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OIIPE/IEJIEHUE 8-TEKCAJTEKAHCYJIbTOHA

B a-OJIEGMHCYJ/IL®OHATAX HATPHUS U KUIKUX
MOIOIIIX CPEJICTBAX METOIOM I'A30BOH
XPOMATOTPA®HU — MACC-CIEKTPOMETPUN

© JImnma PunaroBuna My6apakoBa, 'epman KoncranTuHoBnmd ByaHukosB

Kazauckuit ®enepanbubiii yuusepcurer, Poceus, r. Kasaus, 420008, yiu. Kpemnescras, 18;
e-mail: mubarakova.1990@mail.ru; Herman.Budnikov@kpfu.ru

Cmamus nocmynuaa 7 gpespans 2019 2. Ilocmynuaa nocae dopabomru 12 mapma 2019 e.
Ilpunsama k nybaurayuu 22 anpens 2019 2.

CyJIbTOHBI IIPECTABIISIOT COOOM CIOKHBIE IIUKINIECKHe S(PUPHI THAPOKCUCYIH(OKUCIOT, 00pa-
3yIolFecs B Ipoliecce CyIbpUpoBaHUsA 0-0Te(pHHOB Ta3000pasHbIM TPHOKCHAOM cepbl. Boiee
CTa0WIBHBIE CYJIBTOHBI MOTYT IPUCYTCTBOBATH B KOHEYHOM IMPOIYKTE — O-0JIe(PUHCYIb(oHATE
rarpusa (AOC-Na) — annonHOM noBepxHOCTHO-aKTUBHOM Berectee. AOC-Na mupoko ucmosb-
3YIOT B IIPOM3BOICTBE KOCMETHIECKOH IIPOLYKIIMY ¥ TOBAPOB OBITOBOM XVMUH, B TOM UHCIIE K-
KHX CPEJICTB JUIST MBIThsI TOCYbL. CyJIbTOHBI SIBISIOTCS CUIBHBIMHI KOKHBIMU CEHCHOMIN3aTOpAa-
mu, ux comep:xanre B AOC-Na, KoTopoe Heo0X0IuMO CTPOr0 KOHTPOIHUPOBATD, HE IOIKHO IIpe-
BobIIaTh 5 ppm. OmeparuBHBIN KOHTPOJIb COAEPIKAHUS CyIbTOHOB IpH mpoussoacTBe AOC-Na
[I03BOJIIET CBOEBPEMEHHO BHOCUTH KOPPEKTHPOBKH HA CTAJMY THAPOIN3A, ITO IIPUBOAUT K Gosree
[IOJTHOMY PACKPBITHIO CyJIBTOHHOTO I[UKJIA C 00PAa30BAHMEM COOTBETCTBYIOLIUX Oe(pHUHCYIB(O-
HATOB U THAPOKCUATKAHCYIH(OHATOB. [Ipesioxken criocob ompeneneHus 6-reKkcaieKaHCyIbToOHa
B uakux Mowmux cpeacreax (FKMC) mis mocymsr u a-oneduncyiabponarax Harpus (AOC-Na),
MIOJIy4YeHHBbIX HA OcHOBe a-oneduHoB dpaxiuil Ciy— Cy6, ¢ npumenennem I'X/MC, mosBoinsa-
OIIHI COKPATUTD BPEMS IIPOOOIIOITOTOBKY U IOIYIUTh PE3YIbTAThI C COXPAHEHHUEM UyBCTBUTE-
JILHOCTH ¢ TpenenoM obHapyskerus 0,2 Mr/kr. M3ydeHo BIusHUE Ha *KUTKOCTHYIO SKCTPAKIIHIO,
OCHOBAHHYIO HA JUCIIEPTUPOBAHUY DKCTPAreHTa B (pase CIUpPT/BOAA, PA3IMYHBIX CAAGOIOIIP-
HBIX U HEIOJIAPHBIX OPraHWYecKUX pacTBopuTenel qid usBnedeHus cyiabToHoB u3 AOC-Na u
HKMC pist mocyzbt. B xoze mog6opa pacTBOpUTENs yCTAHOBIIEHO, YTO IPUMEHEHHUE IHITHIOBOTO
acprpa obecrreunBaeT HanboIee MOHOE U3BJIeUYeHNe aHAIUTA. [[0IHOTY M3BIEUYEeHUS AHAINTA
OTIPEIeJISIIIV € TIOMOIITHI0 PEAKIIH THIPOJIM3a TIPOIKCTPArupPOBaHHOM cMecu. HaliieHn! ycmoBus
xXpoMaTorpadupoBaHus, IIPY KOTOPHIX IIPOUCXOJNT IOIHOE pasfiejieHre KOMIIOHEHTOB aHaIN3H-
pyeMbIxX coequHeHui, B ToM unciie 06pasios JKMC s mocyabl, IpeacTaBiIsionux c000i MHOTO-
KOMIIOHEHTHYIO CMECh CJIO}KHOTO COCTaBa.

