2009 — XKypnan Xpomarorpadiuaoro Tosapuctea — T. IX — Ne 1, 2

VIK 543.544

T'HPEHKO JI.b., OMEJIbYYK C.T., BAP/IOB B.T.,
THPEHKO T.B., BABPIHEBUY O.11.

BU3HAYEHHA OYHIIITHY ITIPUMETAHIIY B IIOBITPI TA BOJAI
XPOMATOTPADIYHUMHU METO/JAMH

Po3spobaeni cenexkmueni ma wymaugi memoouKu 6U3Ha4eHHs QyHeiyudy nipumemaHiny
6 nogimpi ma 600i memooamu 2a3opiOuHHOI I MoHKowaposoi xpomamoepagii. B ymosax
2a30piOuHHOI Xpomamoepaii 3 UKOPUCMAHHIM MEPMOIOHH020 demeKkmopa 0ocsecHyme
po3dinenns Ha koaonyi, sxka 3anoerena 5% SE-30, na xpomamoni N-AW-DMCS, npu
memnepamypi 180 *C. B ymosax moukowapoeoi xpomamoepagii 6yau euxopucmaui naac-
munku "Mepk", "Copoghin", "Cunygon" ma pizui pyxomi ¢pazu. Po3pobaeni memoou nioeo-
MoGKuU npob nogimps ma 800u.

Karouosi caosa: nipumemarnin, eazopiounna xpomamoepagis, moHKOWAaposa xXpoma-

moepaqis

Paspabomanvi cenexmueHbvle u yyscmeumenvHvle Memoouku onpedesenus nupumema-
HUAQ 8 8030yXe U 800€ MemMOoOamMU 2a30HCUOKOCMHOU U MOHKOCAOUHOL Xpomamozpaguu. B
YCA08UAX 2A30HCUOKOCMHOU XPOMAmo2paghuu npu Ucno1b308aHuy mepMouUOHH020 0emex -
mopa docmueHymo pasoenenue Ha Koaonke, 3anoanennoi 5% SE-30, na xpomamone N-
AW-DMCS, npu memnepamype 180 °C. B ycaosusx monkocaoiinoi xpomamoepaghuu Ovi-
Au ucnoavzosaust naacmunku "Mepk”, "Copogun”, "Cunygpon" u pasnvie noosuxcuoie gpa-
3bl. Pazpabomansr memodsr nodeomosxku npob 8030yxa u 600bL.

Karoueevte caosa: nupumemanun, ea3oxicudKoCmuas xpomamozpaguu, u moHKOCAOU-

Has xpomamoepaghus

Selective and sensitive methods of determination pyrimethanil in air and water by GLC
and TLC were worked out. In GLC conditions using thermoionic detector the determinati-
on carry out on column Chromaton N-AW-DMCS with 5 % SE-30 at temperature 180 °C.
Were studied detection pyrimethanil on "Merck", "Sorbfil" and "Silufol" plates and estab-
lished optimal parameters of separation. Methods of preparation the samples of air and wa-
ter were determinated.

Keywords: pyrimethanil, gas-liquid chromatography, thin-layer chromatography

ACOPTHMMEHT IIpenapaTiB, sIKi 3aCTOCOBYIOTb JJISI 3aXMCTy CiJIbCbKOTOCIOJAPChbKUX
KYJIBTYD, MOCTIMHO pO3IIMPIOETHCS 3a PaXyHOK BIIPOBAJIXKEHHSI, B TIePIIy Yepry, iHCeKTH-
LIMIIB Ta PYHTILUAIB, 110 BiTHOCATHCS 10 Pi3HUX KJIACiB XiMiYHMX CITOIYK (3aMillleHi Tpu-
a30J11, TOXiAHI €TUJIIEHCEYOBUHHU, T€TEPOLIMKIIIYHI CITOJYKH Ta iH.).

