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PA3PABOTKA 'A30XPOMATOITPA®PHYECKHX METOAOB
oJs9 AHAJIU3A TEPNEHOBBIX OKCHINMPOU3BOJAHbBIX

K. J1337TC,

KQHAHIAT XMMHYECKHX Hayk
A. 3PM

BLicTpO pasBHBAIOWLASNCH XHMHS COEAHHEHHI TEpreHOBOro pAAa BBLUIBHHY/IA BAXHYW
3anayy aHaJusa 3THX BewlecTB. [locTaBieHHasi 3ajlaya BecbMa CJIOXHA, TAaK Kak, C OAHOH
CTOPOHbLI, YIOMSAHYTHIE BeulecTBa OJH3KH 110 CBOEMY CTPOEHHIO H CBOHCTBAM, UTO 3aTPyA-
HAeT HX pasjeJeHHe, a, ¢ APYroH CTOPOHBI, OHH, NayKe€ B MATKHX YC/JOBHSAX, CNIOCOOHbLI H30-
MEPH30BATLCS HJH TIpeTepneBaTh KakHe-THOO ApyrHe H3aMenenus. [azoxpomatorpadmuue-
CKHH MeTOJ, AaloUHH BO3MOMKHOCTb TOYHO H OBICTPO IPOBOAHTL aHA/IH3 CMecefi 3THX CO-
e1HHeHHH, HEOMHOKPAaTHO NPHMEHSJICS AJs aHajJH3a TepneHOB H HX TNpPOH3BOAHLIX. B pa-
Sorax Bepuapaa ['], fInaka u Llspkaaa [2], JIuGeprn [*] u apyrux [*—7] aHa u3Bl TepNeHOBLIX
YIJIEBOJ0POJOB TaKKe ObUIH NpoBeleHbl 3THM Ke Metoiom. Baiiep [8], Has [%], Homank u
Jlonrepeasie ['°] NpOBOAHAH ra30XpoOMATOrpacHIECKHM METOJ0M aHAJH3bl TEPNeHOBhIX OK-
CHIIPOH3BOAHBIX, BCTPEYAIOLIHXCS B NPHPOAHBIX 3(HPHBIX Macaax.

Onpenenersl HeKoTOpbie H3ompeHouAHble cnupThl Cis [M'—13], a TakKe npoAyKTs pas-
JHYHBIX XapaKTepPHLIX peakuHf 1 TepneHOB: H30MepH3aUHH a-nHHeHa ['Y], nermapartaumy
o-trepnHHeona ['°] u auwHanaoona ['6 '7), UMKIH3AUHMH PA3JIHUHBIX TEPNEHOBBIX TPOH3BOJ-
gbix 18]

[NpH anaJH3e cOeAMHEHHH TEPIEHOBOro psilla rasoxpoMaTorpadHuYecKHM MeTOAOM B Ka-
4€CTBE CTAalHOHAPHOM (asbl 0GbIYHO HCNOJBb3YOTCH: AnHe3on (M H L), CHIHKOHOBBIE CMA3KH
{DC-550, E-301), nonusduprt NABYXOCHOBHBIX KHCJIOT C TJHKOMSAMH, TOJHITHICHMIHKO/b
4 T. 1. B kauecrse TBepaofi crauHoHapHOH $asbl HCMOJB3YIOTCH HHEPTHBIE NMAaTeHTOBAHHBIE
socHTean: «Xpomocopd W», «DmbGacen», neaur 545, orHeynopHbiit kupnuu C-22 u apyrue.
006 HCnOMb30BAHHH OTEYECTBEHHBIX MATepHAJIOB /IS STHX Ilesell HMEKTCH JHINb elHHHY-
4bie naHHbie ['8]. M

Ipx HccleOBAaHHH TPHMEHHMOCTH Ta30XPOMATOrpadHUYecKOro MeToda /IS aHa/H3d
cMecefi TepNeHOBbIX OKCHNPOH3BOAHBIX OBIIO BBISCHEHO, YTO pPe3yJbTaThbl AHAJIH30B B CH/b-
HOH CTENeHH 3aBHCAT OT KOHCTPYKUHH NMpHMeHseMoro npuGopa (B YaCTHOCTH OT KOHCTDYK-
UHH HCnapHTeass W paloyel TeMnepaTypbl KOJOHKH), NPHPOJAbI AKTHBHOH MOBEPXHOCTH
TBEP/Oro HOCHTEJs H cnoco60B HAHECEHHs! CTAUHOHAPHOH (a3bl Ha TBEPABH HOCHTEb.