KiaroueBble CI0Ba: OBEPXHOCTHO-AKTHBHbBIE BEIIIECTBA; rasoBas XpoMarorpadus; XpoMaro-
MacC-CIIeKTPOMETPHS; ObITOBAS XUMUS; CyTHTOHBI.
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o-OLEFINESULPHONATES AND LIQUID DETERGENTS
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Sultones are cyclic esters of hydroxysulfonic acids, which are formed in the process of sulfonation of
a-olefins with sulfur trioxide gas. More stable sultones may be present in the final product — an anionic
surfactant — sodium a-olefin sulfonate (AOC-Na). AOC-Na is widely used in the production of household
chemicals and cosmetic products, including liquid dishwashing detergents. Sultones are strong skin
sensitizers, their level in AOC-Na should be strictly controlled and not exceed 5 ppm. Operational and
strict control of the sultone content upon AOC-Na production allows timely adjustment at the stage of hy-
drolysis, which leads to a more complete disclosure of the sultone cycle with the formation of the corre-
sponding olefin sulfonates and hydroxyalkanesulfonates. We propose a method for determining 6-hexade-
cansultone in liquid dishwashing detergents and sodium a-olefinsulfonates obtained on the basis of a-ole-
fins of C,4 — Cy4 fractions using GC/MS, which provides shortening of sample preparation and keeps the
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sensitivity with a detection limit of 0.02 mg/kg. The effect of various weakly polar and non-polar organic
solvents used for Sultone extraction from AOC-Na and liquid detergent on liquid extraction based on the
dispersion of the extractant in an alcohol/water phase is studied. When selecting the solvent we have
shown that the use of diethyl ether provided the best extraction of the analyte. Determination of the
analyte extraction recovery was performed using the reaction of hydrolysis of the extracted mixture. We
specified the operating mode of the device which provided complete separation of the components of the
analyzed compounds including the samples of liquid detergent for dishes being a multicomponent mixture

of complex composition.

Keywords: surfactants; gas chromatography; GC/MS; mass spectrometry; household chemicals;

sultones.

BBenenue

IIpu mpousBOACTBE KMIKHUX MOIOIIUX CPEICTB
((KMC) pma mocyapl HIMPOKOe IPHMEHEHWE Kak
AHUOHHBIE IIOBEPXHOCTHO-aKTHBHBLIE  BEII[ECTBA
(AITAB) Hanuy MPOAYKTHI, HOIyYeHHbIE HA OCHOBE
a-onecpunoB pparuuit Ci4 — Ci4. [Ipu HempepsiBHOM
CyIb(O)UPOBAHUH (-0J(PUHOB Ta3000pa3HBIM TPHOK-
CUIOM Cepbl C TOCIenylolledl HeWTpaausalueld Ha
CTAMUAX THUAPOAU3a W OTOENKH ITOJIy4alT a-0Jie-
duucynsdouar marpusa (AOC-Na), obiamaroruia
XOPOIIIUMU TTEHO00PAa3yIoIIed U MOIIIEeH CII0COOHO-
CTSAMH Ja:ke B XO0JOQHOU Bome. Anbda-oeduHCyib-
doHATHI ITPEACTABIAIOT CO00I HE WHANBHUIYAIbHBIH
IPOAYKT, & CMeCh AIKeHCyJb(poHaTOoB (0K0I0 60 —
65 %) u rumporcuanraHcyiabporaToB (oxomo 30 —
40 %) [1]. B mportecce cynbupoBanus Ha MEPBOH
CTAIUM IIPOUCXOIHUT COIVIACOBAHHOE ITUKJIOIIPHCO-
equnenve SO; K aIKeHOBOM IBOMHON CBS3H, YTO
MPUBOAUT K 06PA30BAHHUIO MIPOMEKYTOUHOTO [3-CyIIh-
TOHA:

RCH,CH,CH = CH, + SO,

RCHZ?HZ C‘HCHZ.
0—S=0

I
0

Ilonyyenubii B-Cy/nbTOH CTAOMIH3UPYETCA DJIAMU-
HUPOBAHWEM IMPOTOHA C oOpasoBaHweM 1-ayKeH-
CyJIb(POHOBON KHCIOTHI JHUOO IOABEpraercs Imepe-
TPYIIIUPOBKE 10 0o0jiee yCTOMYUBOTO Y-CyJHTOHA
WIu §-CyIbTOHA:
RCH,CH,CH CH, RCH,CH,CH=CHSO;H
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Y-CyJIBTOH 5-cynbToH

