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BJIMSAHUE XUMHUYECKHUX ®OPM CEPBI

NP EE ATOMHO-ODMUCCHUOHHOM OITPEJAEJIEHNN B HE®TEITPOJAYKTAX

V3y4eHO BIUSHUE OPraHUYECKHUX PAacTBOpPHTENEH (H-rekcaHa, H300KTaHa, OEH30Ja, TOJIyoja, KCHIIONa U KEepOCHHA)
Ha aHAJIUTUYECKUN CHTHAJ Cepbl IPU €€ ONPEACICHUM METOJOM aTOMHO-3MHCCUOHHOM CIEKTPOCKONHMHM C HHAYK-
THBHO-cBsi3aHHO# Miazmoir (ADC-MCII). MakcUMallbHBIH OTKJIMK IOJIyYeH JJIsi PacTBOPOB JJIEMEHTHOIl cephl B
BBICOKOKHUIISIIUX PACTBOPUTENAX (KCHIIONE U KEPOCHHE). YCTAHOBJICHO, YTO B 3THX PACTBOPUTENAX NMPUPOJA XUMH-
geckuXx Gopm cepbl (ImeMeHTHOMH, AuOyTHiaCcynbduaa, 2-6eHzountuodena, TerpaTuypaMancyibduaa) cymecTBeHHO-
ro BJIMSHHMS Ha MHTEHCUBHOCTh CHTHAJa CEPbl HE OKa3bIBaeT, 3a HCKIodeHHeM Jyerkoneryuero CS,. IMokazana Bo3-
MOXHOCTh IPUMEHEHHUsI PAcTBOPOB AJIEMEHTHON Cephl B KEPOCHHE B KadeCTBE I'PAaAYHPOBOYHEIX IIPH ONPEICICHUH
cepsl MeroqoM ADC-HCII. C npuBicueHreM HE3aBUCHMBIX METOJOB MPOBEACHA OICHKA MPaBUIBLHOCTH OTpeaene-
Hus oOmielt cepsl B HE(TAX, AU3TOIUIMBE, KEPOCHHE, Ma3yTax, OeH3HHe.

OOuienpu3HaHa TEXHOJIOTHYECKAs, SKCIUTyaTallH-
OHHAsI U DKOJIOTHYECKash "BpEAHOCTH" mpuMeced ce-
pBl B HeTsIX W MpoAyKTax ee mepepaborku [1—A4.
CoennHeHHs cepbl COAepKaTcs B HEPTAX B IIUPOKOM
Juana3oHe KOHLEHTpaluui — OT COTBIX JOJIEH 10
8—14 %. [Toxa3aTenp "061Ias cepa” BKIIOYACT Psij
COEIMHEHHNH Cepbl, BXOJAILIMX B COCTaB HedTernpo-
IYKTOB — 3JIEMEHTHYIO cepy (00buno He 6omee 0.1
%), cepoBomopon (mo 0.02 %), opraHuveckue Cyib-
¢bunel u qucyashuabl, THOJBI U THOGeHH. Kak mpa-
BHWJIO, B JIETKHX (pakiusx HeYTH COCPEIOTOYEHBI
MmepkanTtanbl (10 70 % OT Bcex CEpPHHUCTBIX COCIMHE-
HU# Qpakuuu). B cpeqHUX TUCTHIUIATHBIX (paKiusix
HEe(TH OKOJIO TOJIOBUHBI CEPHHUCTHIX COEANHEHUI CO-
CTaBISAIOT THOAYUPHI, THANKHICYIbQuIbI ( B OCH3M-
Hax, KepOCHHaX), TPOU3BOAHbIC THO(DEHA (KEPOCHHHI,
JM3TOILIMBA, Macia).

Conepxanue obmieil cepsl B He(TEIPOAYKTax
(HIT) o6bruno HOpMHpPYIOT Ha ypoBHe oT 0.5% B
mu3enbHoM Tomtuse 10 0.05 % B aBUaliMOHHOM OcH-
3uHe. J{ns eBpomneickuX AW3eNnbHBIX TOIUIMB B TIOC-
JIeJHYE TOABI OTOT IOoKa3aTenb yxecroueH no 0.0015
%. B pspe ciaydaeB HOPMHpPOBAHO COJIEpIKaHHE
OTIETbHBIX XuMudeckux opm cepbt — Tro0B (0.01
% s Oen3uHOB, auizenbHOoro tomtusa u 0.005 %
B TOIUTMBAX IJIsl PEAKTHBHBIX ABHUTATENeH), dIeMeH-
tHO# ceprr (0.0015%) u ceposomopoma (0.0003 %)
B aBTOMOOMIBHBIX OeH3uHax [1].

