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Tpugenungpocpunoxcuo (TODO), obpasyrowutica npu 0dpadbomke npoob, coOepIcaux 2u0-ponepoKcUOHble
npoOyKmbl OKucieHus 2-oymanona, mpugpenuipocpurom, npensamemeyem npoeoenuro aHaIu3a Memooom 2a3o-
arcuokocmuou xpomamoepaguu (I9KX) na xanunnispueix xonouxax. Ilokasano, umo npu yoanenuu TODO
0Opabomxoll npob X10pUOOM YUHKA ONpe-Oensemble coeounenus ecmynarom 6 peaxyuto ¢ ZnCl2 ¢ obpasoeanuem
KOMIJIEKCHBIX CO-eOuHenull, a 6 ucnapumene xpomamozpaga npu npogedenuu I KX-ananuza noosepeaiomcs
npespawenusm Kamaiuzupyemvim X10puoom yuuxa. IIpomekanue smux peaxyuil uckajicaem pe3yibmambl
KOIUYECMBEHHO20 ONPEOeleHUsl AHAIUIUPYEMBIX NPOOYKMOS. /st yCmpaHeHus UCKANCAIowe20 IUsIHUS PeaKyull
onpeoensemvlx NPoOyKmo8 ¢ XI0PUOOM YUHKA 60 épems obpabomxu npob u npu nposedenuu KX ananusa
paspabomana Memoouka HnOO20MOBKU NpoO, HANPAGIEHHAS HA pa3pyuieHue KOMIIEeKCHbIX COeOUHeHUll
onpeodenaemblx NpPoOyKmog ¢ Xaopudom yuuka u yoarenue ZnCl2 uz npo6. I[lpeonacaemas memoouxa
npoboNn0020moBKU 3aKI0UAemcs 8 NociedosamenvHol oopabomre npob meepovin TOD ¢ meuenue 20 mun 8
10% monvHOM u3dbImKe K CYMMAPHOMY COOEPICAHUIO 2UOPONEPOKCUOHBIX NPOOYKMOE C HOCIedy-1oujel
06pabomKotl X10pUOOM YUHKA, 3AMOM 8 MPEXKPAMHOM MoabHoM u3ovimike Kk TOD, 6 meuenue 24 uacos. Ilocne
omoenenus 06pazosasuiecocs ocaoka Hepacmeopumoco komniexca ZnCi2 ¢ TODO npobwi nocredosamenvho
bapbomuposanu ceposod0opoooM 68 NPUCYMCMBUU YKCYCHOU Kuciomsl u ayemama nampus. Obpazosasuiuiics
0Cadok cynbpuoa Yurka yoausiiu, a npody evl0epICUsaiu Hao cyib@uoom xaius 6 meuenue 24 uacos ons
yoanenusi cnedog yunka. Codepoicanue UOHO8 YUHKA KOHMPOIUPOBATU MEMOOOM KOMNIEKCOHOMEMPULECKO20
mumpoganus. I[Ipodel Konyenmpupoganu noo 6axyymom u samem nposoounu I JKX-ananus.

Knrwouegvie cnosa: mpupenungpocunoxcuo, xnopuo yuuxa, cepo8ooopoo, cyro@uo Kanus, nepoKkcuoHsle co-
€OUHEHUS, 2a30-JHCUOKOCMHASL XPOMAMO2papust.

Abstract:

Triphenylphosphinoxide (TFFO) formed during the treatment of samples containing hydrop-eroxide oxidation
products of 2-butanol with triphenylphosphine prevents the analysis by gas-liquid chromatography (HPLC) on
capillary columns. It has been shown that when TFFO is removed by treating samples with zinc chloride, the
determined compounds react with the ZnCI2 to form complex compounds, and in the chromatograph evaporator
during GLC analy-sis they undergo zinc chloride catalyzed transformations. These reactions distort the results of
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quantification of the products to be analyzed. To eliminate the distorting effect of the reac-tions of the determined
products with zinc chloride during sample processing and during GLC analysis, a sample preparation technique
was developed aimed at destroying the complex compounds of the determined products with zinc chloride and
removing ZnClI2 from the sam-ples. Proposed method of sample preparation consists in sequential treatment of
samples with solid TFF for 20 min in 10% molar excess to total content of hydroperoxide products, fol-lowed by
treatment with zinc chloride taken in three times molar excess to TFF for 24 hours. After separation of the resulting
insoluble ZnCI2 complex precipitate with TFFO, the samples were sequentially bubbled with hydrogen sulfide in
the presence of acetic acid and sodium acetate. The resulting zinc sulfide precipitate was removed and the sample
was held over po-tassium sulfide for 24 hours to remove traces of zinc. Zinc ion content was monitored by
complexometric titration. The samples were concentrated in vacuo and then GLC analysis was performed.