ITonyuaemsbrii mpoaykT — a-omedpuHCYIHMOHO-
Bas KUCJIOTa — IIPEJCTABIAET COO0H SKBUMOIISIPHYIO
CMeCh AJKEeHCYJTh(DOHOBOH KHUCIOTHI U CyJIBTOHOB.
Ha craguu rupponusa NPOMCXOAUT IMpeBpallleHue
CYJIBTOHOB B CMECh THAPOKCHAIKAHCYIb(OHATA U
ankencynbgouara marpus. Oguaro 6osee cTabmIb-
HBIH §-CyJTBTOH B HEKOTOPBIX KOJIUYECTBAX OCTAETCS
B KOHEYHOM IIPOAYKTE U B IOCIEAYIOIIEM IEPEXOIUT
B cocraB Mowomux cpenctB. CyabTOHBI SBISIOTCST

CHUJIbHBIMU KOKHBIMHM CEHCHOMIHN3aTOPAMM, UX CO-
nep:xanue B AOC-Na, xoTopoe He06XOAMMO CTPOTO
KOHTPOJIUPOBATh, HE [OJIKHO IPEBBIIIATH 5 ppm
[2]. Pamee cumranoch, 4TO CeHCHOMIM3ATOPAMY II0-
BEPXHOCTH KOKM UYEJIOBEKA SABJIAIOTCH JHUIIb XJIOP-
CYJBTOHBI ¥ HEHACHII[EHHBIE CyIbTOHBI. [IpoBenen-
Hble MCCIeTOBAHUS TIOKA3AIH, YTO W HACBIIEHHbIH
6-Cy/IIbTOH [MEHCTBYeT KaK dJIEKTPO(MUI depes peak-
ui0 Sy2 ¢ KONBIEBBIM OTKPBITHEM, aTaKysd HyKJIeo-
¢unabr. Takum obpasom, B mporecce CeHCHOUTH3A-
nuu GeoK MOKeT OBITh MOAM(DUIIMPOBAH ILyTEM
MIPUCOEINHEHHS CyIh(POATKIIBHON TPy b [3].

IIpu npoussomcree AOC-Na omeparuBHbIH KOH-
TPOJIb COEPKAHUS CYJIHTOHOB ITO3BOJIIET CBOEBpE-
MEHHO BHOCHUTH KOPPEKTHPOBKH HA CTAJUU THIPO-
N34, YTO MPUBOIUT K 60Jee MOTHOMY PACKPBITHIO
CyJIBTOHHOTO ITHKJIA ¢ 00pa3oBaHHUEM COOTBETCTBYIO-
umx oaeduHCyIbPOHATOB (aTaka THUIPOKCHIHOTO
aHWOHA HA aToOM BOAOPOJA) ¥ THAPOKCHATKAH-
cynbgoHaTOB (aTaka THAPOKCHIHOTO AHWOHA HA
arom yriepopa). [Ipu sToM Ha ITPOH3BOICTBE OTPOM-
HYIO POJIb UTPaeT BpeMs, HeoOXOauMoe JJisd TIpOBe-
JeHUs aHAIN3a, YTO B CBOIO OYepeb BIUIET Ha IPOo-
HM3BOUTENHHOCTD IPEAIPUITHS.

IIepsrie uccaenoBanus mo paspaboTKe METOOB
oupenenenus cyabToHoB B AIIAB natuposams: 70 —
80-mu romamu mporaoro croiaerus. OCHOBHOE BHH-
MaHue ObLIO HAIPABJIEHO HA OIpeeleHHe XJIop-
CYJABTOHOB UM HEHACHIIIEHHBIX CYJIbTOHOB, 06pasy-
IOIUXCA TPU OTOETMBAHWYU TUIIOXJIOPUTOM B DTOK-
CHUJIMPOBAHHBIX AIKUJICYIb(parax.