B aHamuTHuYeckOM KOHTpOJIE KayecTBa Hedre-
MPOJIYKTOB UCHOJIB3YIOT METO/IbI Ka4YeCTBEHHOTO H KO-
JMYEeCTBEHHOro aHanu3oB. Juist oOHapyXeHHs 0
6404 % CepoOBOJIOPO/A TPUMEHSIOT TaK Ha3bIBae-

MYIO TOKTOPCKYIO TPo06Y (0 peakiuu ¢ mIoMOUTOM
HaTpust), Ui o6Hapyxenus H,S u aneMeHTHOM cepbl
(mo 140°%) — npoOy Ha MemHyro TUacTHHKY [1, 2].

Jna xonuuecrsenHoro onpenenenus B HIT ce-
PBI ¥ HEKOTOPBIX €€ XUMUUECKHX (JOpM TOCie UX OKHUC-
JICHUS] WJIM BOCCTAHOBJIGHUS HMIMPOKO HCHOJIB3YIOT
TUTPUMETPUIO C BU3YaJIbHBIM, MOTEHI[MOMETPHUYEC-
KHMM, KyJIOHOMETPUUECKUM UIH aMIIEPOMETPUUECKUM
JETEKTUPOBAHUEM TOUYKHU SKBUBAJICHTHOCTH, a TAKXKE
pasnuuHble BUABl XpoMmaTtorpaduu. s quddepen-
LHUPOBAHHOTO OMNPEIEICHUS PA3NUYHBIX CEPHHUCTHIX
coeAMHEHUH (P PEKTUBHBI MOJSIPOrpapUUecKue Me-
TOJBI U XpOMAaTO-Macc-ClieKTpoMeTpust. B nmocnennue
ToJbl JJIsl OIpeesieHus oOmiel cepbl cTaiau MpHUMe-
HSTh PEHTIeHOBCKYIO diyopecuenimio (POA) u me-
TOJIbI ATOMHOTO CIEKTPAIbHOTO aHaju3a [5], BKIO-
4yasi aTOMHO-3MHUCCUOHHBIN aHaIU3 C MHAYKTUBHO-
cesizanHoi tiasmoii (ADC-HCII) [6—8]. Muorue
U3 MEPEUUCIIEHHBIX METOI0B PEriiaMeHTUPOBAHBI JIs
ananu3a HII B cooTBercTByromieil HOpMaTUBHOM J10-
KymeHTanuu [9—14].

Ocobennocteio ADC-UCII merona ompenerne-
HUSI CEepbl ABJISIETCS BIUSHUE HAa AaHATUTUUYCCKUI
CUTHAJ HPUPOABI OPraHUYECKOTO PACTBOPUTENS U
XuMH4eckux Gopm cepol [7, 8]. OTMeueHa BO3MOX-
HOCTh BO3HHUKHOBEHHUSI CHCTEMAaTHUECKMX HOTpell-
HOCTEH NIpH ompeneleHun obmel cepbl B HedTe-
MPOJyKTaxX ¢ BBICOKMM cojiepxkannem H,S, Mepkar-
tanoB [7, 8].

ITenp maHHON pabOTBl — H3yueHHE BIMSIHUS
Ha aHaJUTUYEeCKHi curHai cepsl B meroge ADC-
NCII npupoabl CEpHUCTBIX COCIMHEHUH M OpraHu-
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YeCKMX pacTBOpHTENed NpH aHaim3e HedTenpomyk-
TOB Pa3JIMYHOTO (PAKIMOHHOTO COCTaBa i1 000C-
HOBaHHMS COCTaBa CTaHIApTHHIX 00pasloB, HEOOXO-
JMMBIX JUISI METPOJIOTHYECKOTO 00ecredeHus npsiMo-
ro ADC-UCII merona aHanmu3a HE(TENPOIYKTOB Ha
coJiep)kaHue oOIer cephl.

