBaHUs MOXHO MCMNOMb30BaTb 419 KannbpoBKU.

7.5 Aucynbdug yrnepoga (CS2) ¢ maccoBOi fo/ieil OCHOBHOTO BellecTBa He MeHee 99 %. Wcnonb3yeT-
CA B KayecTBe pPacTBOPUTENS, YMEHbLUAILLEero BA3KOCTb, Tak Kak OH CMeLlMBaeTCs C Cbipoii He(TbIO 1 MI0XO
onpejenseTcs NiamMeHHO-NOHN3ALNOHHBIM JAEeTEKTOPOM.

MpeaynpexaneHne — Aucynbdui yrnepoga — ypesBblyaiiHO neTyyee, BOCN/aMeHsiEMOe 1 TOKCUYHOe
BELLEeCcTBO.

7.6 Fa3-HocUTENb — a30T WU TefInii BbICOKOW YUCTOTbI, BbICYLUEHHbI C NOMOLbIO MOJIEKY/IAPHbBIX CUT
WU aHaNOTMYHbIX OCyLlaloLUX BeLLecTB.

MpeaynpexaeHne — Fenuii 1 a3oT ABAAKTCA CXKaTbIMW rasaMy Nof BbICOKUM AaBfIEHEM.

7.7 Cmecb gns ucnblTaHua paspellarollein cnocobHOCTM KOOHKU. CMmecb, cofepxauias napadguHbl
H-C16 n H-C18 no 1 % macc, KaxAoro B COOTBETCTBYHLLEM pacTBopuTesne, HanpuMep B H-OKTaHe, A9 UcnbiTa-
HMA paspewatrouieii CnocCOOHOCTH KOMOHKN.

MpepynpexaeHne — H-OKTaH BOCM/JaMEHSAEM Y BPeEH Mpu BAbIXaHUN.

7.8 CMmecb ANnA ucnbiTaHUA OTKAMKA geTekTopa. TOYHO B3BELIEeHHas CMeCb NPUGAU3UTENbHO PaBHbIX
Macc He MeHee 6 H-napadnHOB, oXBaTblBaKLW,aa YACN0 aTOMOB yriepoga B ananasoHe ot 10 go 44. PacTeBops-
10T O4HY YacTb 3TOW CMecu NpubNnU3nTenbHO B NATU YyacTax CS2 (nm B goctaTouyHoM KonmyectBe CS2, UTobbl
obecneunTb CTabuNbHbIN pacTBOpP NPY KOMHATHON Temnepartype).
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7.9 Bogopos BbICOKOI YACTOTbl (CBOGOAHBIV OT yrneBoAopoAoB). icnonb3yeTcs B Ka4ecTBe TOMJIMBHOTO
rasa gna nnma.

MpepynpexaeHne — Bogopog noj fas/ieHneM — 4ypesBblyaliHO BOCN/IaMeHALWwmiica ras.

7.10 BHYTpeHHUIi ctaHaapT. CmMecb NpubAM3NTENBHO paBHbIX KOIMYECTB YeTbipex H-napaduHoB ¢ H-C14
no H-C17 BknounTenbHo. KoHueHTpauuu oTAesibHbIX KOMMNOHEHTOB MOryT ObiTb TOYHO HE M3BECTHbI, HO OHU
[O/MKHbI 6bITb B NpeAenax /IMHERHOro gnanasoHa MCNonb3yemMon 3/1eKTPOHHOI cucTeMbl/geTekTopa.

7.11 XXunpgkas casa. HepTHas HenonapHas XUAKOCTb UAU CMOJIa HU3KO NeTy4vyecTu.

OO6bIYHO UCNOMbL3YIOT CUIMKOHOBYKO CMOJIUCTYIO pe3uHy. Hanbonee yaoBneTBopuTENbHA 3arpyska Xug-
Ko dhasbl — oT 3 % go 10%.

7.12 TeepAblit HOocuTenb. AuatomuTt (MHy30pHaA 3eMnsa) UM paBHOLEHHbI WHEPTHbI Matepuan B
Buge yactmy. O6blYHbIE pasmepbl YacTuly, HaxoasaTcs B Avana3oHax 60/80 mew wnnm 80/100 mew.

8 OT160p Npob

8.1 Mpobbl ANa aHanM3a No HacTosAWweMy MeToay Heobxoaumo oT6upaTb B cooTBeTcTBUM ¢ ACTM [, 4057
WM aHanorMyHbIMU HauMOHaIbHbIMYU CTaHg4apTamu.
8.2 Mpo6bl JO0MKHBI XPAaHUTLCA B TEPMETUYHbIX EMKOCTSAX.

9 MNogrotoBka annapaTtypsbl

9.1 MoAaroTtoBKa KOJIOHKU

MoxeT 6bITb MCNOSb30BaH 060 NOAXOAALLMI METOZ, KOTOPbIA COOTBETCTBYET TPe60BaHMUAM K KOJIOH-
Ke, ykaszaHHbIM B pasgene 10.

9.2 KoHANUVMOHNPOBaHWE KOJTIOHKU

Ko/oHKY HE06X04MMO KOHAMLUOHMPOBATL NP MakCuMasbHON TemnepaType, YTo6bl YMEHbLWUTb apeiid
HYNeBOW NIMHWW, BbI3bIBAEMbIA YTEUYKON HaNOMHUTENA KOMOHKW. KO/TOHKY MOXHO KOHAWLMOHMPOBATb OYEHb
6bICTPO 1 3PP EKTUBHO NPU UCNOIb30BAHUM CRefylolein npoueaypsbl.

9.2.1 MopcoeAnHAT KONOHKY K CUCTEMEe BBOAA, OCTaBMB CBOOOAHBLIM KOHEL, ANA AeTekTopa.

9.2.2 MpopayBaloT KOJIOHKY ra3oM-HOcUTesieM Npu TemnepaTtype OKpyXxalLlein cpebl.

9.2.3 3aKkpblBalOT KpaH rasa-HocuMTens 1 4alT KOSIOHKE MOSTHOCTbI COpPOCUTL AaBrieHune.