Ha croromHinHiii geHb B YKpaiHi IpoXOaUTh NepeapeecTpaliiiHi BUIpoOyBaHHSI (hyH-
rinyg Ckama 400 SC. [diroya pe4yoBHHA IIbOr0 QYHTIILMAY — ImipuMeTaHia, N-(4,6-1uMe-
TWITIPUMIAWH-2-1J1)aHiIiH, BITHOCUTBHCS 10 HOBOI XiMiYHOI IPYITY — aHIIIHOMIPUMIAWHIB
[1]. CTtpykTypHa (popMya LIbOro IMperapaTy npuBeaeHa Ha puc. .
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CHj,

CppH 3Ny
M.m. 199,28

Puc. 1. CrpykrypHa dopmyna nipumeTaHiay

ITpenapat 3aCTOCOBYETHCSI HA BETETYIOUMX KYJIbTYpax, i HEOOXiTHO 3MiACHIOBATU KOH-
TPOJb BMICTy MipMMETaHily B 00'€KTaX HABKOJMILIHBOTO CepeAoBUINA. 3 L€ METOIO
MPOBEIeHO BU3HAUYEHHSI ONTHUMAJIbHUX TTapaMeTpiB XxpoMaTtorpaiyHOro po3aijieHHs Mi-
pUMeETaHiTy, Ta PO3pPOOKY COCOOIB IMiATOTOBKY MPOO (MTOBITPs, BOAM) JJISI MOJATBIIOTO
aHaJi3y.

Mamepiaiu ma memoou

[TipyMeTaHiT — KpUCTATIYHUIA MOPOIIOK O1JIOT0 KOJIbOPY 3 TEMITEPATYPOIO TJIaBACHHS
96,3 °C. Tuck HacudeHoi mapu (20 °C) 1,1 1073 Ta. Po3zuunHicTs y Bogi (20 °C): pH 4,2 —
0,16 v/m, pH 6,1 — 0,12 /11, pH 9,9 — 0,099 r/11. PO34MHHICTh B OpraHiYHNX PO3YMHHU-
kax (r/n, 20 °C): B auetoHi — 388,8, n-rekcani — 23,7, nuxiaopmetani — 1000,2, etunate-
tati — 616, Tonyosni — 412, metanoni — 175. KoedillieHT po3noaiiy n-oKTaHOJ/Boga —
log K, = 2,84 (25 °C).

CranpaptHi po3unHu mipumeTaHiny (98,4 %) 3 konnenTpauisgmu 0,5-5,0 MKT/MJ1 TOTYy-
BaJIM IILJISIXOM PO3YMHEHHSI PEYOBMHHU B alleTOHi. YMOBU XpomaTorpadyBaHHs: XpoMa-
torpad "Kpucrammoke 400 M" 3 TepMoOioHHUM AETeKTOpOM. BrukoprcrtaHa HaOuBHA KO-
soHka (1 M X 2 MmM), 3armoBHeHa 5% SE-30, Ha xpomatoHi N-AW-DMCS (0,16-0,20 mm).

XpomatorpagyBaHHs IipMMETaHITy B TOHKOMY IlIapi COpOEHTY IpOBEASHO Ha ILjlac-
TUHKaX:

1) "Mepk" (HiMmeuunHa) — ToBuiuHa mapy 250 MKM, po3mip yactTuHokK 10-12 MM, nu-
ToMa roBepxHs 550 M2/T;

2) "Copb¢in" (KpacHogap) — tun copoeHty — cuiikareab CTX-1A, ToBIIMHA 1mIapy
130 MKM, po3Mip 4acTUHOK 5-20 MKM, MuToMa rnoBepxHst 350 M2/T;

3) "Cunydon" (Yexiss) — Tunm copOEHTY — LIMPOKOIOJOCHUI cuiikareab 1o [liTpi,
ToBLIMHA apy 100 MKM, po3Mip 4acTMHOK 5-10 MKM, muToMa nosepxHs — 500 M2/r.

Ha roroBi miactunku HaHocwiu 0,1 MJT cTaHIAPTHUX PO3YMHIB MTiPUMETAHLTY 3 KOH-
ueHTpauismu 0,5, 1, 2, 5, 10, 20 MKT 1ir040i pe4OBUHU/MJI.