W ccnenoBaHus NpoBOJMIIMCE HA SMUCCHOHHOM
CIIEKTPOMETPE C MHAYKTHBHO-CBS3aHHOM IIa3Moi
Optima 2000 DV (Perkin Elmer). Mcrounuk Bo3-
OyXJICHHUsI CIIEKTpa COCTOUT M3 IJIa3MEHHOM ropei-
KH, PacIbUIMTENsl, HHAYKTOPA, MEePHUCTAIbTHYECKOTO
Hacoca M TBEPAOTENLHOTO (HE COJCPIKAIIETO JTAMITBI)
PazMoYacTOTHOTO TeHepaTopa C PeryJupyeMol MoIl-
HocThio OoT 750 mo 1500 BT ¢ aBTOMaTH4Yecko# cra-
ounuzanuei, padoratomeit Ha yacrore 40 MT'. On-
THYECKasi CUCTEMAa MMEET IBOWHOM JIleiIe-MOHO-
XpOMaTop CO CKpPEIIEHHON Iucrepcuell ¢ mpusMoil u
mMbpakuoHHO# perneTkoi 79 mTp/MM. B kauect-
Be gerektopa wucnonbdyercs I13C-npuemuuk (mpu-
OOpBI C 3apsATOBOM CBSI3BIO C JIBYMs CEIMEHTaMH IO
176x128 nmkceneii). OCHOBHBIE TEXHHUYECKUE Xapak-
TEPUCTUKUA TNpUOOpa — CIEKTPAJIbHBIA TUANa30H
160—190 umM; cnekrpanbpHoe paspemienue 0.007 M.
ITpu pabore B Y®-muamazone (160—190 um) wuc-
MOJIb30BaHa yCUJICHHAs MPOJYBKa CIIEKTPajIbHOTO
610Ka 0c000 YUCTBIM a30TOM.

VYrpaBieHHe MpoLeccoM H3MepeHus 1 00paboT-
KH BXOJHOHW WH(POPMAIUU OCYIIECTBIIOCH OT |IBM -
COBMECTHMOTO KOMIIbIOTEPA C IMOMOIIBIO CIEHab-
HOro mporpammuoro kommiekca WinLab32.

Jns aHanu3a OpPraHUYECKUX PAacTBOPOB OBLIN
BBIOpAHBI CIEAYIOIIHNE apaMeTPhl: THIT PACIBIIUTE-
JBHOM KaMepbl — ITUKIOHUYECKas SKpaHUPOBaHHAS,
WHKEKTOP — KBapIEBBIH ¢ BHYTPEHHUM JHAMETPOM
0.8 MM, PU momuocte — 1500 Br, motok pacmsi-
qurenst — 0.4 1/MUH, BCIIOMOTATENBHBIA MOTOK —
0.7 n/muH, moToK Twa3Mbl — 16 ji/MuUH, pacxo mpo-
661 — 0.7 n/muH.

B paboTe ucnonabp3oBaiu psiJy OpraHMYECKUX pac-
TBOpHTENEH, pasnuuue (U3MYECKUX CBOWCTB KOTO-
PBIX MOJKET MPEAIOJIOKUTEIBHO BIUATh Ha MPOLECC
pacrblUIeHHs] aHAJIU3UpyeMoil poOs! B miasmy. [ o-
TOBWJIM PacTBOPHI JIEMEHTHOH Cephl C KOHIEHTpa-
uueit 1 mr/mi B w-rekcane (t,, =68.9°C, P, . =
=16.0 kI1a), usookrasue (t ., =99.2°C, PHac_Hapa:%.l
klla), Gensone (t ., =80.1°C, P, . ...=9.0klla),
toayouxe (t,, =110.6 °C, Pyac.napa =2-9 kI1a), Keu-
none (t,, =137—142°C, P,  ,...=0.8 kIla), kepo-
cune Merck (t ., =180—208 °C). Auanus nposo-
JIAJTA TI0 TPEM CIIEKTpabHBIM JHHHSIM cepbl 181.975,
180.669, 182.563 HM mpM aKCHAIBLHOM W paJHalb-
HOM o0030pe ta3Mbl. J{yisi MccinenoBaHWi MCIOJb-
30BaJIN OpPraHUYECKHEe PACTBOPHUTENIN U CEpHUCTHIE

COCMMHEHUsT KBadu(QUKAIUM HE HUXKE Y.J.a.

Ha pucynke mpencraBieHa 3aBUCHMOCTh aHa-
JUTHYECKOTO CHTHANAa CepPhl OT TEMIEPAaTyphl KHUIIe-
HUSl OPTaHWYECKOTO pacTBoputrens. Ha ocHoBaHUM
MOJIYYCHHBIX PE3YIbTATOB MOXHO CHENaTh BBIBOJ O
CYIIECTBEHHOM BIUSHHUH MPUPOJIBI PACTBOPUTENS HA
BEIMYMHY aHAJIUTUICCKOTO CHTHaia cepbl. J{ms pac-
TBOPUTENCH C HU3KUMU TEMICPATypaMH KHUIICHHS U
BBICOKMMH 3HAaYEHHSIMU IaBJIEHUS HACBIIIEHHOTO
napa (#-rekcaH, U300KTaH, OCH30J) aHAJIUTHUECKUN
CHTHAJ Cephl CHJIBHO TOJaBIseTCsA. MOXKHO BHUICTH
TaKke, YTO CHTHAJIBI, TOJTYYCHHBIE TPU PaHaIbHOM
0030pe IUIa3Mbl, CHUJIbHEE IOJBEPIKEHBI BIUSHUIO

