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BUCOKOE®EKTUBHA PIIMHHA XPOMATOI'PA®IA SAK
NEPCIIEKTUBHUIMA METO/ AJI51 BASBHAYEHHS XJIOPAMBEHY

.M. MAT' A

HauionansHuii aBianiiiHuil yHiBepcuret, M. KuiB

IIposedeno oOepusamuszayiro xaopabeny 4-nimpogeninouasanicm. Jlocnidcoeno
excmpakyilo  aszodepusamy — pisHUMU — eKcmpazeHmamu, — Bugueno  ymosu
XpomamozpaghysauHs: ckiao pyxomoi ¢asu, cnie8iOHOULEeHH KOMNOHEHMIE, WEUOKICb
nooaui enroenma, xpomamoepagiuni napamempu. Pozpobrena memoouka eusnauernms
xnopamberny memooom BEPX, ecmanoeneno medxci MiHitiHOT 3a1eHCcHOCmI nIowi niky 6io
KOHYyeHmpayii x1opambeny. Memoouka anpob6osana Ha MOOEIbHUX PO3UUHAX.

Knwuoei cnoea: xnopamben, Oepusamuzayis, excmpaxyiliHe — GUNYYEHHS,

MemoouKa 8U3HAYEHHS.

Beryn. Cinbcpkorocnogapcbke BUpOOHUIITBO B CyYaCHUX YMOBaX HEMOXKIIMBO 0€3
3actocyBanHs mnectunuiB. IlITyuyno ctBopeHi OioreHO3u (arporieHO3M), MOXKYTh
(GYHKIIOHYBATH 13 33JIaHOI0 TTPOYKTUBHICTIO TUIBKU 332 YMOBH MOCTIHHOI MiITPUMKH B
MEBHUX Mexax mnapametpiB cepenoBumia [1], CyyacHa ciyx0a 3aXHCTy POCIUH BIJ
HIKITHUKIB 1 XBOPOO 0a3zyeThCsl MEpPeBaXHO Ha 3aCTOCYBAHHI MECTUIUAIB XIMIYHOTO
cuntesy, Ha nymky pocnignukib, juiie 10% mnecTUIUIiB MOTparuisie B MpU3HAYCHY
METY, PeIlTa «JIETUTh MOB3», 3a0pyAHIOIOUN MPUPOAY 1 3HUILYIOYM IHIII OPTraHi3Mu, 1
Tk 1% Oe3nocepeubo 3abe3nedye ToKCuYHU edexT. ToMy HeraTUBHI HACHIIKH,
MOB'A3aH1 3 MEeCTUIUAaMU, 0OYMOBJICHI TOJIOBHUM YMHOM PyHHYBaHHSIM 010T€0I€HO031B,
B SKHX CaM€ ICHYBaHHS 1 YHCETBHICTh OKPEMHX BHJIIB JXHBHUX OpPraHi3MiB TICHO

nmoB'si3adHi MDK cob6oro. [lpu mpomy 3pocTae WMOBIPHICTH BiJIaJICHUX HACIIJIKIB,



3YMOBJIEHUX MMATOJOTIYHUM 1 FTEHETUYHUM JI€I0 psily IpenapariB Ha 010Ty. 3aJIIIKOBI
KUTBKOCTI MECTUIUIB aKyMYJIIOIOTHCS 1 O10KOHIEHTPIPYIOTCS B Xap4OBUX (TPODIUHUX)
nanmiorax [3]. Mae wMiclle BHHOC 3aJMIIKOBHUX KIUIBKOCTEH MECTULHAIB 3a MEXI
0o0po6iroBaHoi TepuTopii. CBITOBA MpakTHUKa 3aCTOCYBAHHS MECTUIIUJIIB CBITYUTH PO
T€, III0 BOHM HECYTh B cOOI1 MOTEHIIIMHY HebOe3neky. B 3B'sa3ky 3 mum, po3poOka HOBHX,
Ta BJIOCKOHAJICHHSI BIJOMHX METO/I1B KOHTPOJIIO MECTUIIUIB € aKTyaJIbHUM 3aBJIaHHSM.
Cepen akTHBHUX CIIOJIYK, IO BUKOPHUCTOBYIOTHCS B TEpOIUIHUX Mpermaparx
BaXJIMBE Micrie Mae xjopambeH (X), 3-amuHO-2,5-quxiiopodeH3oiiHa kucioTa (puc. 1)
[5], po3pobnennit komnaniero «Union Carbide Corporation», (Houston, Texas, USA),
aka 3 2001 poky yiinuia y «Dow Chemical Company». 3acTOCOBY€TbCA y BUITISAIL
repOinuaHuX npemnapariB. Temnepatypa miasieHds 200-201°C, temnepatypa KUIIHHSA:
349 °C (1013 I'Tla), ryctuna 1,4062 r/cm’. Posuunnicts (mpu 20°C) y Boxi 0,7 /1, y
ciupti 172 /1, y aneroni 233 r/n, 6ensen 0,2 /1, xmopodopm 0,9 r/n. KoHncranra
mucorrianii (pKa), mpu 25°C cranoButs 3,4 [5]. [Ipenapatu, hopmi METUIIOBOTO €CTEpY,
a00 aMOHIMHOI YK HATPIEBOT COJII BUMYCKAETHCSA B KOMEPIIIHHUX Tpemaparax am0i0eH,
OpaHaMeHTan Ta iH., Y BUIIsAAl 25% KoHIeHTpaTy emyinbceii, 10% BOAOpPO3UMHHUX