Pe3yarbmamu ma 062060penns

BusHaueHHs mipuMeTaHiy MeToaoM Tra3opiauHHOI xpomarorpadii (I'PX) nposeaeHo
3 BUKOPUCTAHHSIM TEPMOIOHHOIO JIeTeKTOpa. BCTaHOBIIEHO, 110 MpU 3MiHI TeMIepaTyp-
Horo iHTepBay KoJioHK: B Mexax Big 150 °C go 200 °C, oTpuMaHi XxpoMaTOrpaMu CyTTe-
Bo BinpizHstioThes. [Ipu Temnepatypi KonoHku 150 °C nipyMeTaHi BUXOIUTb 3 KOJTOHKU
y BUTJIsiAi po3muToro mika, a ipu 200 °C — He BigaiiseTbCs Bif MiKy po3uMHHUKA. OnTH-
MajbHa TeMIiepaTypa KojdoHku — 180 °C; came mpu TakoOMy TeMMOEpaTypHOMY PEXUMi
CIOCTePIiraeThbCcss CUMETpUUHMI MTiK. [TpoBeneHi JocaiakKeHHsT JO3BOJWIN BUSHAYUTHU OIl-
TUMaJIbHi YMOBU XpoMmartorpadyBaHHS MmipuMeTaHiny (tadauus 1).
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Tabauua 1

‘YMoBH xpoMaTorpaiyHOro BU3HAYEHHS MiPUMETAHITY

XapakTepucTHKA METOY BU3HAYEHHS nipuMeTaHia
Tun nerexropa TEPMOIOHHHH
Po3mipu xpomarorpadiyHoi KOJOHKH 1000%2 mm
Hepyxoma ¢aza 5 % SE-30

TBepawuii HOCIH (PO3Mip YACTHHOK)

Xpomaron N-AW-DMCS
(0,16—0,20 mm)

laz-Hocik

A30T (B pexuMi NOCTIHHOTO THCKY)

TemmepaTypa TepMocTaTa KOJIOHKH 180 5 C
Temmneparypa miirpiBy J1eTeKTopa 280 10 C
TeMmmepaTypa BUIIapHUKA 250 10 C
O06’emHa BUTpaTa BOJIHIO 12 1 ma/xB
O06’emHa BUTpaTa MoBITPs 160 20 mu/xB
0O06’eMHa BUTpaTa ra3y-Hocis (a30Ty) 30 2 mu/xB
006’eM BBeIeHOT TpoOU 2 MKJI

Yac yrpuMaHHs 1,4-1,45 xBuInHU
[Iporpamue 3a0e3nedyeHHs Metaxpom

VY BiINOBiIHOCTI 3 BUMOraMy MiXXHapOJHOIO CTaHAAPTY [2] MpoBeaeHa CTaTUCTUYHA
00po0OKa JIiHifiHOI rpaayioBajibHOI PyHKIIII. 3a mporpamoro [3], ika cKJlajeHa 3 ypaxyBaH-
HsM BuMor 1CO, po3paxoBaHi poOoUYi XapaKTepUCTUKM, 1TOOYA0BaHI IpaayloBaJIbHi rpa-
¢iku (puc. 2). Ha puc. 2 HaBeneHa JiHiliHa perpecist a+BX IpaayloBajibHOTO rpadiky mi-
pUMETaHITy, SKa Ma€ HaCTYIHI mapameTpu: a = 12,3; B = 143,6; crangapTHe BiIXWJICHHS
Metony = 0,0877455; 3anuikosa gucriepcist = 12,6; BapiawiiitHuit KoeditieHT = 3,25%.

Tamme X1 | x2 | x3 | x4 | x5 | oIEHKA X(095) P
Yii v Xi 05 1 3 4 5 2 691E+00 + 3 06E-01 : =
4 700
Y1 545 135 4254 545 7102 o
El] EO0
Y2 56,6 1345 429 54146 7112 2 oo
Y3 555 1305 430 5437 716 S 0]
¥4 85 135 432 856 718 E
s s 3 30
Y5 538 1349 4354 545 711 320}
Y6 545 1377 428,1 542 7072 = 100 ;
Cpemiee S5A08E+01 1347EH02 4 301E+02 5456E+02  7,18E+02 1= 2 3 4 5
Cr. ok, 9745E01  2343E400  3AOTEHD | S319EH00 | 3243E+00 RO emmpayIn. MES ML
Om. Cr. omkn.%|1,77 1,74 0813 0975 0,456 - - e
a+thx S5948EH01  1313E+02  4,185EH02 | 5,621EH02  TOSTEHI2 Trrom Tigausmanis
Koaddropenrs: -1, 233EH01 1 A36EH2 Pazpaccus a+bx