Key words: triphenylphosphine oxide, zinc chloride, hydrogen sulfide, potassium sulfide, peroxide com-
pounds, gas-liquid chromatography.

B pa6ore [1] mokasanHo, 9TO TIpH TpEABapUTENBHON 00paboTke mpob Tpupenunpochuaom (TOD) mpu
KOJIMYECTBCHHOM aHAIN3€ THAPOIEPOKCUIHBIX MPOAYKTOB OKUCICHHUS 2-OyTaHOJIa METOAOM Ta30-KHIKOCTHOH
xpomarorpaduu (I'KX) obpasyromuiics tpupenmnpochunokcun (TODO), Memaronwii MPOBEACHAIO aHAIH3A,
XOPOILO yaansieTcsi o0paboTKoW MpoOBl XJIOPUAOM HUHKA B MOJNBHOM cooTHomeHun ZNCly:TODO = 3.0 B
TeueHne 18-24 wacoB. Bmecte ¢ TeM MOKHO OXHIAaTh, YTO TMAPOKCHI- M KapOOHHMIICOAEpXKAIINE MPOIYKTHI,
o0pa3yrommecs B pe3yIbTaTe B3anMOACHCTBUS THAPONEPOKCHIHBIX NTPOAYKTOB OKUCICHUS 2-0yTanona ¢ TOD,
npu B3aumozeiictBun ¢ ZNCly MOTYT CBA3BIBATHCS B KOMILIEKCHI [2-11], a mpH MOBBINICHHBIX TEMIEPaTypax B
ucnaputene xpomarorpada npu [KX-aHanuze moaBepratbesi NMPEeBpalICHHSM, KaTaTU3UPYEMbBIM XJIOPHIOM
nuHKa [12]. Peakuunu npeBpamieHus aHaTU3UPYEMbIX COSIMHEHHI C YIaCTHEM XJIOPH/IA [IMHKA MOTYT HCKaXKaTh
pe3yIbTaThl UX KOJIMYEeCTBEHHOro onpeaeneHus merogom I0KX. ITostomy nenpio paboTh! sBiIseTcs pa3paboTka
METOJUKH TOAroToBKH NpoO mepex [DKX-aHamn3oM NEpOKCHUAHBIX HPOAYKTOB OKHCICHUS 2-OyTaHoJa NpH
IpeBapUTEIbHOMN MOCiIeA0BaTeIbHON 00padoTke mpod TAO®D u XIOpUAOM IHMHKA C MOCISAYIOIEM YIaJICHUEM
ZnC|2.

OKCITEPUMEHTAJIbBHASA YACTD

TOD, kBanupHKALUH 4., OUUILNATN TPEXKPATHOM MepekpucTan3zaiuet u3 2-nposianona [13]. [TonyueHHsiit
npoaykT umen T. 1. 81°C; m3BectHOe 3HadeHME T. 1. 80.5°C [14]. Conmepxkanne TODO B ucnonp3yeMoM mpe-
napate 1o gaHHeIM [2KX He mpesbimano 0.10+0.01%.