3aBHCHMOCTh aHAJTUTHYECKOTO CHUTHANa Cephl OT TeMIlepa-
TYpHl KATICHHUSI PACTBOPUTENS Ha MpHUMepe TeKcaHa, OeH30-
7a, U300KTaHa, TOJIyojla, KCWiIoja, KepocuHa: 1 — akcu-
aJIBHBIN 0030 TUTa3Mbl; 2 — paguaibHBIH 0030p TUIa3MEI;
a — cnektpanbHas nuausg 181.975 HM; 6 — 180.669 HM.

TeMIepaTypbl KUleHust pactsopurens. Habmonae-
MBI€ SIBJICHUS MOXHO OOBSICHUTH T€M, YTO IPHU BBE-
JIeHUH B TIa3My 0oJliee JIeTy4uX pacTBOpHUTENEH H3-
MeHsieTcess popma 1wia3Mel. CBeueHHE IUIa3Mbl CTAHO-
BUTCSI MEHee CTAOMIIBbHBIM, MOSBISIOTCS AJIMHHBIC
cBeTAlUecs sA3bIKM Ta3Mbl. Hanbosee BbICOKHE U
CTaOuIbHBIE 3HAUEHMs] MHTCHCUBHOCTEH CHUTHAJIOB
MOJIYYCHBI JUISI PACTBOPOB CEPHI B BBICOKOKHUIISAIINX
pacTBopuTensx (KCuiosie W KepocuHe). BrnusHue
(U3UYECKNX CBOUCTB OPraHUYECKOTO PaCTBOPHUTEINS
Ha XapaKTEPUCTUKU IUIA3Mbl MOXKET CYLIECTBEHHO HC-
Ka3UTh JOCTOBEPHOCTD PE3yAbTAaTOB MIPH aHaIM3€e Hed-
TENPOAYKTOB ¢ OOJBIIMM COJEPKAHUEM JICTKUX (hpak-
nuit. [TosryueHHbIE pe3yNbTaThl HO3BOJIAIOT PEKOMEH-
JI0BaTh AJIs1 yCTpAHEHHs MOJOOHOTO BIMSHUS pa3daB-
JICHHE HCXOJHOTO HEe(TEmpoayKTa MEHee JIETyuYuM
pacTBopuTeneM (KCHIOIOM MM KEPOCHHOM) U TIa-
TEJbHYI0 ONTUMM3ALHIO ApaMeTPOB paboThl mpudopa.

BrnusHue xumuueckux ¢GopM cepbl Ha aHAIUTHU-
YECKMI CHUTrHal MCCIeJOBAJIM Ha MpUMeEpE MATH ee
COCIMHEHUH, MO0 CBOEMY XHMHUECKOMY CTPOEHHIO
U (pU3UYECKUM CBOICTBAM CXOXHUX C COCAUHEHUSIMU
Cephl, MPUCYTCTBYIOIUMHU B HepTH U He(PTENPOAYK-
Tax. JIerkoneryune cOeJUHEHUS CEPhl MPEACTABICHBI
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Taonumma 1

NHTEeHCMBHOCTh AHAJUTHYECKUX CUTHAJIOB Pa3IUYHBIX coennﬂeﬂni‘l Cepbl MO OTHOLICHUI0 K AHAJIUTHYECKOMY CHUTHAJTY

3J1eMeHTHOIi cepsI *

O030p MmIa3Mbl W JUTHHBI BOJH

Coennuenne AKcHaITBHBIA PagnansHbIl
181.975 am 180.669 um 182.563 um 181.975 am 180.669 am 182.563 um

Kepocun

Cepoyriepon 2.95 2.63 9.96 412 7.81 14.93

JubyTriacynshu 1.05 1.04 1.13 114 0.81 0.94

Cepa sneMeHTapHas 1 1 1 1 1 1

2-benzonn-tuoden 0.78 0.87 0.74 0.81 0.77 0.72
Kcunon

Cepoyriepon 4.01 3.30 11.4 4.59 9.92 16.2

JubyTriacynshu 0.86 0.91 0.83 0.86 0.86 0.83

Cepa sneMeHTapHas 1 1 1 1 1 1

2-benzonn-tuoden 0.79 0.76 0.71 0.80 0.75 0.78

Terpamermi-tuypam- 0.94 0.94 0.89 0.93 0.91 0.93

nuacynbum **

* KoHImeHTpanus COEAMHEHHI cepbl B pacTBOpax B mepecdere Ha cepy cocrapiser 1 mr/mi;

IJIOXO0 pacTBOPHUM B KEPOCHHE.