9.2.4 TepMeTUYHO 3aKpbIBAKOT OTKPbITbLIA KOHeL, ANA AeTekTopa NoAXo4AWMnM cnocobom (Konnaykom).

9.2.5 lNosbIWalT TeMnepaTypy KOJIOHKM A0 MakcumasnbHOW paboyein TemnepaTtypbl M NOAAEpPXMBAIOT
KOMIOHKY Npw 3TOl TemnepaType B TedeHne 4—6 4, He Nponyckas NOTOK Yepe3 KOJIOHKY.

9.2.6 OxnaxaalT KOMOHKY A0 TeMnepaTypbl OKpyXatLiein cpeasbl.

9.2.7 Y[anaT Ko/nayok C KOMIOHKM W NOACOEeANHAIOT KOJIOHKY K AeTeKkTopy. BHOBb ycTaHaBnusalwT no-
TOK HOCUTENS.

9.2.8 lMporpaMMuUpyOT HECKO/IbKO pa3 TemnepaTtypy KOJIOHKM A0 MaKCMMasibHON C 06bIYHOW CKOPOCTbIO
noToka rasa-Hocutens.

9.3 AnlbTepHaTVBHbIM METOAOM KOHAWLMOHUPOBAHWA KOJIOHOK ABASETCA MeToZ MPOAYBKW KOMOHKU (OT-
COEeVHEHHON OT AeTekTopa) ra3omM-HocuTesieM B TeyeHue 12— 16 4 npu MakcuMasbHOW pabouyeil Temnepa-
Type KOJIOHKW. ITOT MeToh aBnseTca apekTnBHbIM A1 KOTOHOK C NepBOHaYabHON 3arpyskoii 5 % xuakown
hasbl.

9.4 XpomaTtorpadc

Pa6oTy Ha npnb6ope NpoBOAAT B COOTBETCTBMM C MHCTPYKLMEN M3rotoButensd. TunmyHele paboune ycro-
BUS npuBefeHbl B Tabnuue 1.

9.4.1 AnA HopMmanbHOl paboTbl KOMOHKM Kak ra3oXuAkKoCTHOM xpomartorpacuyeckoit n 4Tobbl UCKIHO-
UNTb BO3MOXHOCTb 3acCTbiBaHUsS XWUAKON hasbl, crieayeT usberartb OYEHb HU3KOW HayaslbHOW TemnepaTtypbl
KOSTOHKN. 3a AO0NOSIHUTENbLHON MHCTPYKUMEn cregyeT obpaliaTtbCs K NPOM3BOAUTENI XNAKOM dhasbl. Havyanb-
Hasi Temnepartypa KOMOHKM A0J/IKHA ObiTb HU3KOM HACTOMbKO, YTOObLI NOSYUYNTb KaNMbpPOBOYHYHO KPUBYI, OTBE-
yawuwy TpeboBaHUAM, yka3aHHbIM B 6.1.3.

9.4.2 [IBYOKUCb KpPEMHMUA OT CXWUraHMsA maTepuasa KOMOHKM OTknagbiBaeTcsa Ha ropenke MAA. 3To0
OT/IOXEHNE HEOo6X0AMMO PEerynspHo ygansaTb, oyMwas LWEeTKOW, BO M3bexaHne W3MEeHEHUS XapakTepucTuk
YYBCTBUTE/NILHOCTU AeTekTopa.
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9.4.3 OTNOXEHUA ABYOKUCU KPEMHUS MOTYT NPUBECTM K TOMY, YTO NiaMsi noracHeT. Ty nNpo6neMy Mox-
HO pelnTb, NCMONb3YS FOpPesiky BHEWHNM gnameTpoM He meHee 0,76 mm (0,030 groiima).

10 XapaKTepUCTUKN CUCTEMBI

10.1 Paspewatowan cnocobHOCTb

AHann3npyT annkBoTy CMeCcu ANS UCNbiTaHUs paspewlarweli cnoCoGHOCTM KONOHKM (CM. 7.7), wc-
Nonb3ys Te Xe YC/NoBUSA, 4TO 1 Npu aHanuse obpasyoB. Paspewatouwas cnocob6HOCTb KOJIOHKM A/1S1 NMUKOB na-
padunHoB H-C16 n «-C18 go/mKHa HaXo4nTbCsl MeXxAay TpeMs U AecAaTbio Npu pacyeTe no creayroulei popmyne
(cm. pucyHok 1)

n 2fe -'i)
1,699(Y2 + Yj)’ (1)

rae R — paspewarwuwas cnocobHOCTL;
t2 — Bpems Bbixoga Makcumyma nuka H-C18, c;
fl1 — Bpems Bbixoga Makcumyma nuka «-C16, c;
Y2 — wupuHa Ha nosioBMHe BbICOThI Nuka «-C18, c;
V7 — wupuHa Ha nosioBMHe BbICOThI Nuka «-C16, c.

10.2 NMOBTOPAEMOCTb BPEMEHU yAEpPXKXUBaAHUA

CucTema Ao/mKHa yA0B/IEeTBOPSTL NOBTOPSIEMOCTU BPEMEHU yAepPXUBaAHUS NPY UCTbITAHUU KannbpoBoY-
HOW cmecun. Bpemsa yaepXxuBaHusi NMUKOB AN KaJIMGPOBOUYHOW CMeCU He AO/IKHO npeBbiwaTth 6 C.