2-Byranon kBanupuUKanWK Y. OYMINANM 1O Metomuke [15] mocmemoBarensHON 00pabOTKOW crmMpTa
pactBopoM OucyibduTa HaTpus, kumsiueHreM ¢ 10%-HbIM pacTBOPOM THIIPOKCHIA HATPHUsI, TPOMBIBKON BOAOH 1
COJISTHOM KUCIIOTOU. [IpOMBITHI CIUPT CYIIMIIN HaJ M3BECTHIO, @ 3aTEM KHUILSITHIIN 3 pasza co CBEXKUMHU MOPIUIMU
M3BECTH, 110CJIE Yero ojiBepraiy ¢ppakuuonHoi neperonke. T. kurn. 98°C, nuteparyphbie nannbie: T. kum. 98.5°C
[14]. YucroTa nCmoap30BaHHOTO MperapaTta cocrapisiia He meree 99.9 + 0.1%, no JaHHBIM ra30-KHUAKOCTHON
xpomarorpaduu (I7KX) mpoayKTsl OKHCICHHS B OYHUIIICHHOM 2-0yTaHOJIe OTCYTCTBOBAIIH.

YKCYCHYIO KHCIIOTY JIEJSIHYIO KBaTH(UKAINY X.Y. UCTIOJIb30BAIN O€3 JIONMOJTHUTEIbHON OYUCTKH.

Cymbdun kamus (K2S-5H,0) kBanudukanmu 4. HCMop30Bay 6€3 JOMOJHUTEIBHON OYMCTKH.

CepoBomopoa nosiyuaiu B ammapare Kumma, neifictBueM pa30aBIeHHON COJISTHOW KHCIOTHI Ha CYJIb(u
xenesa (I). Cynsdun xenesa (1) xBamudukanuu 4. UCMOIB30BANIN 0€3 HOMONHUTENLHON 0uncTKH. COJISIHYIO
KUCJIOTY KBUTU(HKALUH 4. HCTIOIB30BAIH 0€3 JOTIOIHUTENEHON OYNCTKH.

1,2-Byranguon cuHTe3upoBand, bapootupys 1-0yTeH depe3 pa3OaBICHHBIN pacTBOp IMEepMaHTaHaTa Kallusd
[16]. 1-ByTen monyvanu napodasHbiM muposu3om OyTuiaierara npu 400-500°C [17].

1,3-, 2,3- u 1,4-ByTaHauonsl HCMIOIK30BATIH O€3 TOTIOHUTEIFHONH OYHCTKH.

mpem-bytunruaponepokcun (TBI'TI) cunTe3upoBanu u ouninanu cornacuo meroguke [18]. INonyueHHbIi
Ipemnapar 1o JaHHBIM HOJOMETPUYECKOTO ONpeAeneHus coaepxkan He meHee 99.3 + 0.2% rugponepoxcuja.

Xnopun uwmHka (ZnCly) kBanupuKanmu 4Y.0.a. HCIONB30BATHU IIOCIAE YACTHIHOTO O00E3BOKHUBAHHS
HarpeBaHueM Ha mecyanoit 6ane [19].

Jubytmndranat kBamuduKaIUuM 4. UCTIOIH30BAIN 0€3 TOTOJHUTEILHON OYMCTKH.

Onpenenenne metogom KX mpoBoamnu Ha xpomarorpade «I[Ber-800» ¢ mia3MeHHO-HOHU3AIUOHHBIM
nerekropoM. Jlis ompexmenenuss OyraHoHa, u3zomepHbix 1,2-, 1,3- u 2,3-OyTaHIuOIOB HCIOJIB30BAJIH
KamusipHyto kKoJoHKy ZB-WAX mmmnaoit 30 M, BHyTpeHHNM auaMerpom 0.32 MM u TommmHOHN ¢assl 0.5 MKM.
I'a3-HOCHTENB — APTOH BBICOKOW YHCTOTHI. BBOJ IPOOBI OCYIIECTBISUIN B peXUME AeTIeHUs IOTOKa ra3a-HOCHTEIs
1:20 [20]. B kauecTBe BHYTPEHHHMX CTaHIAPTOB HcHonb3oBamu 1,4-Oyranauon u audenwn. OmpexpencHue
NPOBOJIMIIM B PEXUME IPOrPaMMHPOBaHMs TemrepaTypbl kojoHku 100-155°C, 25°C/mmH, Temmepartypa
ucnapurens 275°C. nsa onpenenenus TOD u TODO ucnonp3oBalu HaCcaJ0UHYIO KOJIOHKY U3 HEpKaBerollen
cranu pazmepoM 1000 x 3 MM ¢ copbenTom 5% cuimkona OV-17 Ha xpomarone N-AW-cynep, sepaennem 0.16-
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0.20 MM, ra3-HOCHTEIb — APTrOH BBICOKOM YHCTOTHI, pacxox 40 Mii/MuH; TemMriepaTypa kojoHku 250°C, ucnapuress
300°C, BHyTpeHHU# cTaHaapT quoyTundTanar [1].
CyMmMMapHOe conep)kKaHHe TEePOKCUAHBIX COECJUHEHHUH ONpeAe/suld KOJIOPUMETPUYECKHM METOJIOM,
OCHOBAHHBIM Ha 00pabOTKe MPOOBI PEareHToM, COACPKAIINM HOHBI FeZ*u N, N-mumernn-n-pennnenanamus [21].
OmnpenencHue cojepKaHHA HOHOB IIMHKA B NPO0ax MPOBOAWIN METOAOM KOMIIEKCOHOMETPHUYECKOTO
THTPOBAHMS, C HHANKATOPOM KCUIICHOJIOBBIM OPAHXEBBIM [2].