[TpoBenennbie HaMH HCCJAENOBaHHSA MOKA3aJH, YTO MOJHOCTHIO HHEPTHBHIM HOCHTe/leM B
JTHOUIEHHH TEPNEeHOBBIX OKCHIPOH3BOAHBIX SABJAETCS HOcHTENb «Xpomocopd W», Ha koro-
pOM He Habsi0faeTcsd NPH3HAKOB DA3JOXKEHHS aHAJH3HPYeMBbIX MPOAYKTOB HpH paboued
remneparype 10 200°C (teMnepaTypHBIH npeiesl NPHMEHSEMOCTH KHAKOH (asbl — MOJH-
srHaenrankons 4000). Hocurean «Xpomocop6 W» ue tpeyer npeasapuTebHod 06paBoTKH.

[lps HCNOJBb30BAHHH JHATOMHTOBOTO KHPNHYa ATNpeaeBCKOro 3aBoja H HOCHTEIH
HH3-600, a taxxe «Xpomocopba P» aHa/IH3 BHIIENDPHBEJEHHbIX BEIIECTB HE MOMKET OnThL
MPOBEACH H3-33 HX MOJHOTO DA3/IOXKEHHH Ha 3THX HOcHTensx. ABTopamu Owbila paszpaGoraxa
METOAHKA Je3aKTHBALHH ITHX HOCHTENeiH, 3aKJIuaruascs B MHOrOKPAaTHOH 00paboTKe Ma-
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TepHada KHnsAulell KOHIEHTPHPOBAHHOH COJNAHOH KHCJIOTOH C NMOCAEAYIONIHM €ro mnojauena-
YHB4HHEM DACTBOPOM €JKOro KaJiHs.

Peayabrarsl OnpejeseHuii IokKasasH, YTO HPHIOTOBJEHHEIE TAaKHM 00pas3oM HacalkH
SIBJASVIHCL BNOJIHE MHEPTHLIMH TPH HX HCNOJb30BaHHH A0 Temmepatypsl 180°. 910 mo3BOJHT
PACIIHPHTL ACCOPTHMEHT TBEPAbIX HOCHTENell IJs ‘ra3oxpoMarorpaduu TepIeHOBLIX OKCH-
NPOH3BO/IHLIX H J1a€T BO3MOMXKHOCTb HCHOJb30BATh OTEYECTBEHHBIE MaTePHAJIbL.

Ilpu onpejeneHHn NpHMEHSEMOCTH TBEPABIX HOCHTEJEH B KAYECTBE JKM/AKOI HEMmoABHA.-
HOH (asbl Obl HCNOJb30BAH MOJHITHIEHIIHKOML 4000, BnosiHe WHEPTHBIH K aHaJH3HDYe-
MbIM BelLIeCTBaM.

Kak nokasa/an HCC/IE[OBAHHS, NJSA NOJYdYEHHs YAOBJETBOPHTEJIbHLIX DE3YAbTATOB aHa-
Ju3a, Apyrie xuakue ¢assl (THHA noiH3GHPOB ABYXOCHOBHLIX KHCJOT C AMOJIAMH), A0 Ha-
HECEHHsl Ha TBEPAblLH HOCHTE/b, [OJKHB ObiTb NPEABAPHTENbHO HEHTPAIH30BAHbI

ABropamn 6BLIO YCTAHOBJIEHO, YTO OIpeje/isieMble BELleCTBa, B 3aBHCHMOCTH OT YCJIO-
BHH WX HCIIAPEHHS, MOTYT NpeTepnesaTh H3MEHEeHHsi BO BpeMsi aHajausa. [Ipu 3T7OM Ha H3Me-
HEHHe BElleCTB MOTyT OKa3aTh BJHfAHHE MaTepHaJ H TeMmeparypa KaMepbl BINPLICKHBAHHS.
M3-3a nocjeTHHX NPHYHH HE MOryT ObITH MCMOJIb30BAHEI JJIs aHAIH3a TEPHEeHOBLIX OKCHIIPO-
M3BO/AHBIX TpHGOpBl KOHCTpykuMu YX-1 B ycloBHAX OoJee BbicOKHX Ttemnepatyp. Kpome
npubopa YX-1 Oblin mpoBeleHb! Hecaenopauus Ha npubope Xpom-1. das nonayueHHs yaoB-
JNETBOPHTEJBHBIX Pe3yJbTaTOB Ha 3TOM mpHGOpe HEOOXOAHMO OBLIO YCOBEpIIEHCTBOBATH
KOHCTDVKIIHIO €ro KaMepbl BIpPLICKHBaHHS, YTOObI 00ecHeyHTb KOHTPOJb H PeryJHpOBaHHe
ee TeMnepartyphl :