B craTbe [4] onrcan ciocob ompesieieHusa HAChI-
I[EHHBIX W HEHACHIIIEHHbIX 1,3- U HACBIIIEHHBIX
1,4-cynpTOHOB B ankmiIsTokcucyirbdarax (A9C) me-
TOZOM BBICOKOS(P(EKTUBHOM KUIKOCTHOM XPOMATO-
rpadun (BOIKX). Omnaro stor meron TpeOyeT BbI-
nenenus cyiabToHoB u3 AIIAB nonooO6MenHo# o6pa-
OOTKOI U MOC/IEeAYIOIIEro KOHIIEHTPUPOBAHHUS C IIPH-
MeHeHrueM TOHKocaonHoW xpomarorpadmu (TCX).
WUnenTudukanuio CyaIbTOHOB IPOBOJAT 110 BpeMEHU
X YIEP/KUBAHUSI COTJIACHO CIIPABOYHBIM TAHHBIM.
ANleKBaTHBIN OTKIWUK TMOIYYAOT MPH COMEPKAHHU
CYJIIBTOHOB 5 MKT, uT0 coorBeTcTByeT 0,1 ppm B 50 T
obpasma AIJC.

CymecrByer wmeton [5] ompemenenus HeHa-
colleHHbIX 1,3-cyabToHoB B AJC ¢ BBEIeHreM B Ka-
YeCcTBe BHYTPEHHETr0 CTAHJAPTA M3BECTHOTO KOJH-
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Puc. 1. YcrpoiicrBo (KOHTaKTOp) MJIA
cynbupoBanusa: 1 — KomboHArpesa-
Tenb; 2 — Kouba s CyIb(pUPOBaHUS;
3 — memanka; 4 — TepmoMerp; 5 —
TedhJIOHOBBIN KpaH; 6 — Hacaika C BO-
ISHBIM OXJIaXAeHueM; 7 — Mydra u3
reiona; 8 — BOpPOHKA Ui TOJAYH
oneyma; 9 — CTEKJIAHHBIA CTAKAHYUK;
10 — nepememnnBaoIee yCTPOUCTBO

Fig. 1. Device (contactor) for sulfona-
tion: I — heating mantle; 2 — flask
for sulfonation; 3 — mixer; 4 — ther-
mometer; 5§ — Teflon tap; 6 — nozzle
with water cooling; 7 — Teflon coup-
ling; 8 — funnel for feeding oleum;
9 — glass cup; 10 — mixing device

yecrBa *C-medyeHoro cynbroHa. BHyTpenHuii cran-
IapT CyJAbTOHA CHHTEe3UpOBaH 1o Metoxy [6]. Cmech
ATITAB skcTparupyioT meTposieliHbIM 3(DUPOM, IOy~
YEHHBIN SKCTPAKT JETUIPOTATIOTEHUPYIOT U KOHIIeH-
TPUPYIOT ¢ TmoMoIIbI0 aByxcryneruaroir TCX. Ana-
JIM3 TPOBOZSAT METOAOM Ta30BO¥M XpoMaTorpaduu B
couerannu ¢ macc-cuekrpomerpueii (I'X/MC) ¢ me-
PeBOIOM KOMIIOHEHTOB B TPHUMETHJICHINIbHBIE
Mpou3BOHbIE. B KauecTBe CHIMIMPYIOIIETO areH-
Ta ucnorb3yioT N,O-6uc(TpuMeTHICHIIAI) TPUPTOP-
aneramug (BCT®A). Hegocrarkom MeTona aBider-
¢ cimokHad mpoboroaroToBka. Kpome Toro, mpu Ha-
JUYUU TpuMecedl B obpasiax Ha XpoMaTorpamme
HAOII0aI0TCA TIOCTOPOHHKME MUKW C XapaKTepuc-
THKAMH Pa3/eeHusI, UICHTUUYHBIMH BHYTPEHHEMY
CTaHIAPTY, YTO 00yCIaBIMBAET HEOOXOAMMOCTH JIO-
MTOJTHUTEIBHBIX OTIePAIlHii 10 Pa3aeIeHuIo.

Meron ompemenenus [7] HeHachbimeHHBIX 1,3-
cynbpronoB B AOC-Na rak:xe TpefyeT KOHIIEHTPHUPO-
BaHUA 9KCTpaKTa ¢ nomoinsio BIMX nnsa mocneny-
fomero ananusa MetomoM I'X/MC ¢ nonusarueii mo
OTpHUIIATEIbHBIM HOHAM WiIH ['X ¢ IIaMeHHO-UOHH-
3aIMOHHBIM JIETEKTOPOM.