PE3VIJIBTATBI 1 UX OBCYXJIEHNE

B nporiecce sxunkohasHoro okuciaeHus 2-6yraHona o6pa3yroTcs H30MEpHbIe THAPOKCUTUAPOIIEPOKCUIBI H
OyranoH [1, 20]:

| |
OOH OH / OH \ OH OOH

OOH
CH;-C—CH,~CHj CHs-?H-$H-CH3 .
OH OH OOH @

+H,0,

I'mapokcuruaponepokcuapl mnocie obpadorku mnpod TDD npespamatrorcss B OyTaHOH M HM30MEPHBIE
Oyranauosns [1, 20]:
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W3BeCTHO, YTO COJIM LIMHKA, B TOM YHCIIE U XJIOPHUJIbI, CIIOCOOHBI 00pa30oBbIBaTh KOMILIEKChl ¢ O-, N-, S-
JIOHOPHBIMU Juranaamu [2-11], B TOM 4ucIie ¢ 0JHOATOMHBIMH U JIBYXaTOMHBIMH CIUpTaMu, ketoHamu [9-11].

MOXHO MpPEe/NOoIOKHUTh, YTO B Tpoliecce 00pabOTKU XJIOPUIOM IMHKA MPo0, CoAepKammx OyTaHOH U
nzomepHslie 1,2-, 1,3-, 1,4- u 2,3- u 2,3-(Me30 hopma)-OyTaHINONIE], BO3SMOXXHO UX CBS3BIBAHHE B KOMIUICKCHI C
ZnCl; no peakuusm tuma [9-11]:

ZnC12 + 2C4H1002 —_— > ch12(C4H1002)2
@
(ID)
BMmecre ¢ TeM u3BecTHO [12], 4YTO XJIOpHJ HHHKA, a TAKKE €0 KOMIUICKCHBIC COCAMHCHUS IIPOSABIISAIOT

KaTaAJIMTUYCCKYIO0 aKTUBHOCTD B PCAKIUAX ACTUAPUPOBAHUA THAPOKCUIICOACPKAIIUX OPTraHUYCCKUX COC,HI/IHCHI/Iﬁ
a0 Kapﬁoﬂﬂncoz[epmamnx COCHI/IHCHHP‘I IO p€aKIu TUIa:
Zn2+
R,~CH-R, R,—C-R,
| H, 1]
OH

Bosieuenne B TaKyH0 PEAKIHI0 THAPOKCUIICOACPIKAIUX MPOAYKTOB B MPUCYTCTBHUU XJIOpUAA LIHUHKA B

®)

(4)
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ucnapuTtene xpomarorpada npu nposenenun [ KX-aHanuza BrosiHe BeposITHO.