** TeTpaTHypaMIucyIbQug

cepoyrieposom (t,,=46 °C), cpenneneryune — au-
oyruncynbhuaom (t,;=185.5 °C). Ins nposenenus
JKCIIEpUMEHTa OBUIM BBIOPAHBI TAaK)XE COECAMHEHUS
C Pa3JINYHBIM aTOMHBIM OKDPY)XEHHUEM Cepbl — die-
MEHTHas cepa, 2-0eH30MIATHO(EH U TeTpaTUypam/Iu-
cynb¢un. BelIM NPUTOTOBIIEHBI PACTBOPBI ATHX COE-
JMHEHUH B KepOCHHE M KCHJIOJIE C KOHILIEHTpaluen
BEIIECTB B Tepecuere Ha cepy 1 Mr/min. AHanu3 mpo-
BOJWIH IO TPEM CIEKTPaJbHBIM JIMHUAM CEpbl —
181.975, 180.669, 182.563 uM mpu aKCHANIBEHOM H pa-
JuanbHOM 0030pax muasmsel. B Tabia. 1 npeacrasie-
HBl BEJIMYMHBI HMHTEHCUBHOCTH CUTHAJOB pasiny-
HBIX COEIMHEHUH Cephl MO OTHOIIECHHIO K CHTHAITY
JJIEMEHTHOU CEPBHI.

W3 paHHBIX TaOJHIBI MOXHO BHUIETh, YTO
WHTEHCUBHOCTH aHAJIMTUYECKHX CUTHAJIOB VIS pacT-
BOPOB JHOYTHICYIb(UIA, JIEMEHTHOH Cepbl U TeTpa-
THypaMaucyiabpuaa 6mu3ku. Heckonpko 3aHmKeH aHa-
JUTUYECKHH CHTHAJI B Clly4ae TI'eTepOLHKINYECKOTO
CoelIMHEeHHs cephbl GeHzomntuodena (OTHOCHTENbHAS
uateHcuBHOCTh 0.7—0.8). Ha 0CHOBaHWU MPUBEICH-
HBIX JIJAHHBIX MOJKHO YTBEpPX/aTh, YTO BIUSHUE U3Y-
YeHHBIX ()OPM Cepbl Ha MHTEHCHBHOCTH €€ aHaJIUTH-
YeCKMX CUTHAJIOB CYIIECTBEHHO TOJBKO JUIS JIETY4Ero
CS,. Jlna paananbsHOro 00630pa 3TO BIUSHHUE IIPOSIB-
nsiercs Ooiee CHIIBHO.

HabGumonaemoe sIBIEHHE MOXET CYIIECTBEHHO
WCKaXXaTh NPaBHIBHOCTh PE3YJbTATOB IPH aHaJU-
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3¢ He()TENPOJYKTOB, COJEPKAIIUX B 3HAUUTEIBHBIX
KOJIMUECTBAX JIETKOJETYYHE CEPOBOJOPOJ U MEpKal-
TaHbl. B cnydae cpennux ¢pakuuit Heptu (kepocu-
HOB, JM3ENbHBIX TOIUIHB) B KA4ECTBE IPagynpoOBOY-
HBIX pacTBOpoB B npsiMoM ADC-UCII Merone Mox-
HO HCIOJIb30BATh PACTBOPBI 3JIEMEHTHOH cephl B
KEpOCUHE MU KCUJIOJE.

