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BU3HAYEHHA 2-bPOMOAHUIIHY
Y BUIJIAAI TPUASEHY METOJOM BEPX

Bcemanosneno onmumansui ymosu nposedenHs peaxyii ymeopenus mpuaszeny 2-0pomMoanininy 3 4-Himpo-
eninoiazoniv kamionom: pH 5,5-7,5; 10-20-kpammuuil Haonuwox peazenmy. JIinitina 3anexcHicms niowi
xpomamozpapiunozo nika 6i0 Konyenmpayii 2-opomoanininy cnocmepizacmocs 6 mesicax 20-5000 mx/om’.
Po3pobnerno memoouxy eusnauenus 2-opomoaHininy 6 ipynmax memooom BEPX. Memoouky anpo6osaro Ha
MOOEIbHUX 3pA3KAX MA HA peanbHomy 00 ‘exkmi. [Iposedeno memponoiuny 06pooKy pe3yibmamis.

KurouoBi cioBa: 2-6poMoaHnisiiH, TpuaszeH 2-OpoMOaHuIiHy, peakilis a3oAepuBalii, METoAuKa BH3Ha-

yenHs1, BEPX.

3a 3BuuaiiHux yMoB 2-0pomoaniiid (bA) — mopo-
IIOK JKOBTOIO Konbopy, t =229 °C, t =29-31 °C,
rycrura 1,57 r/em® [1, ¢. 165]. BuxopucroByeThest
JUISL CHHTE3Y MeCTHIUAIB [2, ¢. 329], MeIU4HUX mpe-
naparis [3, ¢. 3722], 6apBHuKiB [4, c. 451] Ta iH. Mae
TOKcMuHy [5, c. 3723] Ta KaHIEpOTeHHY Jir0
[6, c. 1902; 7, c. 673].

Bigomum € meton BEPX 3 BuKopucTaHHsIM TBep-
nogazHoi MikpoekcTpakiiii [8, ¢. 3581-3587]. Buko-
PHUCTOBYBaM KapOOHOBI HAHOBOJIOKHA, BHIIyUYEHI i3
CaXi, OofmepKaHi MUIIXOM CIATIOBAHHS IIPHPOTHUX
MacTui. BonokHa Buitydamuchk TeTparinpodypaHom
3 TOINANBIIO 0OpoOKOI0 YIbTpa3BykoM. HaHoBO-
JIOKHA OYyJI0 3MIIIaHO 3 MOJiBIHIJIOBUM CIIUPTOM JIJIsI
KOHIICHTPYBAaHHSA aMiHiB. BU3HaueHHS NPOBOIUIH
BEPX. 3acToCcOBYIOTB METOJ 3 BHKOPHUCTaHHAM
KOMIDIEKCOYTBOpeHHsT 3 18-kpayH-6  erepom
[9, c. 472—-478], aBTOpamMu BUBYEHO IapaMeTpH, 1110
BIUTMBAIOTh Ha €(DEKTHBHICTh EKCTpaKIlii (opraHid-
HHUI PO3YMHHUK, CKJIaJ] JOHOPHUX 1 aKIENTOPHHUX
¢a3 Tta 00’eMHE CHIBBIIHONICHHS MK HHMH, Yac
eKCTpAaKIIii, MBUAKICTh MEPEeMilTyBaHHs). 3aCTOCO-
BYIOTh METOJI JICPUBATH3AIIil 3 TICHTAIyOPOTIPOITiO-
HoBUM aHTifpuaoM [10, c. 187-195], excrpakiieto
JepuBaTy H-TEKCAaHOM 3 TMOAANBIINM BH3HAYCHHSIM
METOJIOM Ta30BOi1 Xpomatorpadii 3 mac-crieKTpome-
TPUYIHUM JETEKTYBAHHSM Ta 1HIIII METOIIH.