Puc. 2. TpanyoBanbnmii rpacdik mipumeTanisy

1t BUBHaUYEHHS TipUMETaHIy MpyY MPOoBeAeHI CKPUHIHTOBUX AOCIIIKEHHb PO3p00-
JICHUIA METOJ TOHKOIIApOBOl XxpoMatorpadii, SKWidi BiApi3HSIETHCS Bil OMKMCAHOTO BUILE
METOAY Tra30Boi xpoMaTorpadii MpPOCTOTO TEXHIKM BUKOHAHHS, JOCTYITHICTIO OOJaj-
HaHHS Ta MEHILMMU 3aTpaTamu [4,5].

s migbopy onTUMaIbHUX YMOB TOHKOIIAPOBOI XpoMarorpadii mipumeraHiiy 0yJ1o
MPOBEICHO CEPilo JTAOOPATOPHUX EKCIIEPUMEHTIB, B SKUX BUBYAJIACh €(DEKTUBHICTb PO3-
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JIUJIEHHST TOCIIKyBaHOI Ta KOEKCTPAKTUBHUX PEYOBUH MPU 3aCTOCYBAHHI Pi3HUX PYXO-
Mux a3 (Tadi. 2), OCKiIJIbKY Liel Mmpoliec B 3HAYHil Mipi 3aJIeXKUTh Bill pO3YMHHMKA. Y
BCiX BMIIaAKax JIS BUSIBJICHHS ITipMMETaHiUy BHKOPMCTOBYBAJIM peareHT Ha OCHOBI
OpoM@pEeHOI0BOIO CUHBOTO.

Tabauys 2
Pyxomictb mipumeTaniny (Rf) B pisnux ymoBax xpomarorpacgyBaHHs

Tun 3unauenns Rf B pyxomiii ¢asi Onuc orpumaHoro
TTaCTHHKH reKcan aleTOH xJ0podopm pesyabTaTy
. . YiTKI IISIMHA
«Cwmryhom» Ha CTapTi Ha (POHTI 0,25

roay0oro KOJIbopy
HE YITKI IIJIIMHU
rojay0ooro Koiabopy
YITKI TUISIMHA
roay0oro KOJIpopy

«Mepk» Ha CTapTi 0,75 0,11

«Cop0Oim» Ha cTapTi Ha QpOHTI 0,6

BcranosneHo (Tab:1. 2), 1110 A1l 1eTeKTyBaHHSI MipMMETaHiTy HaOLIbII JOLLIbHO BUKO-
pucTtoByBaTu macTuHKY "Cop0odin” 3 xsiopodopmoMm sk pyxomoro ¢azor. HalimeHI11a KoH-
LICHTpALIis MipUMETaH1TY, 110 BU3HAYAEThCS 3a jonoMororo merony TIIIX ckiamae 1 ML

I1pu po3poOLIi METOAMK BU3HAYEHHSI MTIPUMETAHLTy BUBYEHI CIOCOOU BUIIYYEHHSI pe-
YOBUHM 13 MOBITPS 1 BOJM.

B HatypHux ymoBax, IpM MpoBeIeHHI 00pOOOK, peYOBMHA 3HAXOMUTHCS B MOBITPi y
BUIJISANI aepo3oitio. B 3B'3Ky 3 UM JOCTiIKYBaJIOCh KOHIIEHTPYBAHHS MipUMeTaHiIy Ha
TBepAi nmorjauHayi (pisbTpu "CUHS CTpiuka", cUJliKareib, MOJicop0) MpU pi3HUX LIBUJI-
KocTsIX Bigoopy (1-5 j1/xB.). BctraHoBIeHO, 1110 TTpU LIBUAKOCTI BiZOOpy moBiTpst — 1 j1/XB.
yepe3 KOMOIHOBaHY CUCTeMY, 110 MicTuIa (GiIbTp "CUHS cTpiuka", MOCIiNOBHO 3'€ THAHUI

I 862,206 470,451 ]

