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IHNUKPUHOBAS KUCJIOTA: EE SKCTPAKIITUOHHA SI OYNCTKA
OT AMHUTPOPEHOJIOB U AHAJIMTUYECKOE IPUMEHEHHUE

AHHoTanus. Pa3paboTaHa METOHUKA SKCTPAKIIMOHHON OUUCTKH MTUKPHUHOBOM KUCIOTHI OT TIPUMECEH TUHUTPODEHOIOB
C MOMOIIIBIO TUATHIIOBOTO 3¢upa mpu pH 3. OUnIEeHHYI0 MHKPUHOBYIO KUCIOTY HPUMEHSIIN JUISI ONIPECeIICHN s KpeaTHHHHA
o peaknuu Slpde Ha MOTETBHBIX CHCTEMaX M IKCTPAKIHOHHO-()OTOMETPHUYECKOTO OINpPEeTICHNs OCHOBHOTO BEIECTBA
B BBICIIUX YE€TBEPTUYIHBIX aMMOHHEBHIX cosiX (HAC) n mpumMeceil aMIHHOTO XapakTepa B HuX. [loka3aHo, 9TO Ha YyBCTBHU-
TeNBHOCTH OMpE/eNeHNs KpeaTHHHHA BIHAET KaK YUCTOTA, TAK U KOHIEHTPANNS MUKPHHOBOH KHCIOTH. YCTaHOBICHO, YTO
JUTsL OTIpe/ieNieHHsI KpeaTHHUHA HeoOX0AMMO Hcroib3oBaTh pactBop HPic ¢ xonnentpanueit 0,035 momnw/n. OnpeneneHue
amMuHOB B YAC 1 OCHOBHOTO BEIIECTBA TAK)KE HEOOXOINMO IPOBOJUTH TOJIBKO OYUIIEHHONW MMUKPUHOBOM KHCIOTOI BO N30e-
JKaHWE NCKa)KeHHsI Pe3yJIbTaTOB.
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PICRIC ACID: ITS EXTRACTION PURIFICATION FROM DINITROPHENOLS
AND ANALYTICAL APPLICATIONS

Abstract. A procedure of extraction purification of picric acid from impurities of dinitrophenols with diethyl ether at pH =
3 has been developed. Purified picric acid was used to determine the creatinine by the Jaffe reaction on model systems and the
extraction-photometric determination of the basic substance in higher quaternary ammonium (QAS) and amine impurities in
them. It was shown that both the purity and the concentration of picric acid affect the sensitivity of the creatinine quantification.
It was found that to determine creatinine, a solution of HPic with a concentration of 0,035 mol/l should be used. The
determination of amines in the QAS and basic substance is also necessary to be carried out only with purified picric acid to
avoid distortion of the results.
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BBenenue. /locrarouHo mumpokoe MpUMEHEHHE TUKPHHOBAs KucioTa (2,4,6-rpuautpodenon, HPic)
Haxo[WT B aHAJIUTHYECKOW XMMHUHU. B pabote [1] m3ydanach aHMOHOOOMEHHAsI SKCTPAKIUsA MUKpaT-
HOHOB € TIOMOIIBIO YeTBEPTUYHBIX aMMOHMEBBIX coneil (HAC), KoTopble ABISIOTCS THAPOGOOHBIMU Opra-
HUYECKMMH HOHAMH U UMEIOT BBICOKOE CPOACTBO K OpraHMyYecKoi (aze noHooOMeHHuKa. [InkpruHoBas
KHCJIOTa MPUMEHSIETCS U1 (POTOMETPHUECKOIO ONpeIeNIeHNs JIEKAPCTBEHHBIX CPEICTB, HAIIPUMEp Po-
M3BOAHBIX (PeHOTHA3MHA, KOTOpBIe 00pa3ytoT ¢ HPic opankeBbie KpucTaTM4YecKue coeTnHeHus [2].

B pabote [3] npemiaraercs ucnonb3oBath HPic B kauecTBe kaTanuzaropa ¢oronerpasalnnu Cyib-
(agnasmHa, UCIONB3YIOMIETOCS B KaYeCTBE aHTHOAKTEPHUATILHOTO cpeacTBa. Kpome Toro, BaskHoW 00-
nacteto npuMmeHenust HPic siBisieTcs naboparopHast KIMHHYECKAask AMarHOCTUKA, B YACTHOCTH, OIlpere-
JIeHUE KpeaTuHHHA (POTOMETPUUISCKIM METOIOM, OCHOBaHHOe Ha peakinu S de [4]. KpearunuH, B3a-
UMOJICHCTBYS ¢ XMHOMIHOW opmoit HPic, 0Opa3yer nukpar KpeaTHHHUHA, KOTOPHIH B LIETOYHON Cpesie
MpEeBpaIIaeTCcsl B CBOIO TayTOMEPHYIO (OPMY, UMEIOIIYI0 OpaH)KeBO-KPAaCHBIA LBET (HHTEHCHBHOCTD
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OKPacKH MPONOPLUOHATbHA KOHLEHTPALUU KpeaTHMHHMHA). Takke MUKPUHOBAs KHUCIOTa (TOYHee, ee
COJIb — MMUKPAT HATPHUsI) HAXOAUT MPUMEHEeHHe 11 onpesenenust amuaoB YAC [5, 6].