rpanyi, 24% BOJHOTO KOHLIEHTPATy Ta 1H.

O+~_OH
Cl

Cl NH,

Puc. 1. Ximiuna ¢popmysa xssopadMeny

B nmiteparypi [9-12] onucadi MeToM BU3HAYCHHS XJIO0paMOCHY 3 BUKOPHUCTAHHSIM
BEPX y mnoennanHi 3 TaHaemHoro Maccrnektpockomiero (UPLC/MS/MS), omanak

BHM3HA4YCHHA 3a HaABCACHHMMH MCTOAaMU HOTpe6YIOTI> A0pororo BaXXKOJOCTYIIHOI'O



oOJlalHaHHSI, Ta, PEAKTUBIB, B JEIKUX METOAMKAX, 3 PAIIOAKTUBHUM MIYEHUM aTOMOM
*C, mo € wkimmmBuM i moTpedye 0coOIMBOCTEN POOOTH 3 TAKUMH CIIOTYKAMH.

im0 gaHoi pobOTH € TIPOBENEHHS JepuBaTu3allii X, BUIYUYCHHS a30/epUBATY
xsiopamOeny (AX) opraHiYHUMHU PO3YMHHUKAMH Ta PO3POOKA METOJMKH BHU3HAYEHHS X
y BUIIIIA1l AX METOJIOM BHCOKOS(EKTUBHOI PIIMHHOT XpoMmaTorpadii.

Marepiaium Ta MeTOoaM AOCHiIKeHb. BUKOPHCTOBYBaM aHANITUYHUI CTaHAAPT
XJiopamMOeHy 3 BMICTOM Jil040oi pedoBuHu >95,0% odipmu  “Merck”, 4-
HiTpodeHUIMia30HI y BuUrisam TterpadropdbopatHoi com >97% dipmu  “Merck”,
Auneronumun “ Sigma-Aldrich” ana piguaHOi Xpomarorpadii. BoaHi po3unHM CHOIyK
rOTYBaJIM PO3YMHEHHSM TOYHOI HAaBaXKU PEUOBHHHM B AMCTUILOBaHIM BoAai. Pyxomy
dbazy mns BEPX roryBanmu po3YMHEHHSIM allETOHITPUIY B JICIOHI30BaHIN BOJI.
AueroHiTnmin g pyxomoi  (a3um  BUKOpUCTBYBaJiM  OpraHiuyHl  pO3YMHHUKHU
BUKOPHUCTOBYBaIM KBaiidikamii x4 Ta yna. BukopucroByBasm docharauii 0ydepHuit
po3uuH 0.15 M.

XpomatorpadyBaHHs MPOBOAWIN Ha pimuHHOMY Xpomartorpadi ‘Perkin-Elmer
Series 10” (CLLA). 31 ciekTpooTOMETPUUHUM JETEKTOPOM. BHKOpHUCTOBYBaIu METO
3BOpOTHO(}A30BOI Xpomatorpadii B 130KpaTUYHOMY peKUMi: KOJOHKa ctaneBa (250 x
4.6 MM BH. 1.) 3anoBHeHa (pazoro "Cimacop6 C18", miameTp 4acTUHOK 5 MKM, pyxoma
(haza aneToHITPUI : BoAA, ACTEKTYBaHHS MPOBOIUIU npu A = 396 HM, 00'eM npoodH, 110
BBOMUTLCA 20 MKJ, WIBUAKICTH momadi pyxomoi ¢asu 1.2 cm’/xB. Pesynbratu
xpoMarorpadyBaHHs ~ 00poOisIM  3a  JonoMoror  mporpamu  “Multichrome”.
Konmnenrpariito  rigpores-iodHiB  BuMmiproBaau Ha pH-metpi  “Mettler Toledo”
(IBetitiapis).