Boabumas 4yBCTBHTENBHOCTh NOC/IEHEro NMpubopa NMO3BOJAH/IA PEUIHTL 3a1ayy CO3AAHHA
BLICOCKO3(®EKTHBHEIX KOJOHOK AJS aHaJ/H3a CJAOXKHBLIX CMeCeH TeprneHOBbLIX HPOH3BOAHbBIN.
noJyyaeMbiX, HanpHMep, TIPH peaKlHH H30mpeHa ¢ yKcycHoi KHeabroi [19]. y

B pesyJibraTe JaHHOTO HCCJIEIOBAHHS BbLISICHEHO BJHSHHE Pa3JHUHBIX NOCTOPOHHHX (ax-
TOPOB Ha pe3yJbTaThl aHAJH3a TEPNEHOBLIX OKCHIIPOH3BOAHBIX ra30XpoMaTorpadHYecKHA
MeroaoM. [l mpoBeleHHs JaHHOro aHaJH3a paspaboTaHa MeTO/HKA H CO3/laHa anmapa-
Typa, HCKIIOUaiolllHe HCKaxalollee AeHCTBHE 3THX (aKTOpPOB.

SKcnepumeHTa.n bHas 4acThb

B kauecrBe aHaJH3HPyeMbIX BeIECTB HCMOJb30BAJHCh TEXHHYECKHH TePAHHON H JIHHE-
JI00J1 H3 NPHPOJIHOTO ChIPbS, MPEBAPHTEILHO OYHILICHHbIE TOYHOH peKTHGHKAlHEH, H CHHTE-
THYECKHH UHTpa/b, nosyyaeMblii npH peakudn ComMJe H3 repaHHAXJIODHAA — OCHOBHOTO
IPOAYKTA ‘PEaKUHH TeJOMEePH3auHH H30NpeHa C ero rHapoxJopuaamu [2°].

I'asoxpomarorpadusi npHBeIeHHLIX BeliecTB H3yuajdach Ha mnprbope YX-1, HaroToe-
nennoM TanHHCKHM 3aBOJOM H3MEPHTEJbHLIX NMPHOOPOB, H mo3xe Ha npudope Xpowm-1,
EbINylEHHOM 3aBonom «J/labopatopne Ilpuctpoe» (YexocioBakus). ;

[Mpudop YX-1 cHaGxkeH AETEKTOPOM TENJONPOBOAHOCTH (KATapPOMETPOM), CKOPOCTH MO-
TOK# ra3a-HOCHTEJs ONpee/seTca NpPH NOMOUIH H3MEpHTeNs ¢ MbUIbHOH nuenkoil. [Tpudon
cHaOXeH HCrmapHTeseM H3 HepiKaBelolleil CTasid, KOHCTPYKIHS KOTOPOro, OJH&K0, He odec-
NeYHBAaeT KOHTPOJs H PEryJqHPOBKH TeMIepaTyphl KaMepsl BIPBICKHBAHHSA, TOITOMY Tpe-
GyeTcsi OCTOPOKHOCTb NpPH aHaJH3e UYBCTBHTEIbHBIX K MeperpeBanuio Beutecte. Hampumer,
npH paboueil remnepatype KoqoHkH 170° B BBIK/IIOYEHHOM HCIApHTEJE Temmeparypa Oolia
Gonee 220° (ompenmesieHo B HepaGoueM nosaoxkenud). Ilpu noBbienun paboueii Temnepa-
TYPHl KOJIOHKH, C BKJIOYEHHEM JIOTOJHHTENLHONO HArpeBa HCHApPHTeNs, a TakiKe NpH ipo
BEJICHHH aHA/JH30B Cpasy MocJe JIOCTHXEeHHs pabouell TemMnepaTtypbl KOJOHKH (1010rpes ¢
MaKCHMaJIbHhIM HamnpfieHHeM) HabogaeTcd pas/oxKeHHe FepaHHoMda H JHHAJI00/1d B HCila-
paTese (puc. la), o yem cBHAeTeabCTBYET (aKT, YTO MOC/AE CTAGHIH3ALHE TEMNEepaTyphl NpH
170° 6e3 10MOJIHUTENILHONO HaTpeBa HCMAPHTENS HA XPOMATOrpaMMe He 0BHAPYIKEHO MPOIYK-
TOB Pa3JIO}KEHHS] 3THX e Benlects (puc. 16).