OmHuM U3 OCHOBHBIX CITOc000B cuHTe3a HPic sBiseTcs mocinemoBaTenbHas o0paboTka deHoma cep-
HOW M a30THOM KucioTamu. Ha mepBoil ctagnu mporcXonuT cyibhupoBaHue GpeHosa 10 MOHO- U JTU-
CyIb(OKHCIIOT, Ha BTOPOH — MAET HUTPOBaHHE (PEHOJICYIb(OKUCIOT C OTLICTIIICHUEM CYIb(QOrpymi
u oOpa3oBanueMm TpuHUTpodenona. OcHOBHBIME NpuMecsiMu B HPic sBisitoTcss HUTPOQEHOIBI, TIIaB-
HBIM 00pa3zoM TUHUTpodeHoabl. OUueBHAHO, 4TO KadecTBO HPic murpaeT BaxkHyI0 posih TIpU ompenee-
HUU KpeaTuHUHA, 0c00eHHOo npumeceil amruHoB B YAC 1 OCHOBHOTO BEIIECTBA.

Yucrora YAC — OHO M3 OCHOBHBIX YCIOBHH MX d((PEKTUBHOIO PUMEHEHUS A U3TOTOBIICHUS
MeMOpaH HOHOCEJEKTUBHBIX 3JEKTPOIOB M aHHOHOOOMEHHBIX (SKCTPAKIIMOHHBIX) CUCTEM. B KoHeUHOM
npoaykre cuaTe3a YAC Bcerna coaepKUTCs 3HAUNTEIbHOE KOJTNYECTBO aMHHOB: TIEPBUYHBIX, BTOPHY-
HBIX, TPETUYHBIX. B manHOl pabore pazpaboTaHa METOAUKA IKCTPAKIIMOHHONW OYUCTKH IMUKPHHOBOM
KHCJIOTBI OT TUHUTpodeHonoB. Ounmennyto HPic nmpumeHsnu nis onpeneneHus: KpeaTHHUHA B MO-
JIEJIBHBIX PACTBOPAX M COZEP KaHMs OCHOBHOTO BemecTBa B YAC, a Takxke npuMeceil aMMHHOTO Xapak-
Tepa B HUX.

Martepuajabl 1 MeTObI HcciefoBaHusA. Vconbp3yeMble peakTUBBL: TeKcaH (4.7.a.), TUITHUIOBBIHA
a¢up (4.x.a.), 2,4-muaurpodenon (2,4-JJHD) (u.n.a.), cepHas kucinora (X.4.), H3OMPOMUIOBBIH CIIUPT
(x4.), HUTpAT cepedpa (4.), noAu I Kanus (puKcaHam), TUAPOKCU HATPUS (4.1.a.), TUKPHHOBAS KUCIIOTA
(4.) (3AO «BekToH») U CHHTE3UPOBaHHAS TUKPUHOBAS KUCIIOTA.

PactBopsr: 0,1 mone/1 HPic, a Takxke 0,035; 0,0175; 0,00875 mons/n HPic, mpuTOTOBICHHBIC U3 OYH-
HICHHOM MUKPUHOBOM KUCIOTHI (3AO «BekTon» u cuHTe3upoBanHoit), 0,1 mosw/n 2,4-JJH®, 0,1 mosnb/n
NaOH, 0,32 mons/n NaOH, H,SO, (1:3), 177 MKMMOJIB/J1 KPEaTHHUH.

HUcnonwszoBanubie YAC: R-tpuokranenunammonnii (TO/), R-Tpunermnammonutii (TLL), R-tpunay-
putammonuit (TJI), tpunonunoktagennnammonnii (THOMA), R-trpubyrtumammonwmit (Th), R-tpu-
stunammonuii (T3), R-rpumerunammonnii (TM), 4(3,4-nurieTokcudeHnT)0y THATPUMETHIIAMMOHUH
(ALODPBTM), 5(1,2,3-Tpunaypunokcu)(0OKCUITHIT), OeH3uATpUMeTUAaMMOHUH ((oxcudTun), TM), rae
R-3.4,5-mpuc(nogennsiokcu)0eH3uI-pauKall.