B T1abi. 2 npexacraBieHbl pe3ylbTaTHl OIpere-
JICHUs! cepbl B OCH3MHAX, KEPOCHHAX U AMU3ENbHBIX
TOIUINBAX, MOJyueHHbIe ¢ npusiedeHrnem ADC UCII,
POA wmeromoB [13] u MeToma CKHraHus B Jamiie
[10]. PesympTaThl omnpeneicHus cepbl B HedTsIX, Ba-
KyyMHOM raszoine u maszyre meronom ADC UCII u
YCKOpeHHBIM MeToj0M [9] mpencrasiensl B Tabi. 3.
PesynbraTel Metona ADC-MCII moaydeHsl c uc-
MOJIb30BAHUEM PACTBOPA 3JIEMEHTHOM Cephl B Kepo-
cune Merck (1 mr/mi) B KauecTBE TPaydupPOBOUYHO-
ro. O6pa3usl HeTENPOIYKTOB Pa3daBIsIN KepOCH-
HOM Merck. Ananurudeckast nuHust cepbl — 181.975
HM, 0030p mia3Mbl akcuaiabHbIN. [IpoBoaUIachE Mpo-
JTyBKa 0CO0O UYUCTBIM a30TOM CHEKTPAJIBbHOIN 4acTH
npubopa. Konnenrpanuro cepst B HII paccunteiBa-
mu o dopmyne: S %=Cx/>100/(m4000), roe S %
— KOHIIEHTpaIus cepbl B Hedrenpoaykrax, % mac;
C — KOHLIEHTpalus cepbl B cMeCcH HpoObI Hedre-
HIPOJIYKTa C paCTBOPUTENIEM, OMIPEICICHHAS] METOI0OM
ADC-ICTI, mr/n; V — o6beM cMecu TpoOsI Hed-
TEOpOJyKTa C pacTBOpUTENEM, MJI; M — Macca
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Taonwuma 2

Pesym,TaTu onpeaesieHust Cepbl B 6en3mlax, KE€pPOCHUHAX U NM3ECJbHBIX TOILUIMBAX,

NoJIy4eHHbIe pa3m4yHbiMH MeTogamu (N=3; P=0.95)

JUisl Ipo0 KepoCHHA, THU3eIBbHOTO
TomauBa W mpobd HedTH, TO ecTh
CpeIHUX TUCTUIUTATHBIX (paKIuii

S % C MHTEPBAJIOM TEMIIepaTyp KHIIe-
' Hus 150—400 °C.

Hedrenpoayxr ADCICI PDA Cxuranue B Jnst 6eH3UHOB, UMEIOIINX WH-

Jramme TepBajJ TeMmIleparyp KumneHus 35

—200 °C, noJstydeHsl OTIMYAOLIH-

Bensun A-95 0012£0.002 0.006:+0002 0.0260005 oo o' novra pesymbTaTh MO

Bensun Texuonornyecknit I1-2 0.080 + 0.002 0.018+0.002 0.020 + 0.005 KaXIOMy U3 Tpex MeTonoB. Kax

Kepocnu PT (mpoba 1) 0.004 £0.002 0.003 + 0.002 - OBLIIO MOKA3aHO paHee, 3TOT haKT

Kepocun PT (npoba 2) 0.010+0.002 0.012+0.002 0.010 % 0.005 MOYKET OBITH CBSI3aH C TEM, 4YTO

Ausenbroe tommso (mpoba 1) 0.069+0.001 0.071+0.002 0.070+0.005 pa npaBHILHOCTb OINPEACICHHS

JuzensHoe TomuBo (mpoba 2) 0.043+0.001 0.045+0.002 0.050+0.005 cepbl CyHIECTBEHHO BIUSAIOT QU3HU-

JuzensHoe TommuBo EN-590 0.024 £0.001 0.023+0.002 0.030+0.005 yeckue cBOICTBA OCH3UHOB U CBOM-
JHuzensroe TommmuBo (ceippe KI'O) 0.81 +0.005 0.790+0.005 0.76 + 0.02 CTBA CEPHUCTBHIX COEIUHEHMII.

IToka3zaTenu COACpIKaHUA Ce-

Taob6bnuma 3

Pe3yabraTsl onpeaesieHusi cepbl B HeTAX, BAKYYMHBIX I'a-
30HJIAX H MasyTax, NnoJIy4€HHbIC Pa3JIU4YHbBIMU METOAAMH
(n=3; P=0.95)

S, %
Hedrenpomykt N
ADC_HCIT |Y ckopeHHBII
METO

Hedrs (mpoba 1) 165+£0.02 1.55%0.02

Hedrs (nmpoba 2) 1.37+0.02 1.39+0.02

BakyymubIil razoiuis (mpo6a 1) 1.17+0.01 1.61+0.02

BakyymHbIil Tazoius (mpo6a 2) 1.27+0.02 1.68 +0.02

Maszyr (mpoba 1) 1.70+0.02 2.20+0.02

Masyt (mpoba 2) 163+0.04 20 +0.02

npoObl HedTenpoayKTa, B3ATOW A aHAIu3a, MT.