Pe3yabTatu Ta ix o0roBopeHHsi. [lepuBaTu3aiiio MPOBOAMIA 33 METOJIMKOIO
OMMUCaHOIO B [5], Tam ke HaBeleHa 1 cxema JaepuBaTuzaiii. JlJisi BUIIy4eHHS TpUA3CHY
AOCHKYBaJIM Psifi OPraHiYHUX PO3YMHHHMKIB PI3HUX KJaciB. 30Kpema: HacH4YeHI
BYIJIEBOJHI - Te€KCaH, renTaH, apoMaTW4Hi BYIJIEBOJHI - O€H3MH, TOJYEH, O-KCUJIEH

raJIOr€HOIOX1/IHI HACMYEHUX BYTJIEBOIHIB - AUXJIOPMETaH, XJIO0pohopM, JAUXJIOPETaH,



€CTepHu alleTaTHOI KHUCJIOTU - eTWialerar, OyTuianerar, i3oaminanerar. Kpamum
EKCTpareHTaMy BUSBIIIMCH JAUXJIOpPETaH Ta xyuopodopMm. B mambHIAMUX AOCTIIHKEHHIX
SIK €KCTPareHT BUKOPHUCTOBYBAJIH XJIOPOHOPM.

BaxnBe 3HaueHHs Ha ekcTpakiiito AX oep:KaHoro 3a [5] Ma€ BIUIMB KMCJIOTHOCTI
cepeloBHIIa, IO SIKOTO JociipKyBaiu B Mexkax Big pH 2,1 go pH 10,4. CepenoBuiie
CTBOPIOBAJIM 3a goromMoroto docdarHoro 6ydepHoro po3unnHy ta 3a gornomororo HCI 1
NaOH. ExcnepuMeHTH MOKa3ylOOTh, LI0 HAHOUIbII e()EeKTMBHO BUIYYCHHS
cnoctepiraetbes B Mmexxkax pH 3,5-5,5 (puc. 2). Todéro AX ectparyerbes 3 ¢1ab0 KHUCIUX

PO3YMHIB, 1110 00YMOBJIEHO HAABHICTIO KapOOKCUIILHOI IPYNH B CTPYKTYP1 MOJIEKYJIH.
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Puc. 2. 3anexxkHicTb mOBHOTH BUJIy4YeHHs AX B opraniuny ¢a3sy. Excrparenr

xJjiopogopm

[Tocmabnenns ekcrpakii npu pH Mente 3,5 MOXIUBO TIOB'S13aHO 3 MPOTOHYBaHHIM AX.
3MeHIIeHHsST BWIy4YeHHs1 B opraHiuny ¢azy AX mpu pH Oimeme 5,5 mos'szano 3
MPEXOJOM CHOJYKA B KaTiOHHY QopMy. B manpHIMIIMX JOCIIIKEHSX BHIYYECHHS

MIPOBOJIMIIN B IPUCYTHOCTI ocdaTHOro OyhepHoro pozunny pH 5.



OpnepkaHuil €KCTPaKT BUMAPIOBAIM B MOTOLl Ta30MOAIOHOTO a30Ty, PO3UMHSIIN B
ALIETOHITPHIII, IEPEHOCHIM B MIpHY KOIOy Ha 5 CM’, PO3UMH JOBOIMIU AllETOHITPUIOM
710 PUCKH.

BinOupanu anikBoTy 1 XpomarorpadyBajid Ha piAMHHOMY XpoMarorpadi MeTo10M
3BOpOTHO(DA30BOT Xpomarorpadii B 130KpaTHYHOMY peXuMi, pyxoma (aza —
aneToHITpuiI-BoAa y crmiBBiaHomeHHs X 70 : 30. JlerexkTyBaHHS MPOBOAWIN pu A = 396
oM. OnepskaHo xpomaTorpadiuauii mik 3 10OpHM pO3aUICHHSIM, 06€3 HaIBHOCTI 3HAYHOT

KUIbKOCTI tomitok. Yac yrpumanns miky 7,0 xB. (puc. 2).

T2

1 2 3 4 5 6 7 8 ; t. min
Puc. 3. Xpomarorpama AX (Pyxoma ¢asza aneronirpui-soaa 70 : 30),

A =396 um

Ha ocHOBI ofiepkaHuX JaHUX pO3pOOJICHO METOIUKY BU3HAUEHHS A B CTIYHUX

BOJax.

