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(54) Crnocob rpynmoBoro KOHIEHTPUPOBAHUS U3 KUCIBIX PACTBOPOB U Pa3[eIeHHs HOHOB 3]IEMEHTOB HOHHOM

JKHIKOCTBIO
(57) Pedepar:

N3obpereHrne MoXeT OBITh HUCIOJIB30BAHO B
AHAJIMTHYECKOW XWUMWU TPUPOTHBIX BOA IS
WHCTPYMEHTAIFHOTO OTIPEICIICHUS MUKPOIJIEMEHTOB.
JIIst  ocyIecTBIIGHHUsS ~ CIocob0a  TpyIIIOBOTO
KOHIEHTPUPOBAHUSA U3 KHUCIBIX pacTBOPOB U
paznenenus uoHos Ti, Mo, Sn, Fe x 10 M1 BogHOMU
($a3pl  aHAIM3UPYEMOro  KUCIIONO  pacTBOpa
n00aBiasAIOT | T JIETKOIUIABKOTO  pacIljiaBa

ALETWICAIMLIWIIATA AHTUITMPUHUS [AntH3O+] -[AcSal],

OTJENSAIOT KOHLEHTpaT HUoHOB Ti, Mo, Sn, Fe,
030JIAI0T A30THOM KHUCIIOTON B MUKPOBOJIHOBOM IIEYN
u AHAJIU3UPYIOT aTOMHO-3MHUCCUOHHOM
criekTpomeTpueit. s pacimpeHuss  CHeKTpa
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U3BJIEKAEMBIX U3 KICJIOTO BOJTHOTO PaCTBOPA UOHOB
- Ti, Mo, Sn, Fe, V, Cr, Pb, Cd, Co, Sb, Mn
JIETKOIUTABKUM  PacIIaBOM  aleTHIICAITAIAIaTa
AHTUIMPUHUS K 5 MII aHaJIM3UPYEeMOTO pPacTBOpa
JIOTIOJTHUTENTBHO TIprbaBisitoT 5 M 2,0 M pacTBopa
XJIOpU/Ia HATpUSl MPU TOM K€ KOJIM4ecTBe — 1 T
aneTwicanuiuiata aHtunupuHusa. [lomydeHHyro

cucTeMy nozorpesaior 10 90°C, BCTpAXUBAIOT 5 MUH,
LEHTPUDYTUPYIOT, IKCTPATUPYIOT KOHLEHTPAT HIOHOB
3JIEMEHTOB, O30JISIIOT W aHaum3upyioT. Crocob
ob6ecrnieunBaeT 3 PEeKTUBHOE TPYIIIOBOE U3BJICUCHUE
IIMPOKOTo CHeKkTpa 3yneMeHToB - Ti, Mo, Sn, Fe, V,
Cr, Pb, Cd, Co, Sb, Mn. 2 ui., 2 Tabi., 1 mip.

9€2.L€9¢ n o

(AR


http://www.fips.ru/cdfi/fips.dll/ru?ty=29&docid=2637236

C 2

2637236

RU

RUSSIAN FEDERATION (19)

FEDERAL SERVICE
FOR INTELLECTUAL PROPERTY

(12) ABSTRACT OF INVENTION

11
Ru()

(51) Int. CL.

CO2F 1/26 (2006.01)

GOIN 31/00 (2006.01)
GOIN 33/18 (2006.01)
BOID 11/04 (2006.01)

2 637 2367 Cc2

(21)(22) Application: 2015157394, 31.12.2015

(24) Effective date for property rights:
31.12.2015

Registration date:
01.12.2017

Priority:
(22) Date of filing: 31.12.2015

(43) Application published: 05.07.2017 Bull. Ne 19
(45) Date of publication: 01.12.2017 Bull. Ne 34

Mail address:
656049, g. Barnaul, pr. Lenina, 61, FGBOU VPO
"Altajskij gosudarstvennyj universitet", otdel
okhrany intellektualnoj sobstvennosti

(72) Inventor(s):
Temerev Sergej Vasilevich (RU),
Savakova Yuliya Pavlovna (RU)