W3 npuBeeHHBIX JaHHBIX CIEAYyeT, 4TO J0CTa-
TOYHO CXOJIUMbIE PE3YJIbTAThl OMPEACICHHS Cephl C
MPUBIICYEHUEM HE3aBUCUMBIX METOJOB TOJIyYEHBI

Taobnwuma 4

PBI B BAKYYMHOM ra3zoiisie u Ma3y-
T€, TO €CTh B TSDKENbIX HE(TENPOAYKTAX, KHUISIIUX
B uHTepBase Temnepatyp 300—550 °C, onpenenen-
Hele MetogoM ADC-MCII, HECKOIBKO 3aHMKEHBI I10
CPaBHEHUIO C Pe3yIbTaTaAMH YCKOPEHHOI'O METOJAA IO
T'OCT 1437 [9]. HabGmonaemslii (akT MOKeT OBITh
CBSI3aH C BBICOKOM BSI3KOCTBIO BBICOKOKHUIISAIIUX He(-
TENPOAYKTOB, a TAKXXE C HEIOCTATOYHOM pacTBOPHU-
MOCTBI0O KOMIOHEHTOB TSKENBIX HE(TEHpOIYyKTOB
(mapaduHBI ¥ CMOJIBI) U BXOMSIIMNX B HX COCTaB
CEpHHUCTBIX COEAMHEHHH B KEpPOCHHE.

Jns TmOBBINIEHUS NPaBHIBHOCTU PE3YJIbTATOB
npsimoro omnpenenus cepsl B HIT merogom ADC-UCIIT
MOXHO BapbUPOBATh CTEHEHb Pa30aBICHUS HCXO-
HOro HerenpoaykTa. B Tabin. 4 nmpuBeneHsl pe3yib-
TaThl onpeneneHus cepbl Merogom ADC-CII B au-
3€7bHBIX TOMJIUBAX MPH PA3JIMNYHBIX COOTHOILIECHUSIX
HII/pactBopurens. 3 naHHBIX TaOJIUIIBI MOKHO BHU-
JIeTh, YTO MpPHU CTENEeHsIX pa30aBlIeHHUs HCXOJHOTO
HIT ot /2 no 1/10 3HaYUTENBbHO YMEHBLIACTCS BIHSI-
HUE XapaKTEPUCTUK NMPOOBl Ha MHTEHCUBHOCTH aHa-
JUTHYECKOTO curHaiua. IIpu BBegeHUu HepazOaBieH-
HOM mpoOBl AM3EIBHOTO TOIUIMBA OBLIH TOJIYYEHBI

Pe3yabTaThl onpenesenust cepbl (% Mac.) B Au3eJbHBIX TOIUIMBAX NpPH pa3jMyHbIXx pa3baBienusix (N=3; P=0.95)

Pesynbrat, PazbaBaenune *
Hedrenpoykr MOJIyYEHHBIE 10
metony [10]
(TOCT 19121) 1/10 1/5 12 Be3 pazbaiienus
JuzenbHoe TomauBo (nmpoba 1) 0.071 0.063 0.069 0.067 0.038
JuzenpHoe toruo EN-590 0.023 0.018 0.024 0.021 0.011

* CooTHomeHne o0beMa aHaIM3UpyeMol NMpoObl HedrempoxykTa kK oOmeMy oO0beMy HepTENpOIyKTa W PacTBOPHUTENS

mocie paz0aBICHUS.
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3aHMKEHHBIE PEe3yIbTaThl, YTO OOBSICHIETCS pasiu-
9heM BS3KOCTH TpaJyupOBOYHBIX PaCTBOPOB U
Hedrenpoaykra. Tak KMHeMaTH4eckasi BA3KOCTb MPO-
aHAIM3UPOBAHHOTO [u3enbHOro TomnnBa (4.3 ccr)
3HAaYMTENbHO BhIIe BaskocT Keunoia (0.8 cer) mm
kepocuHa (2.2 ccr).

B pesynbrare mpoBeieHHOW ONTHMHU3AIUH CTe-
neHu pa30aBiieHUs Uil pas3audyHbIX NpoO Hedre-
HOPOJYKTOB OBLIU BBIOPAHBI CIEAYIOIIME COOTHOIIE-
Hust: 6ensunbl — 1/5, kepocun — Ge3 pasbasieHus,
nusenbHbie TorumBa — 1/2-1/10; HedTh, BAKYYMHBIH
rasoiuis, masyr — 1/10-1/25.