DKCTPaKIIMOHHO-(POTOMETPHYECKOE ONpe/esieHne 0CHOBHOTO BemecTBa B YAC u mpumecelt amu-
HOB TIPOBOAMIN TTpH TeMiepaType 23+1 °C; onTHYIECKy 0 TUIOTHOCTh U3MEPSUTH Ha CIIEKTPO(HOTOMETpE
Solar PB 2201 npu nyune Boxubl 410 HM, KfoBeTa 1 cM.

B xauecTBe pedepeHTHOr0 MeTOa ONpeAeiIcHns OCHOBHOTO BemecTBa B YAC ncrnonb30Baiu oca-
JIUTEIbHOE TIOTEHIIMOMETPUYECKOE TUTPOBAHKE C TIOMOIIBIO CTAHIaPTHOI'O PacTBOpa HUTpara cepedpa
(cTaHIApTU3UPOBAIM TOTEHIIMOMETPUYECKH TI0 MoAuAy Kamws). [loTeHnmam m3aMepsii ¢ TMOMOIIBIO
noromepa M-160.1 MII, B kadecTBE M3MEPUTEIHHOT'O HCIIOIH30BAIN CEPEOPSHBINA dJCKTPO, B Kade-
CTBE BCIOMOTrarteiibHOro — xjopuacepeOpsiabiii OBJI-1M3.1; s usmepenust pH — CTEKISHHBIN AJIEKT-
pon DCJI-43-07CP.

Memoouka 3KCmMpakyuoHHOU OYUCMKU NUKPUHOB0U Kuciombi. 110CKOTBKY TUKPUHOBAs KHCIOTA
XPaHHUTCS MO/ CJIOEM BOJIBI, TO Mepes paboTo CYIININ ee MEeX 1y JUCTaMHi (GUIBTPOBAIBHON OyMaru.
OOBIYHO MUKPUHOBAs KHUCIOTA COACPKHUT OKOJIO 25 % Biaru, colepkKaHue KOTOPOW yUHUTHIBAIH MPH
B3STHH HaBecKH. TouHyto koHueHTpaunto HPic u 2,4-JIH® ycranaBiauBamu no pesynbraTaM MOTEHIIHO-
METPHYECKOTO TUTPOBAHUS ¢ TIoMoIIsio noHomepa M-160.1IMI1 (B kauecTBe 31€KTpoaa CpaBHEHUS UC-
TTOJIB30BAITH XJIOpHAcepeOpsaHbIi anmekTpon DBJI-1M3.1, mist onpenencuust pH — CTEKIISTHHBIN 2ITEKTPOJT
OCJI-43-07CP).

Crektpsl noroineHus pactBopoB HPic u 2,4-/IH® 3anuckiBanu Ha cniekrpodoTomerpe Solar PB
2201 (xroBeta 1 cM) B tuanasoHe JUIHH BoJH OT 280 10 450 HM.

N3 ncxomnawrx 0,1 mons/m pactBopoB HPic u 2,4-/IH® roroBmim 0,0001 MoB/T pacTBOPEI, B KOTO-
peIx co3naBanu pH, mpubnusutensHo paBabd 9—10. OMHUM U3 CaMBIX BaKHBIX YCIOBUN MTPOBEACHUS
SKCTPAKIIMOHHOW OYUCTKHU SIBIISCTCS MOA00p onTuManbHOro pH, /s dero orOupanu mo 10 mu momy-
YEeHHBIX PACTBOPOB M CO3/1aBajii B HUX pa3nuuHble 3HaueHHus pH (c momomibio pactBopa NaOH wmnm
H,SO,). 3areMm BHOCHIM MOIyYEHHBIH PACTBOP B JAEIUTENbHYIO BOPOHKY U 100aBisiu 10 M skcrpa-
renTa (TeKcaH WIH IUITHIIOBEIN 2(Hp), BCTpAXHUBAIN B TeUeHUE MUHYTHL [locie paccmanBanust oTon-
pasnu 8 MJ1 opraHudeckoit asbl, KOTopyro oodpadarsiBanu 8 mit 0,01 Mosw/i1 pactBopa NaOH (pH ~ 11-11,5)
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Puc. 1. Criextps! nornomenwust (0,0001 mons/n): / — mUKpaT-nOHOB, 2 — 2,4-THHATPO(YEHOIAT-NOHOB B BOTHBIX PACTBOPAX

Fig. 1. Absorption spectra (0.0001 mol/L) of / — picrate ions, 2 — 2,4-dinitrophenolate ions in aqueous solutions