V miif cTarTi HaBeJEHO PE3yNbTaTH JOCIiIKEHb
BH3HAYCHHS 2-OpOMOAHITIHY y BHIVISIII TpHUA3CHY,
0 YTBOPIOETHCA B PE3yNIbTaTi peakiii N-a3ocmony-
YeHHS 3 4-HITpo(eHUIIIa30HIEM, a TaAKOX XiMiKO-
aHANITHYHI XapaKTEPUCTUKN OTPUMAHOTO TPHA3EHY.

EKCHepI/lMEHTaJILHa yacTuHa

Boanwuii po3unn BA («Merck») rotyBanu po3-
guHeHHsM 172 mr aminy B 50 cm® 0,01 M xmopua-
HOT KUCHOTH. [10TiM pOo34MH NEPEHOCHUIIH B MipHY
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kom0y mictkicTio 100 cm® i 0,01 M posunHOM
XJIOPUAHOI KUCIOTH JOBOJIWIH 10 MiTKH. Boguuii
po34uH 4-HITpO(EHINAIA30HII0 y BHIIAII Te-
TpagpTopboparHOoi  CcoOJli, CHHTE30BAaHOTO 3a
[11, c. 44], roTyBanu pO3YMHEHHAM y O1IMCTH-
JBOBaHIN BOAI Ta OIEPXKYBaJIH KOHIEHTpAIIIO
2,5 mr/cm®. BukopucroByBanu (docharHuii Oy-
¢epumit pozuun — 0,15 M 3 pH 5,0, npurotosie-
Huit 3a [12, ¢. 235].

KoHreHTpariito riiporeH-ioHiB BUMIipIOBaJId Ha
pH-metpi Mettler Toledo (IlIBeituapis). OnTuuHy
TYCTHHY PO3YHHIB BHUMIpIOBANIN Ha CIEKTPOGOTO-
MeTpi CD-46, a CrICKTpH TOTVIMHAHHS 3aIIHCyBaJIN
Ha cnekrpogporomerpi Perkin-Elmer UV/VIS
Lambda 3B (CHIA). [YC 3anmcyBanu Ha Tpuiai
Abatop (¢ipma «Nicolatty, CIIA). Xpomarorpa-
(hiuH1 JOCTIKCHHS IPOBOAMIIN Ha PLAMHHOMY XPO-
marorpadi Perkin-Elmer (CIIA) 3i cnektpodoro-
METPHYHIM JETEKTOpOM. XpomaTorpadyBaHHs
MIPOBOJMIIN B 130KPAaTHYHOMY PEXHMi: KOJIOHKA CTa-
nera (250 x 4,6 MM BH. 1.), 3aroBHeHa (a3orw «Ci-
nacop0 C18», pyxoMa ¢aza aleTOHITPHUII : BoAa =
70 : 30, meTeKTyBaHHS MPOBOIWIN MIPH A = 392 HM,
00’eM ipoOH, 10 BBOAUTHCS, 20 MK, MIBHIKICTh
mogadi pyxomoi ¢asu — 1,2 cM*/xB.

IlpenapatuBHe BHIIEHHA  a30CMOJIYKH.
V crakani mictkictio 100 cM® posunasiim 60 Mr
y 50 cM® BOAHO-ETaHOJIBHOTO po3umHy Tpd pH 5
(bochaTHuit OydepHHMIA PO3YWH) 1 MICIAT PO3UH-
HEHHsI HaBa)KKU aMiHy mopaBamu 20 cM® po3duHy
4-mgitpodeninmiazoniro y Bomi (2,5 mr/cm?®). Iicios
nepeMilllyBaHHS pO3YHHY B AUTWIIBHIHM T J0MH-
Baim 20 cm® ximopodopmy. Tpuazen BA opamxeBo-
r0 KOJIBOPY BHIIyHYaJH, CTPYLIyIOUM (ha3u MpOTs-
rom 5 xB. [Iponenypy 3 BmirydeHHs1 TpuazeHy bA
MOBTOPIOIOTh TpU4i. OO0’ €aHAHI €KCTPAKTH B JIi-
JWIBHIHM JIIHI JIeKiJIbKa pa3iB MPOMHUBAIH BOOIO
1 cymwiu 0e3BOAHUM CyiIb(paroM HaTPilo.
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PO3YMHHMK BHIyYald 32 JOIOMOTOI0 BaKyyYMHOIO
poTariifHoro BUNapHUKa 332 TEMIEPaTypH BOASHOI
6ani 50 °C.