Ilpu Henosb30BaHHK KOJOHOK € BBHICOKOH pasielsiioniell cnocofHOCTLI0 He0OX0AMMO Npo-
BECTH aHanH3 NpH Gojiee BBICOKHX TeMNEpPaTypax AJs YMEHbLIEHHS BPEMEHH YIepHKHBaHHS
KOMNOHeHTOB. ONHOBDEMEHHO BpeMS YAEpPIKHBAHHS MOMKET ObiTh COKPALIEHO VYMEHLIICHHSM
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Puc. 1. a — PasjoxenHe repaHnoJa B ucnapurese npu6opa YX-1. 6 — Xpomatorpam-
Ma repaHHoJia nocJe CTaOHJIH3allHN TemIepaTypb! Hcraputeas npadopa YX-1.
T = 170°, xoaouka 15% TI9T wa MH3-600, ckopocrs notoka Bopopoxa 30 ma/Mun, BesH-
yuna npo6sl 0,015 ma; I — Bo3ayx; 2 MPOJYKTHl PA3JOXKeHHs; 3 — repaHHoJl.

KoJanuecTBa XKHAKOH (a3sl Ha HocHrese. Ha npubope YX-1 mepBoe ycloBHe HE MOXKeT OBITH
BBITIOJHEHO H3-33 NeperpesaHHsi HCrapHTe/Is. YMeHblleHue KHAKOH (aspl HAa HOCHTeXe NpPH
Henob3oBaHnH npubopa YX-1 rakzxe He MoxKer ObITh OCYLIECTBJi€HO, Tak Kak 3TO Tpedyer
BBEEHHSA Meublileli npoObl, KOJHUYECTBO KOTOPOH JHMHTHPYETCS UYBCTBHTEIbLHOCTBIO JETeK-
TOpa, B JAaHHOM cJydyae Karapomerpa. 1o BblleyKasaHHBIM NMPHYHHAM HCHOJIb30BAHHE BBI-
cOK03(HEKTHBHLIX KOJOHOK VIS AHAJMH3Aa TepPIeHOBBIX OKCHNPOH3BOAHBIX Ha IipHbope YX-1
HEBO3MOKHO. s
Jlyuuine peayiabrarhl Oblan nogayuennl Ha npuéope Xpom-1. [Tpubop cnabrken niaMeHHO-
HOHH3AIHOHHBIM  JI€TEKTOPOM, 06ecrneunBaiou(HM BBICOKYIO UYYBCTBHTEIbHOCTH npHOOpa
Onnako 3aBOjACKON HemapuTeab He ofecneunBaJsi GHICTPOro HemapeHust npo6er (pHe. 2a), Tak-
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Puc. 2. a — XpomaTorpaMmma cMecH repanHosa ¢ JHHAJ00J40M Ha npubope Xpom-1 ¢ ucna-

pPHTENEeM 3aBOACKOI0 H3rOTOBJEHHA. O — XpoMaTOrpaMMa CMeCH FepaHHoJa ¢ JIHHAI00.JI0M
Ha npubope Xpom-1 ¢ HOBBIM ucnapureneM. Temmnepartypa ucnapuress 220°

T = 150°, kosonka 4% II3T na «Xpomocop6e W», ckopocth nmotoka aprona 15 ma/mun,
Beanunna npo6ui 0,002 ma; I — 3dup; 2 — AMHANOOA; 3 — TEPAHUOI.