Takum 00pa3oM, MOXHO JONYCTHUTh, YTO KaK CBS3bIBAHUE ONpENENsEMbIX KapOOHWI- |
THPOKCUIICOJCPKAIIUX COCJMHEHUH B KOMIUIEKCHI MO peakiusM Ttuna (3), Tak U NpOTEKaHHE peakiuu
neruapupoBanus (4) MoXeT 3aHmKaTh pe3ynbratel [JKX-omnpeneneuns GyTaHOHa ¥ H30MEPHBIX OYyTaHIHOJIOB.
Jist mpoBepKH 3TOTO Ipearonoxerns 0pu10 nposeaeHo I K X-onpexnenenne Oyranona, 1,2-, 1,3-, 2,3- u 2,3-(me30
(hopma)-OyTaHIMOIOB B MOJAEIBHBIX PAacTBOpax B 2-OyTaHONe B NPHUCYTCTBUH BHYTPEHHHUX CTaHAApTOB 1,4-
Oyranmmona W TUQEHWIa TOCIe WX O00pabOTKM XJIOPHIOM IMHKA B TedeHWe 24 YacoB. AHAIW3 IOKa3all
3HAUUTEIBHOE YBEIMYCHUE COJAepXKaHUs OyTaHOHA, KOTOPBIA, BEPOSATHO, 0Opasyercss MO peakIHuu
JIETHJIpUpOBaHusl 2-0yTaHoIa B HCTIapuTelie XxpoMarorpada B IPUCYTCTBUU COSAMHEHUH [TMHKA 10 PEaKIUH THIIA
(4), v mpakTHYECKH TOJIHOE MCUYE3HOBEHME H30MepHbIX 1,2-, 1,3-, 1,4, 2,3- u 2,3-(Me30 popma)-0yTaHIHOIOB,
YTO MOXET OBITH CJICJICTBHEM KaK PEaKLH KOMIUIEKCOOOpa30BaHUsl, TaK U PEaKIUH AT UAPUPOBAHHSI.

OOpazoBanue OyTaHOHa MO peakUUM JETHAPUPOBAaHUs 2-OyTaHoia B Hcmapurene xpomarorpada B
NPUCYTCTBHH MOHOB ITHKa BoBpeMs [ XK X-aHann3a He MO3BOISIET C/EIaTh BHIBOJ O TOM, CBS3BIBAETCSl OyTaHOH,
COZIepIKAILMIACS B MOJENBbHOW cMecH, B KoMiuieke ¢ ZNCly wnu Het. [l yTouHeHus 00pa3oBaHHs KOMILIEKCa
OyTaHOHa C XJIOpPHIOM HHHKA ObUIO mpoBeneHo [KX-ompenenenmne OyTaHOHA B pacTBOpE XJIOPOCH30Jda O U
nocie obpabotku ZNnCl, B Teuenne 24 gacos. [Tocne 06paboTki pacTBopa OyTaHOHA B XJIOPOCH30JI€ XJIOPHIOM
IIMHKA HaOJIFOIAN0Ch CHIDKCHHE KonrdecTBa OyraHoHa Oosee yeM Ha 80%, 9TO, BEPOSATHO, CBUICTEILCTBYET 00
obpazoBanuu KoMmIuiekca oyranona ¢ ZnCly.

OueBHIHO, YTO M TIONYYEHUS KOPPEKTHBIX pe3yibTaroB ompeneneHus nepen [DKX-anammsom
HEO0OXO0ANMO IPOBECTH yAAJICHUE U3 P00 XIOpHAa IIUHKA. Y JaleHHe HOHA IMHKA U3 MPOOBI MOXKHO MIPOBOANTH
C MOMOIILK HOHOOOMEHHBIX CMOJI, HO MPH 3TOM BO3MOYKHO COPOMPOBAHHE KOMILIEKCHOTO MoHa ZN%* BMecTe ¢
nuragaMu [22-24]. TIoaToMy MOXHO OXHIAaTh, YTO KOMIUICKCHI IHHKA M M30MepHBIX OyTananosos tuma (1) u
KOMIUTEKCHI IuHKa W Oyrtanona tuma (I1) GyayT copOupoBaThcsi Ha MOHOOOMEHHOW CMOJIE, YTO, BEPOSITHO,
NPUBEJIET K 3aHIKEeHUIO pe3ynbTaToB [ JKX-onpenenenns OyraHoHa U M30MEpHBIX OyTaHHOIIOB. 1711 yTOYHEHHS
BO3MOKHOCTH YJIaJICHHsI HOHOB IIUHKA C TIOMOIIbI0 HOHHOTO 0OMeHa mpoObI, coaepikariue OyraHoH, 1,2-, 1,3-,
1,4-, 2,3- u 2,3-(Me30 popma)-0yTaHIHOIbI, MTPEIBAPUTESIILHO 00paOOTAaHHBIC XJIOPHIOM IIMHKA, 00padaThIBaIH
katuoHuToM KV-2-8 B H-hopme. ITocnme 06paboTku mpod KaTHOHUTOM MOHBI ITUHKA, OTPEAEIsieMble METOIOM
KOMIUIEKCOHOMETPHYECKOTO THUTPOBAHMSA, HE OBUIM OOHapykeHbl. BMecTe ¢ TeM HAOIIONAIOCH CHIDKCHHE
omnpeznensembix MerogoM KX kommdecTB OyTraHOHA M M30MEpHBIX OyTaHanonoB Ha 30-60%. Takum oOpaszom,
MOXHO 3aKJTIOYHTh, YTO ACHCTBUTEIBEHO MIPOUCXOIUT HEOOpaTUMOe COpOMPOBAHIE KOMIIEKCHOTO HOHA BMECTE C
JWTaHAaMHU Ha HFOHOOOMEHHOH CMoOJIE.