Pe3yabTaTn Ta iX 00roBOpeHHs!
[Ipu B3aemonii Xb y BOgHO-ETaHOIEHOMY PO3-

YMHI yTBOPEHHS TpuaszeHy BA 3milicHIOeThCS 3a
CXEMOIO0:

Br
+
NH, + LN NO,
Br
Cyxwuii 3anumiok — TpuazeH BA — aHani3yoTs Ha

BMICT KapOOHY, OpoMy, TiIporeHy Ta HITpOTeHY
(tabm. 1).

Jist excrpakiii Ta BHIYYEHHS TpPUA3CHY JO-
CIIJXKYBAJIM Pl OPTAaHIYHUX PO3UMHHUKIB PiI3HUX
KJIaciB: 30KpeMa, HacHYCHI BYIJICBOJHI (TEKCaH,
TeIlTaH), apOMaTHYHi ByIJIeBOAHI (O€H3UH, TOTyeH,
0-KCHJICH), TaJIOTCHOMOXIJHI HACUYCHHX BYIJIe-
BOJIHIB (IUXJIOPMETaH, XJI0po(opM, IUXIOPETaH),
eCTepH aleTaTHOI KHCIOTH (eTWjamerar, OyTHII-
arerar, i3oaminanerar). Kpamum excTpareHTOM
BHUSBHUBCS Xj0podopm. JIiHiiTHA 3aJIekKHICTh IO
XpomarorpagiqyHoro mika BiJ KoHIEHTpauii X®
cnocrepiraerbes B Meskax 20—5000 mMxr/am?.

ITpoBeneno xpomarorpadyBaHHS OJEPKAHOTO
eKkcTpakTy. Yac yTpuMmaHHS CTaHOBHUTH 9,4 XB
(puc. 2). CnocrepiraeTbcst CAMETPHYHHUH OKpEeMUit
MK, 1[0 CBITYUTH PO BiJACYTHICTh HAKJIaJaHHS J10-
MIIIOK, AKi Moiu O 3aBakaTH BHM3HaueHHIO. Ha
XpoMarorpami CriocTepiraeTbcs He3HAYHHUM K Ta-
KHX JIOMIIIOK 3 YacoM yTpuMaHHs 7,4 XB, aie, 5K
BUIHO 3 pHC. 2, BiH Ma€ He3HAyHy IUIONITY Ta HE
HaKJIaJaeTbcsd Ha MK TpuaszeHy BA. Makcumym