lazoxpomarorpacduueckuii MeTon oOIpejaese-
Hus Terpanekan-1,4-cynprona (C,4 O-cymbToH) M
koMbuHAUM 2-xymoprerpageran-1,3-cyaprona (Cqy
2-xn0p-y-cynbToH) u 1l-Terpanenen-1,3-cyabToHA
(C,4-HEHACHIIIEHHBIA Y-CYyJIBTOH) B HEHTPAIBHBIX
Macnax, BbIJeTeHHbIX U3 0JeuHCyIbdoHaTa, Tpe-
OyeT MpeIBapuTeNbHOT0 (PPAKITMOHUPOBAHUS C IIPH-
MEeHEeHHeM KOJIOHOYHOU XpoMaTorpaduy Ha CHINKA-
rene [8]. O6pasibl HEHTPANTHLHOTO Macia pa3baBiis-
IOT B TeKCaHe U BBOJAT HEIOCPEJCTBEHHO B TA30BBIH
xpomarorpad. Komuduecreernubie faHHbIE TOIYIAIOT
MyTeM CPaBHEHUS C U3BECTHBIMHU KOJMYECTBAMHU CO-
OTBETCTBYIOIIHX CYIHTOHOB.

Brieniepeynciensbie  MeTOABI  3apPyOEIKHBIX
aBTOPOB 3aTPYMHAT ONEPATUBHOCTD KOHTPOJIA HA
MIPOU3BOJICTBE, UTO CBA3AHO CO CIOKHOM IIPOOOIIOT-
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Puc. 2. Xpomarorpamma obpasuna a-oaeuHOB (QpaKIui
C,4— C;s mpomsBoxcrBa xommanum Shell B gusTumoBoM

achupe

Fig. 2. Chromatogram of a-olefins of C,, - Cy4 fractions
(the sample of Shell production) in diethyl ether

TOTOBKOW ¥ HEOOXOAMMOCTBIO HCIIOAb30BAHUS PAIA
JIOPOTOCTOAIITUX XpoMaTorpadoB.

Hurepec mpescrasasana paspaborka u ompobo-
paume meroma I'X/MC mua omnpenmenenus O-rekca-
MEKAHCYIBTOHOB B JKUIKAX MOIOIIUX CPEACTBAX I
TIOCYABI U A-0JIe(PUHCYIh(POHATAX HATPUA, ITOIyI€EH-
HBIX HaA 0CHOBe a-ojedunoB dpakiuit Cy — Cy4, mO-
3BOJIAIOIIETO COKPATUTE BpPeMs MIPOOOIIOTOTOBKY H,
HE TepsAs UyBCTBUTEILHOCTH, TONYUYUTH PE3yTbTAThI
¢ pemenom obHapy:xenusa 0,2 Mr/Kr.

IJKCIIEepHMEHTATBLHAS 9aCTh

Mamepuanawvt u obopydosanue. Ha ycramoske
(puc. 1) BoCTIpOUMBBEIEH TEXHOJIOTHUYECKHH IIPOITECC
Cynb()UPOBaHUA, B pe3yjIbTaTe KOTOPOTro 00pasy-
forcst AOC-Na u3 a-onedpunos ¢parmuit Ciy — Cyg
npousBozactBa kommanuu Shell u oneyma mo TY
6-09-3881 mpousBoacTBa «Peaxum».

Jna npeHTU(UKAIINA THKOB MIPOU3BOJHBIX CO-
eIUHEeHUH, 06pasyoIuxCcs B IMpoIlecce CyIbpuposa-
HUS, IPOBEJIN AHAINU3 WCXOIHOTO ChIPhS U PEaKIIH-
OHHOHM MAacChl Ha CTAJUU CyIb(PUPOBAHUA N0 HEH-
Tpanusanuu (puc. 2).

HusTumoBblil 3(pup B KadecTBe SKCTpPareHTa u
STUJIOBBIN ciupT (peKTU(UKAT) B KAYECTBE PaCTBO-
pUTeNA IPUMEHIN 6e3 [OMOTHUTEIBHON OUHCTEH.

HcmonbsoBanu kommepdeckue obpasmer AOC-
Na ¢ maccoBoil fonell aKTHBHOTO BelecTBa 37 —
40 % wm o6pasipl, MOJyYeHHBbIE B J1aGOPATOPHBIX
YCIIOBUAX; METUAPUPYIOMIKMHI areHT CyIb(ar HATPpUs
(x4) mpousBozcTBa «Peaxmm».