ITpoBeneHHbIe HCCIEIOBAHUS BINUSHUS QU3NYec-
KHX CBOWCTB PacTBOpHTENS M XUMHYecKuX (opm ce-
PBl Ha UHTEHCHBHOCTh aHAJIIMTUYECKOTO CHTHAaJIa I10-
3BOJIMJIM OCYIECTBUTH BHIOOD ONTHUMAJILHOT'O COCTa-
Ba CTaHJIaPTHBIX 00pa3oB, MPUTOIHBIX Ul TpaIyH-
poBku B mpsimoM ADC UCII Merone ompeneneHus
cepsl B HepTenpoaykrax. [lokasaHo, 4To npu NpoBe-
JICHUH aHali3a CpelHuX (Qpakuuii HedTenpoIyKToB
(kepOCHHOB, AN3EIBHBIX TOIUTHB, He(TeH) IS Lenei
IpaJyHpOBKH MPHUTOJHBI PACTBOPHI AIEMEHTHOM ce-
pBl B BBICOKOKHITAIINX PACTBOPHUTESIX (KCHIONE U
kepocune). st monydeHus: IOCTOBEPHBIX Pe3yiib-
TaTOB OIpeJeleHns] cepbl B OEH3MHAX, a TaKxke B
BBICOKOKHIAMNX HedTenpoaykTax (BaKyyMHBIX Ta-
30iIsIX M Ma3yTax) TpeOyercs MOMOTHUTENbHAS OT-
TUMH3aLHs aHAJIUTHYECKOH MpOLEayphl: BBIOOp CTe-
NeHU pa30aBlieHHs MPOOBI M MapaMeTpoB aTOMHO-
OMHCCHOHHOTO OTIpeneneHus (XapaKkTepUCTHK IIa3-
MBI, CKOPOCTH TIOaul MPOOBI, THAMETPa HHIKEKTOPA).

PE3IOME. BuBueHo BIUIMB OpraHIYHUX PO3UYNHHUKIB
(#-rekcany, i300kTaHy, 6€H30Jy, TOJIYOIy, KCHIOJY Ta racy)
Ha aHAJIITHYHWHA CHUTHAJ CIPKH NpH I BU3HAUCHHI METOJJOM
aTOMHO-eMICIifHOT cHeKTpocKomii 3 iHAYKTHBHO-3B S3aHOIO
mwiazmoro (AEC-I3IT). MakciuMalbHUH BiATYK OTPUMAHO
JUTSL PO3YMHIB €IEMEHTHOI CIPKH y BUCOKOKHUIIISTIAX PO3THH-
HUKax (Kcuiodi Ta raci). BcTaHOBIEHO, O y IUX PO3YHH-
HHUKax MpuUpoja XiMidHux Gopm cipku (eneMeHTHOI, AUOY-
Tuncynediny, 2-6enszointiodeny, TerpaTiypaMaucynbdi-
IIy) CYTTEBO HE BIUIMBA€ HAa IHTEHCHBHICTh CHI'HAINy CIpKH,
3a BUHATKOM Jierkojerkoro CS,. Tloka3aHO MOXIHUBICTH
3aCTOCYBaHHS PO3YMHIB €IEeMEHTHOI CIpKH y raci B SIKOCTI
rpaayloBaJIbHUX IIPpH BU3HAaUYeHHI cipku MmeToomM AEC-I3II.
[3 3ayydeHHAM He3aJeXHNX METOJIB ITPOBENEHO OLIHKY Mpa-
BIUIPHOCTI BH3HA4YeHHS 3arajbHOi Cipku B HadTi, IU3enb-
HOMY MaJIWBi, Taci, Ma3yTi, OCH3UHI.

OAO "Jlykoiin-Onecckuiit HedrenepepabaTeiBaronuii 3aBo", Omecca

SUMMARY. Organic solvents (n-hexane, n-heptane,
isooctane, benzene, toluene, xylene and kerosene) influence
on the analytical signal of sulfur at its atomic-emission
spectroscopy determination with the inductive-coupled
plasma (AES-HCP) has been studied. M aximum response
was obtained for the elemental sulfur solutions in highly
boiling solvents (xylene and kerosene). It has been estab-
lished, that sulfur signal intensity in these solvents was
not essentially affected by the nature of sulfur chemical
forms (elemental, dibutylsulfide, 2-benzoylthiophene, tet-
ra thiuram disulfide), with the exception of light volatile
CS,. Possibility of application of elemental sulfur solvents
in kerosene as a graduating ones at the sulfur determina-
tion by the AES-HCP has been demonstrated. The correc-
tness of the total sulfur determination in oils, diesel oil,
kerosene, masut and petrol was evaluated by indepen-
dent methods.
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