Ae He KOHTPOJHpOBaJach temneparypa ucnapuress. [Tocne ycoBeplieHCTBOBAHHA KOHCTPYK-
HHH HCIADHTesl 10 NPHBEAEHHOH cXeMe (CM. CXeMy) CTaJ/d BO3MOXKHBIMH KOHTDPOJb H pe-
ryJHpOBaHHe TeMIepaTypbl KaMepbl BNPBICKMBAHHA. DLIIO BLISICHEHO, YTO NMpH TeMmepaType
B Henrapureae or 160 1o 220° npomcxoant GeicTpoe HcnmapedHe npobGer 63 3aMeTHOro pas-
noxenns (puc. 26). [Ipu moBbllIeHHW TeMIepaTypbl Henapureas fo 250° nosyuaercs Xpo-
MaTorpamma, anaJornyHas XpomarorpamMme Ha pHc. la, moayuensoii Ha npu6ope YVX-1,
Tax kak xononkm npudopa Xpom-1 3aBoackoro uarorosienust (U-oO6pasmble, JHAMET-
pom 8 am, obiilefi anHnOil 3.4 s, M3 HepiKaBeloulelf CTalH) HE MOrJIH 06ECNeudTh HYMRHOe
pasjieJieHHe HCC/IelyeMbIX CMeceif, H Ha BHYTPEHHeH MOBEPXHOCTH KOJOHOK, MOC/Ie Hempo-
JONAHTEABLHOTO HCNOAL30BAKNS, OblII OOHADYKEHDBI CJIeB PKABUMHLL, TO ABTOPAMH ObiuTH
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UCOJIb30BAHBI KOJICHKH, H3rOTOB/JEHHbIE H3 MEAHOH TPYOKH, BHYTPEHHHM AHAMETPOM 3 Mil
H AJHHOH 7—8 .

Omeepemuyg daa
e 8NPLICKUBAHUA NPObL

! Cxema Henapureas. | — 3arKHMHas
BTYJK4 C OTBEPCTHEM /I8 BHPBICKHBA-
HHSI TPOOBLI H C OXJaXAarueH NJacTHH-
KOH; 2 — dTOponIacToBOe YNIOTHEHHE;
3 — mpobKa H3 CHJIHKOHOBOTO KayyyKa
—— Bxod J/Isi BIPBICKIBAHHSA NTPOOLI; 4 — 3aMHM-
2asa-focumend . pyag  wmydta Aas  HTOPONAACTOBOrO
YMJOTHEHHA; & — KOPMYC HCN&PHTEAs;
6 — oOMOTKa 3.1eKTpoHarpeBa ¢ H30.1-
HEH; 7 — Hacajaka H3 cepebpsiHoft cer-
KH; & — KapMaH QJsi TepMONaphi.

Boixod zaza-Hocumesa
¢ napamu npobs

Jlas noA/eprKHBaHAS HEOOXOIHMON BedHYIIHbL TJIaMeHH B JeTektope mpxOopa npixo-
JIHJI0Ch, B CHJY MAaJoi CKOPOCTH rasa NpH BBIXO/€ H3 KOJIOHKH, Pa30aB/JATb NPHMEHSAEeMblll 8
JIeTeKTOpe BOLOPOJ HHEPTHBIM razcdM. B KauecTBe rasa-HOCHTeNs MCHOJb30BAJHCH aProH HJH
VIJIEKHCJI0Td, PAcXO[ ra3oB ompelesics 110 poraMerpy. Doabias 4yBCTBHTEJIbHOCTH MDH-
50pa MO3BOJIHIA HMCMOJAL3OBATH A5 AHANH3A TEPHEHOBLIX CIHPTOB CTAHIAPTHYIO KOJOHKY
JJIHHON 7 A, 3aNOJIHEHHYIO HacaakoH n3 «Xpomocopba W», kpynHocteio yactuu 30—60 mewur,
¢ HaHeCeHHBIM noJHyTHAEeHIIHKoeM 4000 B KoanuectBe 4% OT Beca FOCHTEIS MPH TeMre-
parype 150°. I1pn HCnoab30BaHHH 3TOH KOJOHKH npH Temneparype 200° He 6mJI0 06GHApY -
JKEHO TPH3HAKOB pasjiokeHHs repannona. Ilpn temnepartype 150° Ha 3TOH Ke KOJIOHKe HC-
CJIe10BaNOCh B/HSIHHE TEMIepaTypbi HCHAPHTEIsT Ha pesyJhTaThl aHalH3a (CM. pHC. 2a H 26).

B kauecTBe KHIKOIl (asbl NPHMEHSIHCh, KpoMe noausTHiIeHrankoas 4000 (I131), eme
nonu3HPbl ATHNHHOBOH KHeaeTsl ¢ rankodeM (AlISD) u ¢raneBoli KHCIOTH € TIHKOJEM
(®OI13T). Tlocnennue cHHTE3HPOBAMHCL MO MeTolHKe, npHBedenroil Kopmakom [?'].