BuyTpenune craHmapThl CyJIBTOHOB SBISIOTCS
KOMMEpPYECKH HEIOCTYIHBIMH, 4TO O0yCIaBIMBAET
HEOOXOIUMOCTh WX CHHTEe3a W/IN BBIIEICHUA W3
AOC-Na gnsa npoBeeHHsI KOJIUYECTBEHHBIX pacye-
ToB. CyIriecTByer psiji crioco60B CHHTE3a U U3BJIEYe-
Hug cyabToHOB ¢ npuMmenenunem TCX. Omgmako s
Macc-CIIeKTPOMETPHYECKOTO OIpefeeHus B Kade-
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CTBe BHYTPEHHETO CTAHAAPTa MOKET ObITh HCIIOIb-
30BAHO PYroe BeIeCTBO, €CIH OHO OTBEYAET HEKO-
TOPBIM TPEOOBAHUAM: OHO JAOJKHO OBITH YHUCTHIM, HE
pearupoBaTh C pPACTBOPUTEIEM U [APYTHMH KOM-
IIOHEHTAMH CMECH M OTCYyTCTBOBATbH IEPBOHAYAIHHO
B amammsupyemoMm obOpasme. Ha takom momxome
OCHOBaHO IITUPOKOE IPUMEHEHWE COeJUHEHUH, Me-
yenHbIx uzotonamu D, 13C, 1°N, 180 u T.1., ocoberHo
[IpH aHa/IKu3e 00bEKTOB OKpy:Karlel cpeasr [9].

Bouta wmsyueHa BO3MOKHOCTH HCITOIb30BAHUS
B KayecTBe BHYTPEHHEr0 CTaHpapra OyTuiaiera-
ta. Ilpu sTOM y4YuTHIBAIM HEOOXOAHUMOCTH OTCYT-
CTBUSA IEPEKPHIBAHUS THKOB CTAHAAPTA W B(HUPO-
pactBopumbix (paxrmuit AOC-Na (aecynbduposan-
HbIE A-0JIe(pMHBI U TAKHe IT0O0YHBIE IIPOAYKTHI, KAK
sKUpHBIE coupThl). [IpenBapurenbHO mpoBenu rpa-
IYUPOBKY BHYTPEHHETO CTaHAapTa.

B xauecrBe 00BEKTOB aHaivsa ObLIH BHIOPAHBI
JKAIKHE MOIOIIHE CPeCTBA AJIS MOCYIbI PA3IHIHBIX
MIPOU3BOAUTENIEH, COMEPIKAIIEe B CBOEM COCTaBe B
rkaugectBe AITAB AOC-Na. O6pasiibl ObL1H Iprobpe-
TEeHBI B POBHHYHOHN TOProBoii cetu r. Kazauu.

Amnanus IpoOBOAWIM C HCIOIb30BAHWEM XpoMa-
To-mace-cuekrpomerpa «Kpucramn 5000» (3AO
«XpomMaTsK») ¢ MaCC-CIIEKTPOMETPHUYIECKUM JTETEeKTO-
POM U 3JIEKTPOHHOM HOHHU3allel M KalWIIAPHOU
rkomouku CR-5ms 30 M, BHyTpeHHUi amamerp —
0,25 MM, ¢ BHyTpeHHUM citoeM 5 %-derun-95 %-mo-
TUCHI(DEeHUIEHCUIOKCAH, TOJIMHA IUIEHKH —
0,25 MmEM. 14 AUCTUINAIMYU IPUMEHANTH BaKyyM-
HyI0 ycTaHOBKY. VIeHTH(HUKAIINIO IHKOB IIPOBO-
IWIH C TIOMOINbI0 OWOJHOTEKH MAacC-CIEKTPOB
NIST 17.

Ilo0zomoska obpasya. 30 r AOC-Na (comep:xa-
HFe aKTUBHOTO BemlectBa — 37 — 40 %) pasbasisain
cmecbio 30 M sTaHona u 70 M Bogbl. CymnbTOHBI
13 TOJyYeHHON CMEeCH TPEXKPATHO dKCTParupOoBaIn
B JEIUTEIHHON BOPOHKE IOPIHUAMH [UITHUIOBOTO
acpupa mo 50 mia. IlomyueHHBIH SKCTPAKT ABAKIBI
poMbIBaIu BOmoH (rmo 20 MiI) ¥ JeruapaTupoBaIn
0e3BOAHBIM Cyab(aTOM HATPUSA. OKCTPAKT (PUIIh-
TpoBaTu yepe3 0e330JbHBIH (PUIBTP U KOHIIEHTPH-
poBanu B Bakyyme npu temmeparype 30 °C 1o 06b-
ema 1 M.

IIpouenypy moaroroku obpasma AOC-Na mpu-
MeHsaau U K obpasiam sKMC mia mocyasr.