C LEJIBI0 PEIKCTPAKLUHU HEepellefINX B OpraHndeckyto (asy nuHutpodenonos. VM3mepsanu ontuye-
CKYIO IUJIOTHOCTh B BOAHOM (pa3e Kak OCTaBIIEHCS TOce SKCTpakuuu (A, . 3KCTP), TaK U B IOJyYCH-
HBIM IIEIOYHOM PEIKCTPAKTE (A ., .,)- BOMHYIO a3y, ocTaBuIyIOCs M0C/IE 9KCTPAKLNH, TAKKE MOJILIe-
nauuBaiu 10 pH = 11. Koadpuument pacnpenenenus (D) paccunTeiBany no Gopmyie:

A
D= pedkeTp n

Anocre JKCTP

i€ 7 y4UThIBAaeT pa30aBieHne BOAHON (a3bl TUAPOKCUIOM HATPUS HOCIE 3KCTPAKLIUH.

Memoouxa uzyuenus en1uanus NUKpUHOBoU Kuciomel Ha peakyuio Agpge. JlaHHbli 010K nccaenoBa-
HUM CBSI3aH C MPOBEPKON KaueCcTBa OUMIIEHHON MUKPUHOBOM KUCIOTHI 110 MPUBEJECHHOH BBIIIIE METOIHU-
ke 1 mpoBoauics coriacHo TY BY 100117887.084—-2008 «HaGop peakTHBOB 1151 ONpeeICHUs KpeaTu-
HUHA B OMOJIOTUYECKUX KUIKOCTAX.

Pactops! nukpuroBO# kuciiotsl (0,035; 0,0175; 0,00875 mosnb/n) u ruapokcuaa Harpus (0,32 Mob/i)
MPOrpeBajv O TEMIIEPATy Pbl U3MEPEHUSI ONTHYECKON INIOTHOCTH B MoMelieHuu naboparopuu (23 °C).
B eMKOCTH U3 TEMHOT0O CTEKJa CMEIINBAJIN MUKPUHOBYIO KHCIOTY (KaXKJI0H KOHLIEHTPAIMH B OTACIb-
HOCTH) ¥ THUAPOKCUA HaTpus B cooTHomeHUH 1:1. [lomydeHHBIN pacTBOp MCHOIB30BAJN HE paHbIIE,
yeM depe3 20 MHUH Tociie MPUTOTOBJICHUS U XPaHWIN He Oojiee 5 4 B IMJIOTHO YKYTIOPEHHOM CKIISTHKE.
B Tabn. 1 mpencraBneHbl aHATU3UPYEMbIE CHCTEMBI.

Tabnuna 1. AHaTU3HpPyeMBble CHCTEMBI

Table 1. Analyzed systems

O0BeM KpeaTHHHHA, MIT O6Bem pabouero pacTBopa, Mt
0,1 1.9
0,2 1,8
0,3 1,7
0,4 1,6
0,5 1,5
1 1
1,5 0,5

[lepen u3MepeHneM ONTUYECKONW MJIOTHOCTH CMELIMBAJIN MOOYEPEIHO COOTBETCTBYIOIIMNA 00BEM
KpeaTHHHUHA U pabodero pactBopa. Mi3MepeHus onTHIecKoi MIoTHOCTH (A4) mpoBonmin depes 50 u 150
¢ nipu pnuHe BosHbl 500 HM. [lo pe3ynsratam m3mepeHHid CTpomin rpaduk 3aBUCUMOCTH AA (A4 =
A(150 c) — A(50 c)) ot V(kpeatununa), mi. B kauecTBe crannaprta ucrnonaszoBaiu 0,035 Mo/ pacTBop
MUKPUHOBOW KHCIOTHI U3 JUATHOCTUYECKOTO Ha0Opa peareHTOB JJIsl ONPEACICHUs KpeaTHHIHA B OHO-
norudeckux XuarocTax (mpousBoautenb HTIIK « Aranmm3 X», . MUHCK).
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Memoouxa nomeHyuomempuueckozo onpedeneHus cooepiicanus ocHognoeo eeuwjecmsa 6 YAC. Tlo
touHoi HaBecke roToBuiu 0,01 monb/n pactBopbl YAC B m3omponiioBoM criupte. OTOMpan aluKBo-
THI pacTBopoB YAC o6wemom 10,0 mut, koTopsie TuTpoBaiu 0,0102 Momb/m pacTBOpOM HHUTpaTa cepe-
opa. OnpenenuB 00beM HUTpPATa cepedpa B TOUKE SKBUBAJICHTHOCTH, PACCYUTHIBAIIN COMCPIKaHUE OC-
HOBHOT'O BEILIECTBA.