Jast 06paGOTKH HHEPTHOrO TBEPAOTO HOCHTEsI PAa3MENbYEHHbI THATOMHTOBHIH KHP-
nuu AnpeseBckoro 3aBoja, nocuresb MH3-600 (pasmep sepen 0,25—0,50 ) wan «Xpomo-
cop6 P» (kpynHocts wactHi 30—60 Melw), KHNSATHIH B KOHUEHTPHPOBAHHON COJISHOH KHCJIO-
1€ B TeyenHe 6 yacoB, NPOMbIBAJIH BO/OH H CHOBA KHNATHJIH B HOBOH NOPUHH KOHUEHTPH-
POBAHHOMN COMAHOR KHCAOTHL Onepaniio NoBTOPsJIH 3—4 pasa. HocHTesh mpOMbIBAJCS JiH-
CTH/LIHPOBAHHOH BOJAOH 710 TOJyYeHnsl HEHTPAJbHOH peakuUuH NPOMbIBHBIX BOA H, MOLae
npHOaBJeHHs 1HeBOJbINOro KOJHYECTBA aMMHAUHOI BOMAbI, BHICYLIHBAJCH MpPH TeMmmeparype
Boine 200°. 3aTem BBICYWIEHHBIH HOCHTENb [EPEMEIIHRBAJICH C METAHOJLHBIM PACTBOPOM
KOH, B3siteim B koamnuecrBe 0,6—1% KOH or Beca Hocurtens. PacrBopurens yjiaasiacs
ebinapuBanueM npH rtemnepatype 120°. Takum o6Gpas3om, npeiBapHTEIbLHO 06padoTadHbii
HOCHTE/Ib pacceuBalicsi Ha Gpakunu pasmepom 3sepen 0,16—0,20; 0,20—0,25; 0,25—0.31,
6,31—-0,50 s, KOTOpbiE HCINOJB30BAJHCH OTIEAbHO. \

Jlas Hanecenust KHAKOH (ha3bl HEOOXO/HMOE ee KOJHYECTBO PACTBOPHAH B NOAXOAS-
1eM pacTtBopHTese, 00beM KOTOPOro Obl1 HEeCcKoJabKo Menbule (okodo 10%) odbvema HOCH-
Teqs A MaHHOH KOJOHKH, TOCJEe 3TOTO, NMPH NMepeMelHBaHHH B BHICOKOM CTaKaHe, K pacr-
BOPY NpHOABAAJACA HOCHTeIb. B cayyae npHMEHEHHS CHHTE3HPOBAHHBIX MOJH3(PHPOR pPACT-
BOD [DEABAPHTEILHO HelTpaansdoBascs no Geroadranenny npubabacnnem pacrsopa KOH
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3 CrHpre A0 pO3OBO}“l OKDAacCKH. Pacmopmmu BbI[TapHBaACH CilayaJda BpalleHHEM CTdKdHa

7O HArpeBaTeILHOH JAMMGH, MCTOM B BaKVyMe /0 TOJHOrO yJaJeHlist CIeHA0B PaCTBOPH-
TR,

KUJIOHKH 34n0JHHAJHCH [pH  MMOMOIH Bn6pa1‘opa. [IOCJie 3aMNOJHEHHHA HM [npHAaBaIH
“4yXHYI0 QopMy. B nessix crabuausauHH KOJOHKH €e MPOAYBaqH TOKOM HHEDTHOTO rasa MHpH
remnepatype, npesbiiatoieii va 10° pabouyio Temnepatypy.

M8
e ]

3 Puc. 3. PasaoxeHHe repaHuoaa B KOJOHKe.

105 [Tpubop Xpom-1, T = 200°, temneparypa HC-

napurenst 200°, cxopocTh TOTOKAa Aaproua

10 ma/sun, xomouka 8% T19T na HUH3-600,

BeaHynua npo6el 0,005 wa. I — 3dup; 2 —

NPOJYKTH pasfoKeHHs; 3 — Ccaeas JHHa-
n0o0s1a; 4 — repaHHo.