Pesynbrars! pacuera mOMHOTHI U3BJIEUEHUS aHATINTA
Extraction recovery of AOS-Na

I'X/MC arnasaus. K KoHIeHTpaTy SKCTpaKTa I0-
6apmsim 0,1 MEm OyTwiiamerara B KadecTBE BHY-
TpeuHero cranmapra. Copep:kamme O-rekcagexan-
cyaprona B AOC-Na paccuuThIBaau 110 BHYTPEHHE-
My CTAHAAPTY:

M —rF Mis ,

is

rome M — KOJIMYecTBO OIpPeeseMOro COeIuHEeHUs

B mpobe; S — IUIOmIa[b MHKA OIMPEeaeaseMOoro Co-
enquuenusd; RF — daxrop orknura (response fac-
tor); M,, — KOJIM4EeCTBO BBEIEHHOIO BHYTPEHHErO
crangapra; S;, — IUIOMAAb ITHKA BHYTPEHHETO
cTaHmapTa.

Pesxum pabGorsl mpubopa: TEepMOCTAT KOJIOHKH
40 °C, 3 muH, 20 °C/mun, 250 °C, 0 mun. Temmnepa-
Typa ucmapurenas — 250 °C; remieparypa uCTOY-
uurka noHoB — 200 °C; TemmepaTrypa IepexoaHOMH
muaun — 250 °C; memenme moroxa — 1:10; pacxop
copocuoit — 120 mur/muH, 1 muH, 10 MJI/MUH; TOTOK
raza (remuit) — 1,2 mi/MuH; 00beM BBOJUMO ITIPO-
061 — 1 MK

O6cy:xneHue pe3yabTaToB

Omnpenenenne cynbroHoB B sKMC mia mocynsr,
comep:xamux B cBoeM cocraBe AOC-Na, u camoro
AITAB sBasgeTcs CIIOXHOM aHATUTAYECKON 3amadei.
MHOrOKOMITOHEHTHBIH COCTAB MATPHIIBI 3aTPYAHAET
usBiaeuenue amanura. [Ipumenenue meroma I'X/MC
I03BOJIAET IIPOBECTH IIOKOMIIOHEHTHBIH aHaIu3
CJIO}KHOU CMECH, OCHOBBIBASICH HA BPEMEHH yIep-
JKMBAHHWSA, a TaKKe HISHTH(PUIUPOBATH KaKIbIH
KOMITIOHEHT.

B Hacrosieit pabore u3y4eHo BIUSHUAE HA JKH]I-
KOCTHYIO SKCTPAKIIHIO, OCHOBAHHYI HA IUCIIEPIH-
poBaHUM SKCTpareHTa B (hase CmpT/BojAa, pasiwd-
HBIX CIa00IOIIPHBIX W HEMOJAPHBIX OPTaHHYECKHX
pacrBopureneii. B xome mombopa pacTBOpHUTEN
YCTAHOBJIEHO, YTO HAWbOJIee IMOJIHO AHAIUT U3BJIEKA-
erca quaTWIOBBIM 3¢pupom. McmonbsoBanue B ciiy-
Hae JaHHOM aHAIM3UPYyEeMOM MaTPHUIhl TeKcaHa U
IIeTPOJIEHHOT0 3(upa, ITUPOKO IPUMEHIEMBIX IJIT
BBIJIeJIEHUs] CyJbTOHOB, HE IAJI0 IIOJIOKHUTEIbHOTO
pesynbrara. B mporecce skcrparupoBanus HaGIO-
/i CHJIbHOE BO3pACTaHHE BS3KOCTH W OTCYyTCTBUE

H3meHeHue OIITHYECKOM

Oo6paserr AOC-Na IUIOTHOCTH SKCTPAKTA

Copnep:xanne
¢cBOOOTHON

IIportece rupponusa

npu 440 M menoun (NaOH)
Ilo sKcrpakmuu — 0,04 % Conepixanve CBOOOMHOM INENIOYM IIE€PEN THIPOJIK-
Toce 1-KpaTHOH SKCTPAKIHE 0,098 0,04 % 3oM mocie pobasimenus NaOH maa TO/Ie P aHHS
pH — 0,15 %. Copep:xanue CBOGOTHON IIEI0YH
ITocne 2-kpaTHOA SKCTPAKIAY 0,077 0,04 % mocie rugpoinsa — 0,14 %. Berymusiiee B peak-
Ilocme 3-kpaTHOM HKCTPAKITIU 0,007 0,04 % muio kommdectso NaOH — 0,01 %
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Fig. 3. Chromatograms of AOS-Na (a) and liquid dish-
washing detergent (b)