Memoouxa skcmpaKyuoHHO-OMoMempuiecko20 onpeoenerus Co0epucAtusl OCHOBHO20 Beuecmsd
6 YAC. CyniHOCTb METOIUKH 3aKII0YaeTCS B TOM, UYTO AMHUHBI B IIEJIOYHOMN Cpesie THAPOIN3YIOTCS U He
NepexoJIsiT B MUKpaTHYIo (hopmy, Torna kak Beiciine YAC, He3aBUCHMO OT cpelibl, 00pa3yroT accolua-
o1 YAC Pic ~.

ITo TouHO#t HaBecke rotoBuin 5-10~% Momk/1 pacTBopsl YAC B TONyOIE B MEPHEIX KOIOAX 06HEMOM
25,0 Mu1 (pH HeOOXOAMMOCTH PACTBOPHI HAIPEBAH ISl yBeTmdenus pacTBopumoctd YAC) u 1-10~2 Moms/n
pacTBopsl nukpara Hatpus ¢ pH 5,5-5,6 u pH 11-11,2 (pacTBop nukpaTa HATpUs MMOTyHaIH IyTEM KHC-
JIOTHO-OCHOBHOTO TIOTEHIIMOMETpUUecKoro TutpoBanusi HPic ruapokcnioMm HaTpust 10 COOTBETCTBYIO-
mero 3HadeHus pH ¢ nmomomsto noHomepa M-160.1 MII; B kauecTBe NM3MEPUTENBHOTO MCIIOJIBb30BAIH
crexJstHHBIN AmekTpoa DCJI-43—07CP, B kauecTBe BCIIOMOTATEIBHOTO — XJIOPHUICEPEOPSHBIN 3IEKTPOJ
OBJI-1M3.1). 3atem B aenuTenbHble BOpoHKH oTOMpanu no 10,0 ma pactBopoB HAC u oOpadarbiBaiu
nBax bl 10 Mt mukpara Hatpust ¢ pH 5,5-5,6, BcTpsxuBas comepkuMoe B TeUSHUE 5 MUH (aHAJIOTHYHO
npoBoauiu 00paborky YAC mukparom Hatpus ¢ pH 11-11,2). Ilocie BcTpaxuBaHUS W PacCIOCHUS
BOJHOM M OpraHM4ecKol (a3 onpeAessian ONTUYECKYIO MIOTHOCTh (A4) opraHuYeckoi (as3bl Ha Criek-
tpodoromeTpe Solar PB 2201 mpu aummae Bomub 410 HM (ktoBeta 10 mm). [pu pH 11-11,2 B mukpatHyto
dhopMy TIepexomsIT TOIbKO KaTHoHBI BeIcnX YAC, Torma kak mpu pH 5,5-5,6 — kak HAC, Tak 1 aMUHEL.
Taxum 00pa3om, B METOTHON Cpeie BO3ZMOXKHO OIIPEeIICHHIE CoMep kaHuss OCHOBHOTO BerecTBa B HAC
(Mac.%) mo dhopmye:

o= %, 3.1
m
rae C — xonnenTpanus YAC B Tomyone mocie o0paboTKH TOTYONIbHOH (ha3sl muKpaToM HaTpus ¢ pH
11-11,2, monb/it; M — mossipHas macca HAC, r/Moiib; V' — 00beM M3HaYaIbHO IIPUTOTOBICHHOI'O PACTBO-
pa HAC o HaBecke, mi; m — Macca YAC, paCTBOPEHHOM B TOIYOJIE, T.

MaccoByto 07110 aMHUHOB (Mac.%) OIpenessia o pa3HocTH KoHneHTpanuidt YAC, momydeHHoH mo-
cie 00paboTku mukparoM Hatpus npu pH 5,5-5,6 u 11-11,2. MonspHbiii K03GGHUIIHEHT MOTIOMCHUS
pactBopa nukpara THOIA B rexcane pasen 8070 (o pe3yibraraM MOTEHIIMOMETPUYECKOTO OCa -
tenbHoro TutpoBanus nogua THOIA conepxxut He Menee 99,6 % OCHOBHOTO BEIIECTBA, B CBA3U C UM
THO/IA Ob11 BEIOpaH B Ka4eCTBE «CTaHAAPTay IJIsl ONpeiesICHS] MOJISIPHOro K03 (uIiMeHTa mormioie-
Hus) [65-A].

Pe3yabraThl M HX 00cy:KAeHHe. [{ucconnaTuBHas SKCTPAKLINS — OOUH U3 JIYUYIINX METOJIO0B pasze-
JICHHSI BEILIECTB MO CIIOCOOHOCTH UX K JIUCCOLHUALMH. 3aBUCUMOCTh KO3 duuneHTa pacupeaeiaeHus D
xucnot (HPic u 2,4-JTH®) ot pH ([H']) onuceiBaeTcs ypaBHEHUEM:

D= ()

e P — KOHCTaHTa pacnpeienenus; K — KOHCTaHTa UCCONHUAINH KHCTIOTHL.
IIpu ycnoeuu, korpa pH >>pK , ypaHenue (1) npeobpasyercs B clieyroliee ypaBHeHHE:

D :Pﬂ, @

I

ecin ke pH <<pK , To ypasrenue (2) umeer Bua: D = P.