7566.313—- 4120472 —- BT -

3566,195 -

B456,001 — - 3613547 -

3009918 -
v THLO

5345,688 —-
v TUI

3058324 — -
[V TS

1222455 - 2448185 - 2496 644 -

12152~ 1332,808 - 1941 4201 -

2001.840— - 1337.6231 - 1386,197 — -

891,527 ; ; ; 782,354 : d : 830 573 | ‘ d ;
00.00 00.68 0.37 0206 00.00 0071 01.42 0214 00.00 0071 01.42 02.14

a 0 B

Puc. 3. Xpomarorpamu po34uHiB:
a — XpoMarorpama CTaHIapTHOTO PO3YMHY MipUMeTaHiIy 1 MKI/MII,
0 — Xxpomarorpama eKCTpakTy Ipoou nositps (50 i),
B — XpoMaTorpama ekcTpakrty npoou Boau (0,5 ).
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3 TpyOKoO10, 3anoBHeHOIo cuiikareiieM KCK, He cmocTepiraeTbcst aecopOllii mipuMeTaHi-
JIy 3 MOBEPXHi (PiIbTpa Ha CUITIKaAresb i BCs KiJIbKiCTh pEUOBUHM aICOPOYETHCS HA MTOBEPX-
HI0 Qinbrpa. ToMy peKOMEHI0BAHO MPOBOIUTH BiI0ip MipMMETAHIIY i3 TOBITPs Ha (iib-
TpHU "CUHS CTpiuka" Ipu MBUIKOCTI 1 J1/XB.

st necopOLii mipumeTaHiny i3 GinbTpa HalKpalili pe3yJbraTi Oy OTpUMaHi IIpyu BU-
KOPHCTaHHI alleTOHY, SIK eKCTpareHTa.

Ha puc. 3 npuBeaeHa xpomarorpama CTaHIapTHOTO PO3YMHY IipUMETaHIIy Ta XpoMa-
Torpama rnmpoou noBiTps (BigidpaHuii 06'em 50 7).

ITpu po3poO11i MEeTONMKKM BU3HAYECHHS MipUMETaHiTy Y BOAi BUBYeHO BiuB pH Ha
CTYIIiHb BMJIYYEHHSI PEYOBMHU i3 BOAHOIO PO3uuHY. /s eKCTpakiiii BOOIHMX PO3YMHIB
npu pH =35, pH =7, pH = 9 Bukopucranuit nuxjaopmeraH. [IopiBHSIHHS OTpUMaHUX pe-
3yJIBTaTiB MOKA3aJI0, 10 HAWOUIbII MOBHE BUJIYYEHHS IMipMMETAHLUIY BinOyBa€eTbCS IPU
pH 6,5-7 (68,4 %). XpoMmaTorpama mpoou BoaM, sIKa MiCTUTB ITipruMeTaHisI (00'eM mpobu
— 0,5 1), npuBeAeHa Ha puc. 3 B.

PekomennoBaHi yMoBM XpoMaTorpadgyBaHHs Ta CIOCOOM IMiATOTOBKU MPOO OyJIU MOK-
JIaieHi B OCHOBY METOAMKM BM3HAUYEHHS IipMMeETaHiIy y BoAi Ta moBiTpi. Po3pobieHi
QHAJIITUYHI METOAY A03BOJISIOTh KOHTPOJIIOBATH 3aTBEPAXKEHI B YKpaiHi Tiri€eHi4yHI HOp-
MAaTHBU.

Bucnoexu

1. Po3po6iieHi yMOBM KiUJIBKICHOTO Ta30XpoMaTorpa@iyHOro BU3HaAYEHHS MiprUMeTaHi-
JIy 3 BAKOPUCTaHHSIM TEPMOIOHHOTO JETEKTOpa B 00'€KTaX HABKOJIMIIHBOTO CepeIOBUIIIA.

2. J151st CKpMHIHTOBMX JOCJiIXKE€Hb 3alIpOIIOHOBAHUI METO/I TOHKOIIIAPOBO1 XpOMaTOr-
padii Ha racTuHkax "Copodin".

3. Po3po06eHi MeTOOMKM BU3HAYEHHS IMipUMETaHIIy y MOBITPi Ta BOMI, SIKi TO3BOJISI-
IOThb KOHTPOJIIOBATH Tiri€HIYHI HOPMATUBMU .
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