Tabauya 1. Pe3yJbTaTH e1eMEHTHOI0 aHAJII3Y TpUa3eHY 2-0pomoaniiiny, %

Kap6on TCinporen

Bpom HiTporen

O06uHCIIEHO 3HaiiIeHO O0umcieHo 3HaineHo

O06uHCIIEHO 3HaliIeHO O06uuncieHo 3HaiieHo

44,88 45,41 5,27 5,09

46,45 47,12 35,57 34,93

OnTuMaiabHI YMOBH YTBOpEHHs TpuaseHy BA
JOCTIKYBalld 32 BUXOAOM aHIOHHOI (opMH, IO
JI03BOJISIE YCYBATH 3aBaKAIOUMH BIUTMB CHCTEMH.
AzocnonydeHHs: BA IpoxoauTs y IIMPOKOMY iHTEp-
BaJi KOHIEHTpaIlil TixporeH-ioHiB Bix pH 2 no
pH 11 (puc. 1), onHak MakCUMaIbHHUIA BUXiJ TpHa-
3eHy BA crnioctepiraetbes B Mexxax pH 4,5-7. 3men-
HmeHHsa Buxody TpuaseHy bA mpu pH < 4,5 3ymos-
JICHO JIOMIHYBaHHSM IMPOTOHOBAaHOI ()OPMH BUXi[-
HOTO aMiHy, a 3MeHIIeHH TpU pH > 7 —3MeHIIeHHIM
KOHIICHTpAIlii Jia30H1i-KaTiOHa.
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Puc. 1. 3anexHicTs BUXOIY TpHa3eHY 2-OpOMOaHITiHY
BiZ pH cepemoBuiia

MOTJIMHAHHSA TpuazeHy BA crocrepiraetbcs B KiH-
i Y®-ob6nacti cnekrpa — npu 388 HM (puc. 2).
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Puc. 2. PDA-xpomaTorpama TpuaszeHy 2-0poMoaHiTiHy

JlocmipkeHO KIHETHKY Ta BIUTHB KUTBKOCTI pea-
TeHTY Ha yTBOPEHHS Tpua3eHy. Ha ocHOBI ekcriepu-
MEHTAJIBHUX JOCIIIKEHb BCTAHOBJICHO, IO a307e-
puUBaT yTBOPIOETHCS IIBUAKO, B Mexax 1 xB. [nd
TIOBHOTH TIPOBEICHHS PEaKIlii Ta MaKCHMalbHOTO
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YTBOPEHHS Tpua3eHy bBA moTpiOHO jdonaBatu
10-20-kpaTHuil HAAJIMIIOK Aia30HiH-KaTiOHA.

Ha ocHOBI oiep>kaHuX TaHUX pO3pOOICHO METO-
JUKy BU3HaueHHs BA B rpyHTax.

MeTtoauka Bu3HadyenHsi 2-BA B rpyHrax.
VY miaockoqoHHY K00y MicTkicTio 250 cM® momi-
Ial0Th 25 T MOBITPSIHO-CYXO0i MPOOH IPYHTY, HO-
nawoth 50 cm® 0,5 M HCl i mepemitnyrots Ha amna-
paTi ans cTpymyBaHHS npotsaroM 1 rox. Oinerpy-
I0Th MiJ] BakyyMOoM Ha BOpoHIi broxHepa
3 QIIBTPOM «CHHS CTpiukay B koyOy byH3eHa. 3a-
MoK Ha (QiapTpi mpoMuBarTh e 25 cm® 0,5 M
HCI. ®inprpar nepenocats y papdopoBy gamky
MicTkicTio 50 ¢M? i BUMAPIOIOTh HA MillaHii 6aHi
nocyxa. Cyxwii 3alMIIOK 3MHBaOTh 5 cMm® ¢oc-
¢aruoro 6ydepa B MipHY KOOy MicTKicTIO 10 cM?,
nonaroTh 2 cm® eranomy, 0,4 cM® BOOZHOTO poO34H-
Hy 4-HiTpodeHinaia3oHi0, NepeMinryoTs. bigu-
CTUJIBOBAHOK BOJOK HOBOIATH 00’em mo 10 cm?®
1 3HOBY mepeMimyioTs. Yepes 5 XB 3HOBY HepeMi-
IIYOTH 1 XpoMaTorpadyroTh.

Mertoauky anpoOOBaHO Ha MOJENBHUX 3pas-
Kax Ta peajbHOMY 00’€KTi — 3pa3Ky MmpoOH I'PyH-
Ty, BigibpaHoro B Micui 30epiraHus 3a00pOHEHUX
Ta HENPUIATHUX TMECTULIHIIB —  yPOYHIII
«ITpom3ona», c.PokocoBo XycTchKoro paioHy

Tabnuys 2. Pe3ynbTaTH BU3HAYeHHS 2-0pOMOaHiTiHy
B MOJleJIbHUX 3pa3kax IpyHTy (1-3) Ta B IpyHTi,
BinioOpanomy B ypounuii «IIpom3ona» (4)

Beeneno, 3naiineHo,
Ne S
MKI/KT MKI/KT r
1 22,0 21,7+0,3 0,05
2 58,0 58,3+0,4 0,04
3 174,0 193,5+0,6 0,03
4 - 324+03 0,04

3akapnarcekoi obnacti. [IpoBeneHo MeTponoriuny
00poOKy pe3ynbTaTiB JOCIIiKeHb (Tad. 2).