10.3 MpoBepka paboTbl CUCTEMBbI

AHaNU3NpPyT YyBCTBUTESILHOCTL AeTekTopa (CM. 7.8), UCNosb3ys Ka/lMBpOBOYHYI0O CMECb B YCNOBUSIX,
MAEHTUYHbIX aHanu3y o6pasuoB. PaccumTbiBalOT KO3 PULUEHTbI YYBCTBMTENLHOCTU OTHOCUTENBLHO «-feKaHa
no cnegytwouleii popmyne

Fn= (CAn)/(C 10/A 10), (2

rae Fn — koadpuumMeHT YyBCTBUTENBHOCTM OTHOCUTE/IbHO «-A€KaHa;
Cn — KOHUEeHTpauusa «-napaduHa B cMecy;
An — nnowaab nuka «-napauHa;
C10 — KOHUeHTpauusa H-AeKaHa B CMecHu;
A10 — nnowanb nNuKa H-gekaHa.

PucyHok 1 — MapameTpbl pa3peLLatoLLeli CrIOCOBHOCTU KOOHKA

10.3.1 KoathpnumeHT 4yBCTBUTENIBHOCTM FnKaxaoro «-napauHa He A0/DKEH OTK/IOHATLCA OT eAUHULbI
6onee yem Ha 10 %.
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10.3.2 Bbl/I0 OTMEYEHO, YTO ANA HEKOTOPbIX XpomaTtorpadoB KO3 PUUMEHTbI YYBCTBUTENBHOCTU A5
BbICOKOKMMAWMX H-napadumHoB (0T H-C20 o H-C44) nameHanAncb Nocsie Toro, kak 6uim npoaHann3npoBaHbl
HEeCKO/IbKO 06pa3uoB Cbipoii HedpTU. N8 NPOBEPKN CTAbUAIBHOCTU CUCTEMbl NMPOBEPOYHOE UCMbITAHME MOBTO-
pslOT nocne aHanui3a gecstu ob6pasuosB. Ecim cucTtema Bce elle OTBeYaeT yCTAHOBMEHHOMY pexumy pabo-

Tbl (cm. 10.3.1), TO HET HEOOXOAMMOCTM NOBTOPSATL 3Ty MPOBEPKY MOC/e Mocreaylwmnx aHanmsoB. OfHako
NosIe3HO MOBTOPATb MPOBEPOYHbIE UCMbITAHWUS MPU 3aMeHe KOMMOHEHTOB AeTekTopa.

11 lNpoBeaeHVe nUcnbITaHUSA

11.1 AHann3 KOMNeHcaunn HYneBOW IMHUN

UT06bI KOMNEHCMpOBaTb Apeid HyneBOW AWHWW U cABUT (OTK/IOHEHME) curHana, BbluMTalT Npodusb
nnowanmn y3knux y4acTkoB X0/10CTOro onbiTa U3 aHannsa obpasua, YTobbl MONYYUTb Y3KME YYaCTKU CKOPPEKTU-
poBaHHOM naowagn. IToT Npoduab NosyyarT cnegyrownm obpasom.

11.1.1 Tocne ycTaHOBKW YC/OBUIA, COOTBETCTBYIOLWMX TEXHUYECKMM TpeboBaHMAM, TemnepaTypy Tep-
MocTaTa KOJIOHKM NPOrpaMMupyloT Ha AOCTUXEHWE MakCuMasbHOW TemnepaTtypbl, kKoTopas 6ygeT Mcnofb3o-
BaTbCA, U BblAepxusaT He meHee 10 MUH.

11.1.2 Cnepaysa CTPOro ycTaHOB/IEHHON npoueaype, 0Xnax4alT KOMOHKY A0 BbIGpPAaHHOW HayaibHON TeMm-
nepatypbl 1 4alOT B TeYeHWe He MeHee 3 MWH YCTaHOBUTbLCSA PaBHOBECUID NPWU 3TOW TemnepaType.

B TOYHO yCcTaHOB/IEHHOE NpoLeAypoi BpeMs 3amnyckaloT TeMnepaTypHyt NporpaMmy KOJIOHKW, He BBOAS
obpasel, (xos0CcTOl OMbIT).

11.1.3 Mony4yawT gaHHble M0 pexumMy y3Koro ydyactka nnowaam (cm. 6.2.2), peructpupys y3kume yyacTku
naowagn AN Kaxaoro uHTepsasia BpeMeHW OT Havasia aHanusa [0 KoHua. BaxHo, 4To6bl BpeMs npoBefeHns
BCEX M3MepeHuii 6bl10 O4MHAKOBbLIM Kak A1 X0/10CTOro onbiTa, Tak v AN UcnbiTaHusa o6pasua.

11.1.4 B geHb NpoBeAeHUs aHa/Mn30B 06513aTe/IbHO BbIMOJTHAT XO/I0CTOM OMbIT.

MpumeyaHune 1 — TpyaHO MOMYYUTb MOSIHOCTLIO YAOBMNETBOPUTESLHYIO HY/IEBYHO JIMHWUIO, KOrA4a KOMMeHca-
LmMa ncnapeHust Xunakoli hassl NPOBOAMTCSH PABHOLEHHLIMU CABOEHHbLIMM KOSIOHKaMU 1 geTektopaMu. Ha npaktuke Hau-
NYULLIYH KOMMEHCALMIO MOXHO MOJyYnTb, HENOCPEACTBEHHO BbluMTas NMPOghusib MIOWAAM XO0CTOro OnbiTa U3 npodhunas
aHasM3a obpasua ¢ MCnosib30BaHMEM OLHOIN KOMOHKM.

MpumeyaHue 2 — HekoTopble 3aBOACKME a30Bble XpomaTorpabl MMET BO3MOXHOCTb NPOBOAUTL KOPPEK-
TUPOBKM HYNEBOW JIMHAN (M3 COXPAHEHHOTO XO/I0CTOrO OMbiTa) HEMOCPeACTBEHHO Ha curHan getektopa. Mpu npume-
HEHWUM TakMX CUCTEM [AOMOSHUTENbHAS KOPPEKTMPOBKA NIOLLAAN Y3KMX YYacTKOB, BO3MOXHO, He moTpebyeTcs. OpHako
€C/IM K CUrHauly nocsie KoMneHcauum HyneBoi fIMHUW J06aBNseTCs 3/1eKTPOHHOE OTK/TOHEHWE, TO MOXET NoTpe6oBaThCs
[ONOMHUTENbHAS KOPPEKTUPOBKA, TO €CTb BblUMTaHUE OTK/IOHEHUs.. UTOGbl YCTAHOBUTL, €CTb /M 3Ta AOMOSIHUTE bHAS
KOPPEKTMPOBKa CUTHaNA, CneayeT 06paTUTbCA K MHCTPYKLMSM KOHKPETHOTO 060pYyA0BaHUs.