0 mun 4 0

KoaoukH ¢ o0pafoTanHoi HacalkoH H3 JHATOMHTOBOTO KHpnMHY4a AnpeneBckoro 3a-
z01a, nocureas HH3-600 u «Xpomocopba P» ¢ uauecenuwmin I3 (15% npu npumeneHwu

11.0
M8
!
3
7 4
Puc. 4. PasnoxeHHe repaHHoJd H JHHAJI00Jd B KO- ke 05
aonke. [IpuGop Xpom-1, T == 165°, temneparypa Hc-
naputeas 180°, konouka 10% AIIST na HH3-600,
CHOPOCTh NOTOKA aproHa 15 ma/suw, BenHYHHa 1po-
om 0,005 ma. (Obosnauenue cM. pHC. 3.)
)
Mun 20 10 d
apnbopa YX-1 u 8% — npu Xpom-1) 4BAAKOTCA NPHIOAHLIMH JAJAf aHATH3a TEPHNEHOBHIX

coHpToB npH Temnepatype 1o 180°. Xpomatorpamma nonyuyaercs aHaslorHyHo puce. 26. [pw
rempepatype 200° pabmionaercs pas’oXKeHHe TepaHHoAa B KOJAOHKe (puc. 3).
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Puc. 5. @ — Xpomartorpaxma CHHTETHYECKOro LHTpaJds Ha npubope Xpom-1. T = i60°
remneparypa uenaputess 180° koaorka 8% PIIST wa MH3-600, ckopocth notoka aprona
15 ma/swun. pennunna npoOnl 0,002 a2 6 — XpomMaTorpaMma CHHTETHUYECKOTO LHTPAs
“a nprbope Xpom-1, T = 150°, remnepatypa ucnapennsi 180° koaouka 4% [13I na «Xpo-
wocople W», ckopocth notoxa aprona 15 ma/mun, seanunua npobu 0,002 wma. | — 3bup;

2 — uutpans A.
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C 1eJblo Jy4miero pasjielieHHsa CMeCeH TeprneHOBBIX NPOH3BOAHLIX ObIIH HCIOJb30BAHbB:
KOJIOHKH, 3anojuennbie Hocurenlem MH3-600 ¢ namecennbiMu xuaxkumu dasamu AlIST
®II2T, kotophle obaagaior Gosbliell nogaspHocteio, yem 19, YmomsiHyThle KOJOHKH Tpe-
Oylor Goapueil crabuinsannu, yem Koaouku c II9T. Ilpun Hawecenmn Muaxoi dasm 06es
Dpe/IBAPHTENbHONH HEHTPaMi3alndi CBOOOJAHBIX KHCJIOT TPOHCXOAHT PAa3/okKeHHe TepaHHo/a
H MHHasoosa na Hacaiake (puc. 4). IlpeaBapurtesnbuasi HeHTPAJAH3AUKA YCKOPSET TaK¥Ke MPo-
necc crabunusanun KojoHkH. Ha kKomonke ¢ nanecenHbM @OII3T ObiH moJyyeHn Xpoma-
TOrpaMMbl CHHTETHYECKOrO HHTpats (pHe. Ha), OTIHUYalOIIHecs Or Xpomarorpammbl Ha [ID[
(puc. 56), Gaaropapsi 60/blIOH TOAAPHOCTH AKUAKOH (asbl.

BoiBoabl

1. Tlpupona TBepAOrC HOCHTE]s, TEMMIEpaTypa, a TaKKe KOHCTPYKUHS Ta3oXxpoMaTo-
rpadOB OKAa3bLIBAIOT ONMpEAEJNEHHOE BIHSHHE HA De3yJbTaThl aHaIH3a.

2. TpeGoBanusiM aHaaH3a CJIOXKHBIX cMmeceill Jyume orsedaer npubop Xpowm-l.
06naaloWHi BHICOKOH YyBCTBHTENbHOCTHIO. [Ipumenenue mpuGopa YX-1 orpaHHuHBaercs
@HAJH30M HH3KOKHIAUHX TEPNEHOBLIX OKCHIPOH3BOAHBLIX HJH HECJIOKHBIX CMECceH.

3. HoBas KOHCTPYKIHS KaMepbl BNPLICKHBaHHS - 00eCIEUHBAeT KOHTPOJb M PeryaHpo-
BalHe TemIeparypbl KaMephl. ‘ :

4. Jlns aHasn3a T2PIEHOBLIX OKCHIIPOM3BOAHBLIX 0€3 IpeABapHTENbHOIl 1e3aKTHBAIKN
npurogex ToabKo «Xpomocop6 W». Oreuecrsennvie nocutean HWH3-600, numatomutoshii
KHpNHY ArnpeseBCKOro 3aBoia, a Takxe «XpomMocop6® P» HENnpHroAHBl /IS aHaJAH3a Tepre-
HOBBIX OKCHMPOH3BOAHBIX H3-33 HX pAa3JIOJKEHHs Ha BLIIEYKA3aHHLIX HOCHTEJsX.