pasmenenus as. KoHTPOIb MOJTHOTHI M3BIIEYEHUS
aHAJIUTA MPOBOJUIHN C TIOMOIIIO PEAKIIUY TUIPOIIH-
3a TPO3KCTPATHPOBAHHOM CMECH — IIPEeBpAIleHUT
CyJbTOHOB B CMECh THAPOKCHUATIKAHCYJIh(pOHATA WU
ankencynbgonara uHatpus. llpexBapureabHO THT-
poBaHUEM OIpPeeNsianu Colep:KaHre CBOOOIHOM IIe-
moun (NaOH), sarem BHOCW/IM pacyeTHOE Koaude-
crBo NaOH pmna mpemorsparienus orknonenns pH
BO BpeMs THUIPOJIH3a W TOBTOPHO OIMPEIENSIH CO-
nep:xanue cBOOOIHON Ieoun. ['uaposIus TpoBoIu-
JIM B TEPMETHYHOM COCyZle B TeueHwue 1 4 rmpu Temire-
parype 150 °C mpu HOCTOSHHOM I€pEeMEeIHBAHUH.
Ilo comep:anuio CBOGOMHOM INEIOYM ITOCIE THAPO-
nusa omnpenpensau xKonmudecrBo NaOH, Berymusiee
B PpeakKIuio, KOTOPOE COOTBETCTBYET KOJIMIECTBY
TUIPOJIM30BAHHOIO BelecTBa (CynbToHA). Pesyib-
TaThbl MPUMEPHOTO pACYeTa IOMHOTHI W3BICYEHUS
aHAJIMTA MIPEICTABICHBI B TAOIHUIIE.

Cynpbroubr B sKMC miis mocymsl comepskarcs Ha
YPOBHE KOHIIEHTPAIUH IOPAIKA MKI/JI, II03TOMY IJIs
yBeJIWYeHUs YyBCTBUTEIBHOCTH AHATIN3a HEOOX0H-
MO HX IPeABapPUTEIbHO KOHIIEHTpUpoBaTh. Bo usbe-
JKaHWe TEePMUYECKOH MeCTPYKIMH KOHIEHTPHPOBA-
HHe HeoOXOAMMO IIPOBOAMTE MPU HU3KUX TeMIlepa-
Typax I10]] BAKYyMOM.

IIpu mombope BHYyTpPEHHEro CTAHZAPTA YYUTHI-
BaJM HEOOXOUMOE YCIOBHE OTCYTCTBHS TEPEKPHI-
BAOIINXCA MUKOB CTaHIApPTa ¥ KOMIIOHEHTOB aHa-
musupyemon cmecu. PaKkTop OTKIHNKA PACCIUTAH 110
dopmyne u pasen 0,95, uto ymoBmeTrBopser Tpebo-

Fig. 4. Mass spectra of 6-hexaadecansultone: a — data of
Mass Spectrum Library (NIST); b6 — experimental results

BaHUO 6m30cTH (PaKTOpPa OTKIMKA K €IUHUIIE JIJIT
MTOJIyYEHWUS JOCTOBEPHBIX Pe3yIbTaTOR:
RF = S is Mx ,
S x M is

rne RF — daxrop orrnuka (response factor); M —
KOJIMYECTBO COEUHEHWS B CTAHJAPTHOM PACTBOPE;
S — HUHTEHCHBHOCTb CHTHA/Ia COEIUHEHUs, HH-
IeKC «iS» OTHOCUTCS K BHYTPEHHEMY CTaHAapTy, a
HMHJIEKC X — K OIPe/iesIIeMOMY COeIMHEHHUIO.

Haiinens! ycaoBusa xpomMarorpaupoBaHus, mIpu
KOTOPBIX IPOMCXOAMT TIOJHOE pasjeleHne KOMIIO-
HEHTOB aHAIM3UPYEMbIX COEIMHEHHUU, B TOM YHCIIE
o6pasioB JKMC mist mocyabl, PeaCcTaBISOIAX CO-
60¥ MHOTOKOMIIOHEHTHYIO CMECh CIIOJKHOTO COCTaBa
(puc. 3, 4).

3akaroueHue

Takum 00pasoM, IIPENIOKEHHBIN Cr10co6 M03BO-
JIAeT COKPATHUTL BpPeMs ITOATOTOBKM H IIONYYUTh
IIpHeMJIEMbIE Pe3yIbTAThI, UYTO, HECOMHEHHO, SBJIfA-
ercs 6os1ee 3 PEeKTUBHBIM ITOAXO0A0M IS IIPOU3BO/I-
CTBEHHBIX ycaoBuid. OmepaTuBHOCTD KOHTPOJIS HAeT
BO3MOKHOCTH CBOEBPEMEHHO BHOCUTEH KOPPEKTUPOB-
KH B TEXHOJOTHYECKHH IIPOIlece, 4TO, B CBOIO OdYe-
pelb, MO3BOJUT BBILYCKATh MPOAYKIIUIO COOTBETCT-
BYIOIIIETO KAYeCTBA.
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