11.2 Kanu6poBKa BPEMEHU yAEepPXMBaHUS B 3aBUCUMOCTU OT TEMNepaTypbl KUMNEHUS

11.2.1 B Tex e cambIX YCNOBUAX, YTO U A1 XOSIOCTOrO ONbITa, U cnefysa TOMY Xe CTPOro yCTaHOBJ/IEHHO-
My cTaHgapTHomy pexumy (cm. 11.1), BBOAAT B XpomaTorpad COOTBETCTBYHLLYI annKBOTY KasnMbpoBOYHOM
cmecu (cMm. 7.4).

[aHHble perncTpupyroT Takmm ob6pasom, 4Tobbl MNONYUUTb 3HAYEHUS BPEMEHW yAEPXMBAHUA ¥ naowann
MUKOB 1A KaX[0ro KOMMOHEeHTa (PexuMm AeTeKTUPOBaHUA MNUKa).

11.2.1.1 O6beM BBOAMMOI Ka/iMBPOBOYHON CMecH AO0/IKEH ObiTb TakuM, UYTOObl M36EXaTb MCKaXeHUs
hopmM nuka noboro KOMMNOHEHTa B pe3ynbTarte neperpyskn KOMOHKU. ICKaxXeHHble NUKKM NpuBeayT B pe3ynbTa-
Te K CMeleHno BepxyleK NUKOB (T. €. K OWNOOYHLIM 3HAYEHUSAM BPEMEHU yAEepXuBaHusa) W, cregosartesb-
HO, K owmbkam B onpegesieHUn Temnepartyp kuneHus. KonmyecTBo XMAKOW hasbl B KOMIOHKE MMeeT npsmoe
OTHOLLEHME K BEN4YMHe obpasua.

11.2.2 CTpoAT rpadink, HaHOCA BpeMs yAepXuBaHuUa 419 NUKa KaX40ro KOMMNOHeHTa HanpoTUB COOTBET-
CTBylOLWeEl emy Temnepatypbl (TOYKM) KMNEHUA, Kak MpeAcTaB/ieHO Ha puUCcyHke 2. Temnepartypbl KMMeHWs
H-napatuHoB nNpueefeHbl B Tabnuue 2.

CocTaBngaT TabiLy no aTUM AaHHbIM U COXPAaHAT UX ANA nocnefyowmnx pacyeTos.

11.2.3 KanubpoBoyHasa Kpusas A0/KHA ObITb pakTUHeCckn NUHEeNHbIM rpaddMkoM 3aBUCMMOCTU TeMNe-
paTtypbl KAMEHWS OT BPeEMEeHW yaepxuBaHus. MOCKOMbKYy HepeasibHO YNpaB/AATb KOJIOHKOW Tak, 4TOObl
MOMTHOCTbIO IMKBUANPOBATb U3IMM6G Ha HUXHEM KOHLUE KPWUBOI, KaIMGpOBOYHAA CMeChb A0/DKHA cofepxaTb He
MeHee OJHOro H-napaduHa ¢ TemnepaTtypoii kuneHus, paBHoin THK obpasua unm Huxe.

Bonee TOYHOI iIBNAETCA 9KCTPanonsaunsa KpuBoii Ha BepxHeMm KoHue (538 °C) npu ycnoBuu, 4To aKcTpa-
nonsuMs He NPOBOAMTCA BHE MPOrpaMMMpyemoro yyactka Temnepatypbl. OgHako Aans 6onblieli TOYHOCTU
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cnepyet NpMHUMaTb BO BHUMaHWE KpaiHME TOUKM Ha KanMbpOBOYHOW KPMBOI Kak B BEPXHEN, Tak U B HUKHEN
yactn. Ecnu HopmasnbHble napaguHbl MOXHO OAHO3HA4YHO MAeHTUdMLMpOoBaTb B 06pasLe, TO 3TM 3HaYeHus
BPEMEHUN yAepXMUBAHUS MOXHO MCMNO/b30BaTb ANA KaSIMOGPOBKY.

Temneparypa kneHs, °F - Temneparypa kineHs, °C
600

500
400
300
200
100

-100

Bpems yaepiviBaHus, MWH
PucyHok 2 — TunuyHasa kannbpoBoyHas Kpusasi

Tabnuua 2— TemnepaTypa KMNEHUS HOPMasibHbIX NapaduHOBL)

Temnepatypa KineHus Temnepatypa KvineHus

Yncno atomos Yucno atomos

yrnepoga oc oF yrnepoga oc oF
1 - 162 -259 23 380 716
2 -89 -127 24 391 736
3 -42 -44 25 402 756
4 0 32 26 412 774
5 36 97 27 422 792
6 69 156 28 431 808
7 98 209 29 440 825
8 126 258 30 449 840
9 151 303 31 458 856
10 174 345 32 466 871
n 196 385 33 474 885
12 216 421 34 481 898
13 235 455 35 489 912
14 254 489 36 496 925
15 271 520 37 503 937
16 287 549 38 509 948
17 302 576 39 516 961
18 316 601 40 522 972
19 330 626 41 528 982
20 344 651 42 534 993
21 356 674 43 540 1004
22 369 685 44 545 1013
11.2.4 Kannbposky «Bpems yaepxXuBaHua — Temnepartypa KuneHus» obsa3aTesibHO NPOBOAAT B AEHb

BbIMO/THEHNA aHa/In308B.