B namewm ciryuae s paspenennst HPic u 2,4-JIH® MokHO BOCTIONB30BaTHCS TEM, YTO OHH 3aMETHO
pasanyarores no cuite. Cornacuo [7], pK, (HPic) cocrasasier 0,3, torna kak pK, (2,4-/TH®) pasno 4,02.
B kadecTBe 3KCTPareHTOB MPUMEHSIIA I€KCaH U JUITUIIOBBIN 3QUp, OTINYAIOIINECS HU3KOW TeMIiepa-
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Typol kureHus. B 1a0n. 2 00001IeHHO MpeIcTaBIeHBI JaHHbBIE 3HAYCHHS KOA((DUIIUEHTOB pacipeaene-
Hust D nns HPic u 2,4-JIH®, kak 0OCHOBHO# MPUMECH B SKCTPAKIIMOHHBIX CHCTEMaX reKCaH—BOJa U JTU-
STHJIOBBIH 3up—Boma. M3 Tabi. 2 BUIHO, YTO IKCTPAKITHIO TUHATPO(PEHOIOB MPEAOUYTHTEIIHHEE ITPO-
BOJIUTH C TIOMOIIBIO TUAITHIIOBOTO d¢upa mpu pH 3.

3HavyeHue KOHCTaHThI pacnpeaenenus P st HPic B cucteme rexcan—Bona cocrasisiet 0,31+0,03, auis
2,4-TH® — 1,84+0,4; nnsa HPic B cucreme auaTuioBsiid agup—Bozaa cocrasiset 30+4, nus 2,4-JIHD — 6+1.

Tabnuna 2. 3HayeHus: ko3ppuuuenton pacnpenenenus D HPic u 2,4-nunurpodenona
B CHCTeMaX reKCaH—BoJa U JUITHJIOBBIH 3(up—Boaa
Table 2. Distribution coefficients of D HPic and 2,4-dinitrophenol in the hexane-water
and diethyl ether-water systems

T'excan — skcTparent

3navyenue pH
BemiecTBo, 3HaucHue D 2 3 3,5 4 4,5
HPic, [T, (6,0£0,4)-1073 - - - -
HPic, 1 cuer (6,0£0,4)-107 | (6,240,5)-107* | (2,0£0,2):10* | (6,2+0,5)-107 | (2,0£0,5)-10>
2,4-THD, I, .. 1,81+0,32 1,20+0,35 0,91+0,23 - 0,14+0,03
2,4-JTHD, I cver 1,7+£0,2 1,1+0,2 0,8+0,1 0,58+0,10 0,12+0,03

JIn3THIIOBBII 3Up — SKCTPareHT

3navyenue pH
Bermiecto, 3Hauenne D 2 3 3,5 4 4.5
HPic, I, 0,75+0,10 0,10+0,02 - - -
HPic, 1 coer 0,059:0,1 0,06+0,03 | (1,8+0,3)-10-> | (6,0+1,0):10- | (1,8+0,3):10-
2,4-JTHO, 11, - 5,5+1,1 3,5+1,2 3,0+1,2 0,9+0,2
2,4-JTHD, [ cver 6+1 5,45+1,10 3,0+0,8 2,9+1,0 1,3+0,3

I'excan 3maumtensHO ciabee skctparupyer HPic, wem 2.4-JIH®, Ttak kak B ciiyyae TeKcaHa
NO,-rpynna BHOCUT OTPULATENbHEIN BKJIaJA B BennuuHy P, a Taksxe OH-rpynmna nukpuHOBOM KHCIOTHI
3HAYUTEIBHO OoJiee moisipHa, yeM y 2,4-JIH®, mostomy u ee Bkjan Ooyiee oTpuLaTeNbHBINA. B cBs3m
c atum P(HPic) qist cucrembl rekcaHn—Boja B 6 pa3 menblie, yeM 2,4-J[HD.