5. PaspaGotanHass MeTOAHKa Je3aKTHBALHM HOCHTEJeH JlaeT BO3MOMKHOCTh HCMOJIb-
30BaThb HX /I AaHa/lH3a TEPNeHOBHIX OKCHMPOH3BOIHBIX MPH TeMIepaType ‘He  Bsille
180°. ‘

6. Jlas npuMeHeHHsi noJH3(pHPOB HEOOXOAHMO HX NpEIBAPHTEJNbHAS HElTpaIH3alus.

7. PaspaboTaHHas METOAMKA M anmnapatypa o0ecmeyHpaioT NPOBENEeHHE BLICOKOIh{er-
THBHOTO aHajlH3a TepIeHOBLIX -OKCHIIPOH3BOAHMIX ra30XpoMaTorpapHyeckumM MeTOo10M ¢
HCMOJb30BAHHEM JIOCTYMHbLIX OTEUeCTBEHHBIX HOCHTEeH. 3
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GAASIKROMATOGRAAFILISE MEETODI VALJATOOTAMINE TERPEENSETE
HAPNIKUUHENDITE ANALUUSIMISEKS

K. Laits,
keemiateaduste kandidaat

A. Erm
Resiimee

Uuriti mitmesuguste faktorite moju terpeensete hapnikuiihendite gaasikromatograafili-
sel analiiiisil.

Selgitati vdlja kasutatud seadmete konstruktsioonilised puudused, mis avaldavad moju
analiiiisi tulemustele. Tootati vélja otstarbekohase aurustaja konstruktsioon.

Leiti, <t terpeensete hapnikuiihendite analiilisiks kasutatud tahketest kandjatest sobib
ilma eelneva tootlemiseta ainult «Chromosorb W», kuna «Chromosorb P» ja diatomiit-
tellised Inzevski ning Apreljevski tehasest lagundavad terpeenseid hapnikuiithendeid.

Tootati vilja metoodika nimetatud tahkete kandjate desaktiviseerimiseks, mis voimaldab
kasutada neid terpeensete hapnikuiihendite analiiiisiks kuni temperatuurini 180° C.

Uuriti erinevate vedelate faaside (poliietilleenglitkool, adipiinhappe ja ftaalhappe
politestrid gliikooliga) kasutatavust ja leiti, et terpeensete hapnikuiithendite analiiiisiks
sobivad adipiinhappe ja ftaalhappe poliiestrid glitkooliga vaid parast nende neutraliseeri-
mist.

Uurimise 16ppresultaadina konstrueeriti aparatuur ja tootati vilja metoodika terpeen-
sete hapnikuithendite tdpseks analiiiisiks gaasikromatograafilisel meetodil.

Eesti NSV Teaduste Akadeemia Saabus toimetusse
Keemia Instituut 4, XII 1963

AN ANALYSIS OF OXYGEN-CONTAINING TERPENES BY GAS-LIQUID
CHROMATOGRAPHY

K. Laidts, A. Erm
Summary

A study was made of the effect of different factors in the analysis of oxygen-con-
taining terpenes by gas-liquid chromatography.

The constructional drawbacks of the equipments were revealed, which affect the accu-
racy of analysis. The construction of an efficient injection heater was elaborated.

It was stated that out of all the solid supports used for the analysis of oxygen-con-
taining: terpenes, only “Chromosorb W” can be used without preliminary processing, whe-
" reas “Chromosorb P” and diatomaceus eatth firebrick from Inzevski and Aprelevski plants
destroy the oxygen-containing terpenes.

A method was elaborated for a desactivization of the aforenamed solid supports,
which will permit to use them for analysis oxygen-containing terpenes at a tempera-
ture of up to 180°C.

The suitability of different liquid phases — polyethyleneglycol, polyesters of adipic and
phthalic acid with glycol — for an analysis of oxygen-containing terpenes was investigated,
and the two last-mentioned proved suitable after neutralization.

Finally, the construction of an apparatus for an accurate analysis of oxygen-containing
terpenes by gas-liquid chromatographic methods was elaborated.

A.4cc41demy of Sciences of the Estonian S.S.R., Received
Institute of Chemistry Dec. 4th, 1963