1) Green L.E. «Chromatograph Gives Boiling Point», Hydrocarbon Processing, May 1976, p. 205.
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11.3 MoproToBka o6pasua

11.3.1 O6pasybl, cogepxalime o4eHb /IErkKMe KOMMOHEHTbI, XPaHAT npu Temnepartype ot 0 °C go mu-
Hyc 5 °C. MNepepn OTKPbITUEM 3aKPbITbli 06pasel, 0CTaBAAT NpU 3TON TemnepaTtype He MeHee 4 4 (npeanoy-
TUTENBHO Ha HOYb).

11.3.2 Ansa obecrneyeHUss rOMOreHHOCTU obpasel, BCTPAXMBAOT UM NepemMelnBalT W HalusBalT He-
6onbLyto nopumio (okono 100 cm3) ob6pasua ANA Nocnefyolero B3BeWNBaHNA U aHanusa.

11.3.3 Taxenyto BA3KYIO Cbipyto HedTb CrefyeT HarpeTb U nepemeluatb, YTo6bl 06ecneynTb FOMOreHHOCTb.

11.3.4 TlockoNbKy BOAY He M3MepsT ¢ nomouwibio MW/, To nepes B3BewMBaHMeM obpasua ero Heob6xo-
OMMO BbICYWKNTbL (06€3BOAUTD).

B Buany BmectumocTbio 50 cm3 go6aBnsawT 2— 3 1 ocywaruwero cpeactea, Hanpumep 6e3BoAHOr0 XJ10-
pufa Kanbums, n Hanos0BUHY 3aN0JIHAT ee 06pasLoM.

Buany nnoTHO 3aKpbiBalT KPbIWKON WM 3HEPrMYHO BCTPAXMBAKOT. [laldT CMecu BbICTOATbCA HECKO/bKO
MUHYT 018 oceflaHusa areHra.

MuneTkon yaanstoT OCYLWEHHbIV CNOM Cbipoit HePTW A1 B3BELWMBaAHUA U aHanm3a obpasua.

11.3.5 B3BewwuBaloT He meHee 10 r ocylleHHOro obpasua ¢ ToOYHoCTbio 0,1 Mr B Basly BMECTMMOCTbIO 25 cM3.

11.3.6 B Ty Xe Buany no6aBngawT npumepHo 1 r cmecu BHYTpeHHero ctaHgapTta. OnpefensiT Maccy ¢
ToyHOCTblO 0,1 M.

11.3.7 Cmecb pa3baBnsaT NpuMepHO paBHbIM 06beMoM Agucynbuaa yrnepoga.

11.3.8 Buany nnoTHO 3aKpbliBAT KPbILWKOW, U CMECb 3HEPTMYHO BCTPSIXMBAKT B TEYEHME 3 MUH UAK [0
Tex nop, Nnoka KOMMOHEHTbl CMECU MOJIHOCTbIO He PacTBOPATCA APYr B Apyre (Conobunnsnpyotcs).

OTOT pacTBOpP UCNO/ML3YHT ANA aHanuM3a «cblpas HeTb NAKC BHYTPEHHU cTaHgapT» (cm. 11.4.1).

11.3.9 Bo BTOpOl Bmane Takoe Xe KoimvyecTtBo 06e3BOXeHHOro ob6pasua, kak u B 11.3.5, pacTtBops-
0T B paBHOM 06beMe Aucynbuga yranepoga. 3TOT pacTBOpP MCNONbL3YHT A8 aHa/nu3a «cbipas HeTb 6e3
BHYTpEeHHero crtaHgaprta» (cm. 11.4.4).

11.4 AHann3 o6pasua

11.4.1 B ycnoBuAX TOYHO TakUX Xe, KakK U /19 X0N0CTOro onblTa U aHannsa kanuéposku (cm. 11.1 n 11.2),
cnepys CTporo onpejenieHHbIM ycnosusam aHanusa (cm. 11.1), B xpomaTtorpad BBOAAT 1 Mk pa3baBriieHHOM
CMecKn «cblpast HepTb NIOC BHYTPEHHWIA cTaH4apT». PerncTpupyoT npoduab NAoWaAn Kaxaoro nHTtepeana
BpPEMEHU [0 KOHUAa aHanun3a (BK/I4YUTENbHO).

11.4.2 TMpoposkaloT aHanui A0 OOCTUXEHUS BPEeMEHWN yAepXWBaHWsA, 3KBUBAJIEHTHOTO TeMmnepaTtype
knneHusa 538 °C (1000 °F).

Mpu 3TOW TemnepaType npekpawalwT perucTpaymio naowageii y3knux y4acTkoB Ha xpomatorpamme.

11.4.3 Ana MakcUManbHOro yaasneHus TAXENbIX KOMMOHEHTOB, OCTalOWUXCA B KOJIOHKE, MPOAOoKatT
HarpeBaHMe KOMOHKM A0 Tex mop, noka curHan MWL He BepHeTCs K Hy/1eBOW NUHMK. YTO6bI yCKOpUTb 3TOT
npouecc, MOXHO MOBbLICUTbL TEMMNEPAaTypPy KOJTOHKW.

11.4.4 KonoHKy oxnaxaalwT A0 UCXOAHOM TemnepaTypbl. Vicnonb3ysa ycnoBus, naeHTuuHble 11.4.1, BBO-
4AT 1 Mkn o6pasua «cblpas Hed@Tb 6€3 BHyTpeHHero ctaHpgapta» (cm. 11.3.9). PernctpupytoT npodunb nno-
Waan Kaxaoro nHTepsana BpeMeHn A0 KOHUa aHanuia (BKIIYUTESIbHO).

11.4.5 NcnbiTaHne obpasua Kak C BHYTpeHHUM cTaHgapTom (cMm. 11.4.1), Tak u 6e3 Hero (cm. 11.4.4)
MOXHO BbINOJIHATbL B IIO60OM nopsjke.