W3 tabmn. 2 BugHO, Hanbomee cenekTuBHO oTaenenne 2,4-JIH® ocymiecTBisieTcs B CHCTEME TeKCaH—
Boza, oxHako 3HadeHue D nus 2,4-JIHO neBpicokoe. UTo moTpedyeT MHOTOKpPATHOW SKCTPAKITHH.
[MosTOMY TIpeAnouTHUTENbHEE UCTIONB30BATh IKCTPAKLIIMOHHYIO CUCTEMY AUITUIIOBBINH 3(hup—Boaa, s
KOTOPOH 32 OMHOKpaTHYI0 dKCTpakiuio npu pH 3 MoxHO u3Bieus 10 90 % 2,4-IH® (aBykpaTHas SKc-
TpaKLus MO3BOJIUT U3BJIEYb 10 99 %), 4TO JOCTATOUHO AJIsI OTACICHHS €r0 HEOOIbIINX KOJINYECTB.

JusTriioBsri 2up obmagaeT Iydiei SKCTPaKITHOHHON CIIOCOOHOCTHIO 110 CPABHEHHUIO C TEKCAHOM,
TaK KaK COJICPKUT aTOM KHCIIOpPOJia, KOTOPHIN CIIOCOOCH yCHUIIMBATH COJIbBATAIIMIO TI0 aTOMY BOJIOpPO/IA
kucnot (HPic u 2,4-/IH®), npuuem HPic sxcrparupyercst cunbhee (D B 7 pa3 Oonbiue, yem ais 2.4-1HD),
tak kak HPic Oonee cuibHast kuciora.

J1st monmydeHus OONBITNX KOJUYECTB OYMIIIEHHONW MUKPHHOBOW KUCIOTHI ToTOBUIH 0,1 MOJB/IT HC-
XOJIHBIE PACTBOPBI MTUKpaTa HATPU, B KOTOPbIX co3aasanu pH 3+0,1. 3atem orbupanu mo 250 M mosy-
YEHHOT'0 pacTBopa 1 J00aBIsid 250 MIT AUATUIIOBOTO 3(rpa, TaKKe BCTPSXUBAIH B TEUCHHE MUHYTHI.
[ocne paccnanBanus mpombiBanu opranudeckyio ¢azy 0,01 moas/m NaOH. OcraBuuiics BogHbIN pac-
TBOP TOCJIE SKCTpaKInK o0padareiBanu cepHoit kucioroit (1:3) mo pH = 0,5, mpu 3TOM BBITaany Kpu-
craymsl HPic, koTopeie mepeHocrin Ha OyMaskKHBIN QUIBTD.

Ounmennyto HPic mpumensin ans onpeneneHus: kpeatnHuHa. Ha puc. 2 mpezcraBieHa 3aBUCH-
MocTh A4 ot V(kpearnnuna). BuaHo, uto ountnennas HPic (puc. 2, 3aBucumoctu 1, 2) u HPic u3 nua-
THOCTHYECKOTO Habopa (puc. 2, 3aBUCUMOCTh 3) AarOT oueHb Onn3kue 3HaueHus A (AA). Taxxe HaOrO-
JaeTcs 3aBUCUMOCTb 4 OT KOHLIEHTPALUK KpeaTHHUHA (B LIMPOKOM JHUAara3oHe) IPU pa3IudHbIX KOH-
nentparnusax HPic. [Toeeienne konnenTpaiuu HPic B 2 u 4 pa3a He IPUBOJUT K YBEITUUYCHHUIO HAKJIOHA
KpUBBIX (pHC. 2, 3aBUCUMOCTH 4—7), TOTJla KaKk yMeHbleHne KoHuentpauuu HPic B 2 pasa (puc. 2,
3aBUCUMOCTHU 9 1 /() IPUBOAUT K YMEHBIICHUIO KPYTH3HBI NPSIMBIX U, KaK CJIEICTBUE, CHUIKEHHUIO
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Puc. 2. 3aBucumocTts AA o1 V(kpeaTuHuHa), MJI TIPU KCodab30BaHuu: [ — ounineHHoi HPic 0,035 monb/n («BekTony), 2 —
ounnieHHou cuHTesnpoBannoir HPic 0,035 monb/n, 3 — 0,035 mons/n HPic u3 aumarHoctuueckoro Habopa peareHToB, 4 —
ounmennoit HPic 0,07 momns/n («Bexton»), 5 — ounmennoit cunresnpoBannoid HPic 0,07 Moinb/1, 6 — OUMIEHHON CHHTE3U-
posannoit HPic 0,0175 mons/n, 7 — ounmmenHoit HPic 0,0175 mons/n («BexTony), 8 — mHeounmiennoit HPic 0,035 mons/m, 9 —
ounmieHHoi cuatesupoBanHoit HPic 0,00875 momns/n, 10 — ounmennoit HPic 0,00875 mons/n («BexkTon»)