HW3BecTHO, YTO IUIs yJajeHUs] HOHOB LIMHKA M3 PAacTBOPOB IPHUMEHSIOT 00paboTKy mpod CepoBOIOPOJIOM,
Ipy 3TOM 00pa3yeTcss HepacTBOPHMBIN Cynbhua 1uHKa [2]. O0bdHO 00pabOTKY MPOBOMASAT B CPEle YKCYCHOM
KUCJIOTBI, B MPUCYTCTBUH alleTaTa HATPUS MJIM aMMOHHS, HEOOXOAMMBIX IJISI CBS3bIBAHHS BBIJCIIIIOLICHCS B
pe3ynbTare peakiini MUHEPaIbHO#H KUCIOTHI [2]:

ZnCl, + H,S + 2CH;COONa —»ZnS + 2CH;COOH + 2NaCl U]

K mpobawm, comepkaimuM XIOpHUI IUHKA, TOOABISITH paBHBIA 00BEM JICASHOW YKCYCHOM KHUCIIOTHI M alleTaT
Hatpusi B 10% MOJIbHOM H30BITKE HAJl CTEXHMOMETPHUYCCKUM KOJIMYECTBOM. 3aTeM uepe3 mpody OapOoTHpoBaiu
cepoBoziopoa B TeueHre 20 MUHYT. BoiaenuBmuiicst Ipu 3ToM ocajiok cyibduaa nuHka otaensuin. OctatouHoe
CoJIepXKaHNe IIMHKA TI0 pe3yIbTaTaM KOMIJIEKCOHOMETPHUIECKOT0 TUTpoBaHMA He mpeBbimaino 0.01 M.

I/I3BeCTHO, YTO HMOHBI IIUHKA, B TOM YHCJIC CBA3AHHBIC B KOMIUICKCBI, MOXXHO YJAJIATh ICPEBOAOM B
MaJIOPacTBOPUMOE COEMHEHUE MTyTeM 00pabOTKU CYIB(PHIOM IIETOYHOTO MeTaia [25].

Tabmuna 1. Pesynerate! [ KX-onpenenenus 6yTaHOHa M H30MEPHBIX OyTaHIMOJIOB B MOJEIBHON cMecH: (2-
Oyranou, 0yrtasoH, 1,2-, 1,3-, 1,4-, 2,3- u 2,3(me30 dhopma)-6yranauosnsi, 0.5 M TBI'TI) mo u mociie 00paboTku
(n=5, P=0.95)

Table 1. Results of GLC determination of butanone and isomeric butanediols in a model mixture: (2-butanol,
butanone, 1,2-, 1,3-, 1,4-, 2,3-, and 2,3 (meso form ) -butanediols, 0.5 M TBHP) before and after treatment (n
=5,P =0.95)