12 O6paboTka pe3y/nbTaTtoB

12.1 KoppekTnpoBka njaouwann

12.1.1 CKOppeKTUpOoBaHHble Mowann y3kKMX yyacTKOB MUKOB A1 KaXAOro mucnbitaHua (cm. 11.4.1 n
11.4.4) paccunTbiBalOT, BblyMTass COOTBETCTBYOLWME NOWALN Y3KAX YHACTKOB MPOUISA XO/I0CTOro onbiTa
(cm. 11.1) n3 Kaxpaoro pesynbtata 060MX UCMbITAHWUN, YKa3aHHbIX Bbile (CM. npumMedaHune 2).

12.1.2 CyMMUpPYIOT CKOPPEKTUPOBAHHbIE NNOLWLAAN Y3KUX YHACTKOB A1 K&XA0ro UCNbITaHWUs, 4To6bl Nosy-
YNTb B TEYEHME UCMbITAHUA 06LLYI0 CKOPPEKTUPOBAHHYIO NoLWab B KOHLE KaXA0ro BpEMEHHOro MHTepBana.

12.2 TeopeTmyeckas obwaa naowanb (PUCYHOK 3)

12.2.1 Ha ocHOBaHUW BpeMEHW yAepXWBaHUA U3 KaIMOGPOBOYHOIM XxpomaTorpammbl (cm. 11.2.1)
palT 3HayeHUsA BpPeMeHU yAepXuBaHWsA, KOoTopble Ha 5 % MeHblue BpeMeHWn yaepxusaHua H-C14, n ofHo,
KoTopoe Ha 5 % 6onblwe BpeMeHn yaepxunsaHusa H-C17.

BbIOU-
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OTM 3HayYeHUs BPEMEeHW OnpefenialT CerMeHT XpoMaTorpamMmMmbl, BKAOYAKWWA MUKW BHYTPEHHEro
cTaHgapTa.

Pernctpupytot obwyo nnowanb B paMkax 3TOr0 CerMeHta M3 xpomartorpammbl obpasua «cbipas
HeTb MAKC BHYTPEHHUIA cTaHpgapT» (cm. 11.4.1) (nnowaab AlS, pucyHok 3a). Takke perucTpupyrT 06-
Wyl naowajb TOro Xe caMoro cerMeHTa u3 xpomartorpamMmmbl obpasua «cblpas HedTb» (cMm. 11.4.4) (nno-
wanb BIS, pucyHok 3b).

12.2.2 PernctpupyioT obwyto naowagb o6enx xpomatorpamm 40 BPEMEHU yAepXUBaHUSA, 3KBUBANEHT-
HOro Temnepartype kunexHusa 538 °C (1000 °F).

YyBCTBUTE/ILHOCTb
23500-1
538 “C (1000 °F)
H
| | | "T~ Ml
9 14 19 23 28 33 37 Bpewms
a - «Cblpast He(hTb NOC BHYTPEHHWIA CTaHAapT»
YUyBCTBUTE/ILHOCTH
19500-1

538+0(1000 42)

37 Bpewms
b- «Cbipast HethTb»

7 — yrnesogopog C14; 2 — yrnesogopoyg C15; 3 — yrnesogopos C16; 4 — yrnesogopog C17; 5 — HyneBas nuHus; A n B — obwwas
naowaab anonposaHusa BnaoTe Ao 538 °C (1000 °F); A’ m B'— nnowagn, cooTBETCTBYIOLWME HE3NOMPOBaHHOMY 06pasuy; AIS — nno-
Wwaab «cblpas HedTb NAKOC BHYTPEHHWI cTaHaapT»; BIS — nnowanb cermeHTa, rae BHYTPEHHWI cTaHfapT aniounpyeT Ha pucyHke 3a

PucyHok 3 — TunnyHble xpomartorpamMmbl

10



FOCT P 54291—2010

12.2.3 PaccuutbiBatoT maccoByt pontwo W BHyTpeHHero ctaHgapta B ob6pasue «cblpas HeddTb NOC
BHYTPEHHUIN cTaHgapT» no popmyne

W=1/(S +1), (3)

raoe /— macca BHYTpeHHero ctaHgapTa, T;
S — macca o6pasua, I
12.2.4 PaccunTbiBalOT COOTHOLIEHNE MNoWafeli r BHE CErMeHTa BHYTPEHHEro cTaHAapTa A0 BPEMEHMU
yAEePXNBaHUA, dKBUBASIEHTHOrO Temnepatype kuneHus 538 °C (1000 °F) BknwounTenbHO, XxpomatorpaMmmbl 06-
pasua «cblipas HedTb» U XpoMaTorpammbl o6pasua «cblpas HeTb NAKC BHYTPEHHUI cTaHAapT» no hopmyne

r= (B —BIS) / (A —AIS), ()

roe B — o6wan nnowagb Ao 538 °C (1000 °F) BkAOUMTENBHO XpoMaTorpaMmbl o6pasya «cbipas HepTb»;
BIS — obuwasa nnowanb CeErMeHTa BHYTPEHHETO CTaHAapTa XxpoMaTorpammbl o6pasua «cbipas HedTb»;
A — obwasn nnowaab Ao 538 °C (1000 °F) BKAOUUTENBHO XpOMAaTOrpamMmMbl «Cblpas HedTb N/IOC BHYTPEH-
HUIA cTaHAapT»;
AlS — obwas nnouwajb CerMeHTa BHYTPEHHEr0 cTaHAapTa XxpoMaTorpaMmbl o6pasua «cbipas HedTb NOC
BHYTPEHHUI CcTaHJapT».
12.2.5 PaccuuTblBalOT TeopeTmyeckyr obuwyw naowagb T Ans Xxpomatorpammbl o6pasya «cbipas
HepTb» (Nnowanb B + B', pucyHok 3b) no copmyne