Fig. 2. The dependence of A4 on V' (creatinine), ml when using: / — purified HPic 0.035 mol / 1 («Vectony), 2 — purified syn-
thesized HPic 0.035 mol / 1, 3 — 0.035 mol / 1 HPic from the diagnostic reagent kit, 4 — purified HPic 0.07 mol / 1 («Vectony),
5 —purified synthesized HPic 0.07 mol / 1, 6 — purified synthesized HPic 0,0175 mol / 1, 7 — purified HPic 0,0175 mol / | («Vec-
tony), § — crude HPic 0.035 mol / 1, 9 — purified synthesized HPic 0.00875 mol / 1, 10 — purified HPic 0.00875 mol /1 (““Vecton™)

YYBCTBUTEIBHOCTH OMpeeIcHs kKpeatnHuHa. [[pumenenune HeounmnieHHo HPic Takke cHIKaeT Kpy-
THU3HY TIpsIMOH (pHC. 2, 3aBUCUMOCTD 8), YTO HEXKENIaTeNIbHO.

B Tabn. 3 060011eHbl pe3ynbTaThl SKCTPAKIIHOHHO-(POTOMETPHYUECKOTO OMPEACICHUS CONEPIKAHMS
ocHoBHoro BemecTBa B YAC 1 aMmuHOB ¢ nomonibio ountieHHoi HPic, a Takxke pesynbrarsl pedepeHT-
HOT'O MOTEHLIHOMETPUUYECKOTO OCAJAUTEIBHOIO TUTPOBaHM. Pe3yIbTraThl 3KCTPaKIIMOHHO-()OTOMETPH-
YEeCKOr0 U TUTPHUMETPHYECKOTO ONpeie]IieHrst OCHOBHOTO BeecTBa B YAC cormacyroTest Mex 1y coOOH.

Tab6numa 3. Pe3yibTaThl 10 ONpe/ieIeHUI0 PUMeceil aMUHOB M OCHOBHOTI'O BelecTBa B Bhicinx YAC

Table 3. Results for the determination of amine impurities and the main substance in higher QAS

Conepxanne YAC, mac.%
YAC ConepkaHue aMMHOB, Mac.%
5KCTPAKLMOHHO-(POTOMETPHYECKOE ONPEEIICHIE 0Ca/IUTEeIbHOE TUTPOBAHUE
TOJ 73,3 72,5 0,8
TI] 53,0 48.8 0,4
TJI 97,1 99,0 0,5
THOJA — 99,6 0,4
Tb 95.8 96,1 2,6
0 93,0 91.7 1,3
™ 75,5 76,1 1,6
JAUDETM 17,7 21,1 2,4
(oxcudyTHN), TM 72,8 74,2 0,9
(oxcudyTHd), TM 65,8 68,2 1,2
(oxcudyTHn), TM 68,2 66,9 1.4

BuiBoambl. PazpaboTana meTogmka dKCTpakinoHHOW ouncTku HPic ot mpumeceit muHUTpOdEHO-
noB. [logoOpaH dKCTpareHT — AUAITHIOBBINA 3Gup U ycioBus dkcTpakiuu — pH 3. Ounmennyio HPic
NPUMEHSIIN AJIsl ONpe/esieHUsl KpeaTuHUHA 1o peakuuu SAdde Ha MonmenbHbIX cucteMax. [lokaszaHo,
YTO Ha YYBCTBUTEIHHOCTH OIpENEIeHNs] KpeaTHHIHA BInsieT KoHIeHTpanus HPic. YcranoBumm, 4to
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JUTSL OIIPEJICJICHU S KpeaTUHWHA HeOOX0IMMO HCIOIh30BaTh pacTBop HPic ¢ xoHIeHTpamueit He MeHee
0,035 mounp/n, Gonee BbicOkas KoHIEHTpanusi HPic He BiuseT Ha 4yBCTBUTEIHHOCTH OIPEIEICHHUS.
IIpumenenne HeounmenHoi HPic mpuBOANT K YMEHBIICHUIO YYBCTBUTEIIBHOCTH onpeneicHus. Kpome
TOro, ounileHHy0 HPic mpuMeHsin 1J1si 3KCTPaKIIHOHHO-(POTOMETPHYSCKOTO OIPE/ICIICHUS TPUMECEH
aAMUHOB M OCHOBHOT'O BeriecTBa B YAC, HaXOISIIUXCS B XJIOPHTHOW, OPOMHUTHOW MITU MOAMIHON (pOpMax.
Jl71s1 OTIEHKU JJOCTOBEPHOCTH MOTYYEHHBIX Pe3yJIbTaTOB MCIOIh30BATIH MOTEHIIMOMETPHUECKOE 0CaH-
TeIbHOE TUTPOBAHUE C HUTPATOM cepedpa. Pe3ymbraThl 000MX METOAMK COTIACYIOTCS MEXTy COOOM.
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