Mertoauka Bu3HaveHHs xyiopamOeHy metonomM BEPX B criunux Bogax. B
MipHy KOOy MictkicTio 10 cM’ BHoOcsaTh 5.0 cM’ PO3uUMHY, IO AHANII3YIOTh, AKHH

mictuth 0.2 — 50 MM (30 — 5000 mxr/cm?) 3, XA, no6asasors 0.3 cm® dpopmaminy,



nepemimyrors, 100asisors 0.3 e’ pocharnoro 6ypeproro posunny pH 51 0.4 cm’
BOJIHOTO po3unHy 4-HiTpodeninauasonio (2,5 mr/cm’)., nepemimyrors. Yepes 6 XB
€CTparyioTh XJ10podopMomM 2 pazu 1o 5 cM’. EKCTpakT 00€AHyI0Th, BUIIPIOIOTH B IOTOILI
rasonogibHOro as3oTy, CyXUM 3aiMIIOK PO3YMHAIOTL B 5 CM’ auUETOHIiTpuly i
xpoMarorpadyooTh. JOBOAATH JOJAIOTH 5 BMICT KOJIOM €TaHOJIOM JO0 MITKH 1
NEePEeMIlTyI0Th,  OXOJO/UKYIOTh, 3HOBY  JOBOJSATH  €TAHOJIOM JO  MITKH 1
xpomatorpadyrors. Uyrnusicte Bu3HaueHHs 30 mkr/cm’.JliHiliHa 3aleXHICTH IUIOIII
xpoMarorpadiyHoro Imika Bia KoHIieHTpalii X croctepiraetbcsi B Mexkax 30-420
MKr/cM’. MeToauka anpo6oBaHa Ha MOJEILHUX PO3YHMHAX, METOJIOM BBEIEHO-3HAMIEHO.
Pesynprat mocmimkeHb HaBeneHO B TaOmwmmi. [IpoBemena cratuctudyHa oOpoOKa
olepKaHUX JaHWX. Po3paxoBaHi HHU3bKI 3HAYCHHS CEPEIHBOTO KBAJAPATUIHOTO
BIIXWJICHHS BKa3ylOTh Ha J00py 30DLKHICTh Ta BIATBOPIOBAHICTh pPE3YJIbTATIB

aHAJITUYHUX JOCIIJKEeHb (Tadm. 1).

Tabnuys 1
Pe3yabTaTn Bu3HaYeHHs XA B MOJeJIbHUX PO3YHHAX
Ne | Bseneno, Mkr/M® | 3HaliieHO MKI/M® S:
1 34,0 33,7+£0,3 0,05
2 56,0 56,2 £04 0,04
3 182,0 181,6 £0,5 0,03
BUCHOBKUA

[IpoBenena nepuBarm3aliis xjaopabmeHy 3 4-HiTpodeHUIna3oHieM. JlociiKeHo
YMOBH BUJIYYCHHS B OpraHiuHy (ha3y: eKCTpareHT, KUCIOTHICTh CEpeAOBHUIIA, KPAaTHICTD
excTpakiiii. Po3po6iieHO BUCOKOUYTIMBY METOAMKY BH3HAYEHHS XJIOPAaOMEHY METOI0M
BUCOKOE(DEKTUBHOI PIIHHHOI XpomaTorpadii B CTIYHUX BOJa. BUKOpUCTOBYIOUM JaHy
METOJIMKY, MOYKHA 3 BUCOKOIO TOUHICTIO Ta 301KHICTIO BU3HAYATH XJIOPAMOEH B CTIYHHX

BOJIaX PI3HUX 00 €KTIB.
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N.M. MAT A

HanmonanbHbIi aBUAllMOHHBIN YHUBEPCUTET, T. Kuie

Bremonneno — gepuBaTu3anuio  xjopabeHa ¢ 4-HUTpO(EHWIINA3aHUEM.
HccnenoBaHo 9KCTPaKIMIO a30[epuBaTa pa3IUYHBIMU OSKCTpareHTamu. 3yueHo
yCIIOBUSL ~ XpomaTorpadupoBaHMs: COCTaB  TMOABIKHOM  (a3bl, COOTHOIICHHE
KOMIIOHEHTOB, CKOPOCTh IIOJIa4l  OJIOCHTa, XpoMaTorpaduyeckue mapaMeTphl.
Pa3zpaGorana meronuka ormpeneneHus xjopambena MmetogoM BEXX, ycranoBieHsl
npenenbl JIUHEWHOCTH IUIOIIAIU XpoMarorpauyeckoro MHKa OT KOHILEHTpAlUU

xJiopambena. Meroauka anpoOupoBaHa Ha MOJIETBHBIX PACTBOPaX.
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MCTO/JIUKA OIMPCIACICHHA.

HIGH PERFORMANCE LIQUID CHROMATOGRAPHY AS A PROSPECTIVE
METHOD FOR DETERMINING CHLORAMBENE

.M. MAGA

National Aviation University, Kyiv

Chloraben derivatization with 4-nitrophenyldiazonium was performed. The
extraction of azoderivative by various extractants has been studied. The chromatography
conditions were studied: the composition of the mobile phase, the ratio of components,
the feed rate of the eluent, chromatographic parameters. A method for the determination
of chloramben by the method of HPLC, has been developed, and the limits of the linear
dependence of of the chromatographic peak on the concentration of chloramben. The
technique is tested on model solutions.

Keywords: chloramben, derivatization, extraction, method of determination.