COEIMHEHNUE MOJTB" Tt MOJIB I

ByTtanon 45.0 45.0+0.3 0.01
1,2-byranamon 0.23 0.24+0.01 0.07
1,3-byranamon 0.81 0.80+0.02 0.05
1,4-Bytanauon 2.52 2.50+0.03 0.02
2,3-byranauon 0.49 0.50+0.02 0.05
2,3-byranauon (Me30) 0.30 0.29+0.01 0.05
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[TosTOoMy anst ynaneHHst OCTaTOYHOTO LMHKA NPOOBI BBIAEPKMBAIM HaJl TBEPIBIM CYJIbOHUIOM KaJus
(K2S-5H20) B Teuenue 24 wacoB, 3aTeM ynamsuin cynbdua kamus ¢uabTpoBanueM. [locie yero HabIHOIaI0Ch
MPaKTHYECKHU MOJTHOE OTCYTCTBUE LIMHKA B IIPOOAX MO pe3yIbTaTaM KOMIUIEKCOHOMETPHYECKOTO THTPOBAHHUSL.

I'XX-onpenenenne OyraHoHa B mpoOax MPOBOAWIN 0e3 WX JIONOJIHUTEIbHOW 00pabOTKH, a M30MEpHBIE
OyTaHIMOIBl ONpEACTSUIN TIOCNIe KOHIEHTPHPOBaHUS MpoO mon BakyymoM. Pesymprater I KX-ompenenenus
Oyranona, 1,2-, 1,3-, 1,4-, 2,3- u 2,3-(me30 ¢opma)-OyTaHINOIOB B MOAETHHOI cMecH B cpene 2-OyTaHona ¢
conepxanrem 0.5 M TBI'TI mo u mocie 006paboTKu o pa3paboTaHHOH METOTUKE MPUBEIEHBI B Ta0. 1.

BbInonHeHne omnpenesieHMsi: TPEIBAPUTEIBFHO B HCCIELYEMOM 00paslie ONpeNeNsuld CyMMapHOe
COJIepKaHNE TIEPOKCUIHBIX COSANHEHUH KOJIOPUMETPHUIECKIM METOIOM. B 5 Mt mpoOsI nccnexyemoro obpasia
BHOCHJIM BHYTPEHHUE CTaHAapTHI 1,4-0yTanmuon u nudenmi, oopadateiBanu 1BepabiM TOD B Teuenne 20 MuH B
10% MOIBEHOM M30BITKE K CyMMapHOMY COJIEp KaHHIO THIPOIIEPOKCHIHBIX MPOIYKTOB. [IoJHOTY BocCTaHOBIEHHS
KOHTPOJIMPOBAIIH, ONIPEAENSA COAEPKAHNE TIEPOKCHIHBIX COCIMHEHUI B MPOOE KOJOPUMETPUYECKUM METOIOM.
3areM npoOy 00pabaThIBAIM XJIOPUAOM LIMHKA, B3SITOM B TPEXKPATHOM MOJIbHOM U30bITKE K TOD, B Teuenue 24
yacoB. [locie orneneHus oOpa3oBaBIIerocs: ocajska K nMpode H00aBIsuIM 5 Ml JISJSHOW YKCYCHOM KHCJIOTHI U
arnierar Hatpusi B 10% MOJIBHOM HM30BITKE HaJ €ro0 CTEXHMOMETPUYECKHM KOJIMYECTBOM HEOOXOJMMBIM JIJIS
cs3biBanmst HCI, Bpigessitoreiicss npu peakiuu XJIopuaa IMHKa C CepOBOJOPOAOM, U 3aTeM 6apOOTHPOBAIH
cepoBogoporoM B TedeHme 20 muHyT. OOpa3oBaBmIMiicss OcagoK CynbpuAa IMHKA YOALDIH, a Mpody
BBIJICP)KUBAIIM HaJA CyIb(GUIOM Kamus B TeUeHHEe 24 4acoB Ul yHaJeHHs cienoB nuHka. ConmepikaHHe MOHOB
IIMHKA KOHTPOJHMPOBAIN METOAOM KOMIUIEKCOHOMETPHYECKOTrO THTPOBaHUs. IIpoOBI KOHIIEHTPUPOBATIH MOX
BakyyMoM U 3ateM npoBoauwin [DKX-ananus.
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