T=[(AIS mr)- BIS] [(I- W)/ W, (5)

roe AIS — obwas nnouwajb CerMeHTa BHYTPEHHEro cTtaHgapTta XxpomaTtorpammbl obpasua «cblipasd HedTb
NAKC BHYTPEHHUI CTaHgapT»;
I — COOTHOLWEeHMe Naowagen BHe CerMeHTa BHYTPEeHHero ctaHgapTta 4o 538 °C (1000 °F) (BknwounTtenb-
HO) 019 06enx xpomartorpamm [cbopmyna (4)];
BIS — obuwana nnowagb cermeHTa BHYTPEHHEro ctaHAapTa XpomaTtorpaMMbl o6pasua «cbipas HeTb»;
W/ — maccoBas 401a BHYTPEHHEro ctaHgapta B obpasue «cblpast HeddTb N/IIOC BHYTPEHHWIA CTaHOapT»
[bopmyna (3)].
12.2.6 PaccuuTtbiBatloT octaTtok RES cBbiwe 538 °C (1000 °F), % macc., no popmyne

RES = 100- (B/ T- 100), (6)

roe B — o6uwas niouwlaab xpomatorpaMmbl o6pasua «cbipas HedpTb» Ao Temnepatypbl 538 °C (1000 °F);
T — TeopeTuueckas obuias nnowanb xpomarorpammbl obpasua «cbipas HedTb» [popmyna (5)].

12.3 PacueT pacnpegesieHna teMmnepaTtyp KuneHusa

12.3.1 PerucTpupyloT Bpems, nNpu KOTOpom obuias naowafb B Havyane xpomartorpamMmmbl ob6pasua «Cbl-
pas HedTb» paBHa 0,5 % TeopeTuyeckoin obuiei nnowaan I [hpopmyna (5)]. TemnepaTypa, 3KkBMBaNeHTHas
3TOMY BpEMEHU, — Haya/lbHasa Temnepartypa kunneHuns obpasya THK.

12.3.2 CKOppeKTMpoBaHHYy 06y naowanb B KOHLUE KaXAOro WHTepBasa BPEMEHW YMHOXAalT Ha
100 n genat Ha TeopeTuyecky o6y nnowasab T [hopmyna (5)]. B pe3synbTaTe nonyvalwT BbiIXOA4 OTroHa
(% macc.) Ana Kaxporo y3koro yyactka B KaXAgbli BDEMEHHOW uMHTepBas.

12.3.3 3anucbiBaloT B BuAe Tabnuubl napamu o6 nii Bbixod oTroHa (% Macc.) U BpeMsi yaepXunsaHusa B
KaXXIOM BPEMEHHOM WHTepBasie.

12.3.4 Vicnonb3ysa NUHENHY UHTEPNoaAuuto, Npy HeobxoAMMOCTM oNnpeaensaT BpeMs, COOTBETCTBYHO-
lee Kaxaomy npoueHTy B MHTepBane, ¢ 1 % [0 NpoueHTa, COOTBETCTBYIOLWEro BpeMeHU 3/110MPOBaHUA npu
Temnepatype 538 °C (1000 °F).

12.3.5 Ana kaxpgoro 1 % 1 cOOTBETCTBYHOLWEr0 eMy BPEMEHMN YAEPXMBAHUSA ONPeLesiatoT COOTBETCTBYHOLLYHO
Temnepartypy no Tabnvue KannbpoBOUYHbIX AAaHHbIX «BPEMS yAEpXMBaHUA — Temnepatypa kuneHus» (cm. 11.2.2).

13 OdpopmneHue pesyrnibTaTtoB

13.1 3anucbiBalOT cneaylowyo MHhopmayuio:

13.1.1 TemnepaTypy ¢ To4yHOCTbIO A0 0,5 °C (1 °F) B TOUKE Hayasna KUNeHUs 1 Temnepartypy vyepes kaxabliin 1 %.
13.1.2 O6wmit ocTaTtok Nnpu TemnepaTtype Bbilwe 538 °C ¢ ToyHoCTblo Ao 0,1 %.

n
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14 TMpeun3sMoHHOCTb U OTK/IOHEHnEe

14.1 MNpeyn3noHHOCTb

Mpeun3noHHOCTb HacTosLWero mMeToga WCMbITaHUA onpegenieHa MexnabopaTOpHbIM CTaTUYECKUM KC-
cnepoBaHuMeM ¢ yyactmem 8 nabopaTtopuii Ha 5 o6pasuax.

14.1.1 NoBTOPAEMOCTb

PacxoxpeHne mMexay ABYMS nocnefoBaTesibHbIMU pe3ysbTaTaMy UCMbITaHWi, NOJIYYEHHBIMU OOHUM W
TEM XXe onepatopoM Ha O4HOM U TOM e npubope npuv MOCTOSAHHbIX YC/IOBUAX HA WAEHTUYHbIX BelecTBax B
TeyeHne ANNTENbHOTO BPEMEHM NPy HOPMasibHOM U NpaBWU/IbHOM BbIMOJIHEHUN UCMNbITAHWUSA OAHHbIM METOAO0M,
cuMTaeTcsa npaBW/bHLIM, €CNN MOJIyYEHHbIE 3HAYEHMWS NPEBLIWANT YKa3aHHble B Tabnue 3 TO/bKO B OAHOM
cfnyyae 13 gBaguatu.

14.1.2 Bocnpou3BoanMOCTb

PacxoxpeHne mMexay ABYMS €OUWHUYHbIMWA HE3aBUCUMMbIMU pesysibTaTaMu WUCMbITAHUA, MONYYEHHbIMU
pasHbiMy onepatopamu, paboTalWwymn B pasHbiX nabopaTopusax, Ha MAEHTUYHbIX UCMbITYEMbIX 0b6pasuax B
TeyeHne ANINTENbHOTO BPEMEHM NPU HOPMasibHOM U NpaBWU/IbHOM BbINOJTHEHUN UCMNbITAHWUA OAHHBIM METOAO0M,
cuMTaeTcsa npaBW/bHLIM, €CNN MOJIyYEHHbIE 3HAYEHMWS NPEBLIWANT YKa3aHHble B Tabinye 3 TO/bKO B OAHOM
cfnyyae 13 gBaguatu.