BucHoBkn

CuHTEe30BaHO TpuaseH 2-OpomoaHininy. MeTo-
JAMH EJIEMEHTHOTO aHaNi3y IiITBEPIKEHO CKJIaJ
TpuaseHy. BcTaHOBIIEHO ONTHMAaNIBHI YMOBH IIPOBE-
JICHHS peakIlii a3olepuBalii: KHCIOTHICTh Cepeo-
BHUIIA, KIHETHKY peaxilii, BIUIMB KOHIEHTpAIlil pea-
reaty. KpammMm excTpareHToM BHUSBHBCS XJIOPO-
¢dopm. PospobiieHo Ta anpoOOBaHO METOAMKY
BU3HAYCHHS 2-OpOMOAHUIIHY y BHDIAII TpUA3CHY
meronoM BEPX y rpynTax. Meroauky anpo6oBaHo
Ha MOJENBHUX 3pa3Kax Ta Ha peallbHOMY 00’ €KTi.
Hageneno merponoriuny oO0poOKy onep:kaHUX pe-
3yJIBTATIB.
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1. Maga

DETERMINATION OF 2-BROMOANILINE IN THE FORM OF TRIAZENE
BY METHOD HPLC

Triazine 2-bromoanilin (BA) has been synthesized. The synthesis was carried out in aqueous-ethanol
solution at p H5 (phosphate buffer solution) by azoderivation reactions with 4-nitrophenyl diazonium
cation. By elemental analysis, the structure of the resulting triazenes proved to contain carbon, chlorine,
hydrogen, and nitrogen.

Optimal conditions for the formation of triazenes BA were defined by the ionic form release, which
allows to eliminate the systems prevention impact. Azo compound BA occurs in a wide range of concentration
of hydrogen ions from pH 2 to pH 11, but the maximum yield of BA triazenes occurs within the pH of 4.5—7.
Reduction of the output of BA triazenes at pH < 4.5 is due to the dominance of the original amine form, and
decrease at pH > 7 by the decrease in the concentration of diazonium cations.

For extraction and removal of triazenes we investigated a number of organic solvents of different classes.
In particular: aliphatic hydrocarbons (hexane, heptane), aromatic hydrocarbons (benzene, toluene,
o-xylene); halogen derivatives of aliphatic hydrocarbons (dichloromethane, chloroform, dichloroethane);
acetic acidesters (ethyl acetate, butyl acetate, isoamyl acetate). The best extractant was chloroform.

The linear dependence of chromatographic peak area on the BA concentrations was observed in the
range of 20-5000 mg/l. Chromatography was conducted for the obtained extract. Retention time is 9.4 min.
There is a single symmetrical peak indicating the absence contaminants overlay that could interfere with
determination. In the chromatogram there is a significant peak of such impurities retention time of 7.4
minutes, which has a small area and does not overlap the peak of BA triazene. Maximum absorption of BA
triazene occurs at the end of the UV spectrum: at 388 nm. The kinetics and the impact on the number of
regent triazenes formation was studied. The experiment showed that azo derivate is formed quickly: within
1 minute. For complete reaction and maximum BA triazenes formation it is necessary to add 10-20 fold
excess of diazonium cations.

The study resulted in the method for determination of 2-chlorophenolesin soils by high performance
liquid chromatography. The method was tested on samples of the model and the real object.

Keywords: 2-bromoaniline, triazene, azoderivation reaction, method for determination, high
performance liquid chromatography.
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