Tab6nuua 3— lMoOBTOPAEMOCTb U BOCNPOM3BOAMMOCTb

% oTroHa MosTOpsiemocTb, °C BocnpownssogumocTs, °C
THK 37 10,6
5 4,7 14,8
10 6,9 11,3
20 6,8 15,4
30 7,6 20,4
40 9,3 24,6
50 10,6 30,3
60 11,8 25,9
70 17,6 39,2
80 24,8 38,8
85 18,8 38,8
90 20,7 449
Ocrartok 2,6 % macc. 8,1 % wmacc.

MpumeyaHne 3 — O6pasubl, BKIKYEHHbIE B UCCMEA0BaHNE, UMENN OCTaTkM B AnanasoHe oT 3 % o 30 %.
O6pasupl, nveLye ocTaTky BHE 3TOr0 AvanasoHa, MOryT UMETb APYrYH MPeLU3MOHHOCTb.

14.2 OTKNOHEHUe

HacTosAwunini meToA UCMbITaHMA 4N onpefenieHus pacnpegesieHuss nNpeaenoB KUMNEeHUs cbipoli HedTn
raszoBoli xpomartorpagueii He nMeeT OTKIOHEHWI, TaK Kak pacnpegeneHne npefenoB KMNEHUS MOXHO onpeje-
NNTb TONIbKO KOHKPETHbIM METOAO0M WCMNbITAHUS.

14.2.1 HeBO3MOXHO CTPOro TEOPETUYECKU ONpelennTb pacnpefeneHne npeaesioB KUNeHs HeTAHbIX
dpakymin n3-3a CNOXHOCTU CMECHU, a TaKKe HeyUYTEeHHbIX B3aMMOAEeNCTBUI MeXAy KOMNOHeHTaMu (Hanpumep,
noBefleHNE a3e0TPONHbIX CMeceil). HekoTopble Apyrne MeTonbl, UCMONb3YyeEMbIEe 415 OnpefesieHnsa pacnpege-
NEeHNs NpeaenoB BblKMNaHUA, NnpegycMaTpuBaloT UCNO/Ib30BaHWE Kakoro-Hubyab huanyeckoro npouyecca, Ha-
npMmep OO6bLIYHON MEPEroHKUn WAM rasoxpomartorpadpuyeckolt ngeHTugukaumm. 3To0 NPUBOAUT K HEBO3MOX-
HOCTW YCTAHOBMEHWUS UCTUHHOTO 3HAYEHWs, MO OTHOLIEHUID K KOTOPOMY MOXHO paccuMTaTb OTK/IOHEHWe, Tak
Kak BCe onpefeneHns BO3MOXHbl TOSIbKO A1 KOHKPETHOro mMeTtoja.

12



FOCT P 54291—2010

MpunoxeHune X1
(cnpaBo4Hoe)

CpaBHeHUe c TpagULMOHHOW NeperoHkoi

X1.1 MeTtog vcnbitaHmsa ACTM [1 2892 aBnsetca cTaHAaPTHLIM AN1A TPAAULMOHHOW NEePEroHKN CbIpoi HedpTu.

X1.2 bbio NpoOBEAEHO CPaBHEHWE pPe3y/IbTaToB HACTOSALLEro MeToAa UCNbITaHUs € pesyfibTataMy MeToga UchbiTa-
Hua ACTM/, 2892.

Mo meToay vcnbitaHus ACTM [, 2892 TpyaHo ycTaHoBMTb THK 1 nerkyto yacTb Cbipoli HedoT, 1 ANa npefoTepaLlle-
HMS KpeKMHra obpasua neperoHKy HeobxoaMmMo orpaHnunTbL Temnepartypoit 400 °C.

X1.3 CHockal) oco6eHHO BaxkHa, NMOCKO/bKY NOoKa3blBaeT HENOCPeLCTBEHHOE CpaBHEHNE pe3y/bTaToB, NoyUYeHHbIX
B KPYrOBbIX UCMbITAHUSAX HACTOSILLLEro MeToga 1 Mmetoga ncneiraHnsa ACTM [, 2892. Bk/itoueHbl faHHbIe NSTW 1TabopaTopuid.

1) Ceballo C.D. et al Rev. Tee. INTEVEP, 7 (1), p. 81—83.
13
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MpunoxeHve OA
(cnpaBo4HOe)

CBefeHNA O COOTBETCTBUM CCbIJIOYHbIX CTaHA4APTOB HaUuMOHa/lbHbIM CTaHAapTam

Ta6bnuua JA1

O603HaueHVe CCbUI0UYHOTO CreneHb
cTaHapTa COOTBETCTRUS OGo3HaYEHVe 1 HAVMEHOBaHVE COOTBETCTBYHIOLLETO HALWIOHA/IbHOMO CTaHaapTa
ASTM D 2892 — i
ASTM D 4057 NEQ FOCT 2517—85 «HehTb 1 HedhTenpoaykTbl. MeToapl oT6opa Npo6»
NEQ MOCT 31873—2012 «HedTb 1 HedhTenponykTbl. MeToadb! py4yHOro otéopa

npo6»

* COOTBETCTBYIOLLMIA HALMOHA/bHbIA CTaHAAPT OTCYTCTBYET. [l0 €ro NPUHSTUS PEKOMEHAYEeTCs UCMoMb30BaTh Me-
pEeBOJ, Ha PYCCKMiA 13bIK AAHHOTO CTaHAapTa.

MpumeyaHne — B HacTosAWEN TabnMLE UCMOML30BAHO CrieaytoLLee YC/I0BHOe 0603Ha4YeHne CTENEHN COOT-

BETCTBMA CTaHAapPTOB:
- NEQ — HeakBMBa/IEHTHbIE CTaHA4APTbI.

14
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