(73) Proprietor(s):
federalnoe gosudarstvennoe byudzhetnoe
obrazovatelnoe uchrezhdenie vysshego
professionalnogo obrazovaniya "Altajskij
gosudarstvennyj universitet" (RU)

(54) METHOD OF GROUP CONCENTRATION FROM ACID SOLUTIONS AND SEPARATION OF IONS OF

ELEMENTS BY IONIC LIQUID

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: to carry out the method of group
concentration from acidic solutions and the separation
of Ti, Mo, Sn, Fe ions to 10 ml of the aqueous phase
of the acid solution to be analyzed, 1 g of fusible melt

of antipyrinium acetylsalicylate [AntH30%]-[AcSal ] is

added, the concentrate of Ti, Mo, Sn, Fe ions is
separated, nitric acid is nitrated in a microwave oven
and analyzed by atomic emission spectrometry. To
expand the spectrum of the ions - Ti, Mo, Sn, Fe, V,

Crp.: 2

Cr, Pb, Cd, Co, Sb, Mn extracted from the acidic
aqueous solution - with a low-melting antipyrinium
acetylsalicylate melt to 5 ml of the analyzed solution,
5 ml of 2.0 M solution of sodium chloride is added with
the same amount - 1 g of antipyrinium acetylsalicylate.
The resulting system is heated to 90°C, shaken for 5
minutes, centrifuged, the elemental ion concentrate is
extracted, aspirated and analyzed.

EFFECT: method provides an effective group
extraction of a wide range of elements.

2 dwg, 2 tbl, 1 ex
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N300peTeHne OTHOCUTCS K IKCTPAKIMU B AaHAJIMTUYECKON XUMHUU UOHHBIX (hOpM
MHUKPOJJIEMEHTOB U3 IPUPOJAHBIX BOJI. B KauecTBe 3(h(PeKTUBHBIX IKCTPATEHTOB HOHHBIX
(hOpM 371IEMEHTOB U3 BOJbI U BOAHBIX pACTBOPOB MIPUMEHSIOT PACILIABBI U MIOHHBIE KUIKOCTH
(N2K).

B kauecTBe KaTHOHHOM YacT MOHHOM *uAKocTH (M7K) nmepcriekTBeH aHTUNIMPUH [Ant]
- 1-dernn-2,3- TMMeTUIIIMPA30I0H-5 - IEKapCTBEHHBIN IIpernapaT, TBEpA0e MOPOIIKO00pa3HOe
BelecTBO ¢ Temnepatypoi miasienus 113°C u monsipHoi maccoit 188,23 r/morb. [Ant] -
AHAJIMTUYECKUI pEareHT U MEPCIIEKTUBEH B KauecTBe kaThuoHA. MK jierkomnnaBkux pacrijiaBoB
OPraHUYECKUX COJIeH C aHHOHAMM TBEPJIBIX OPTaHUYECKHUX KUCIOT. ANETUICATMIIIOBAS
kuciiora [AcSalH] - actiupuH, MOIYJISIPHBIM JIEKAPCTBEHHBIN IIPENapaT, TBEPAOE BEIECTBO C
Temriepatypoi masiieHus 141-144°C u mossipaoit maccoint 180,2 r/Moib.

PaccmoTpuMm - «Criocob 3KCTpaKiyy IMHKA U3 JOHHBIX OCAIKOB MOHHOM KUIKOCTHIO»
[mateHT PD Ne2523469 ot 20.07.2013, B Ne20], BKiItoyaeT NOAroTOBKY aHAJIMTUYECKOTO
o0pasua - (aHaynor). DKCTPAKUUIO IUHKA U3 TBEPAOr0 00pa3ilia OCYIIECTBIISIIOT C
UCIOJIb30BAHUEM HOHHOM XKUIKOCTH 1-OyTmii-3-metunumuaasous rekcapropdocdara
[BMIm][PF6] ¢ no6aBkamMu THOLMaHATA AMMOHUS U MOAUIA KaJKs C TTOCIEAYIOIIUM
KOJIMYECTBEHHBIM oIpe/iejieHeM HoHOB nMHKA(Il) B KOHIIEHTpaTe opraHnueckom ¢has3bl
MOHHOM XUJIKOCTH.

HenmocraTku aHajora: BBICOKasi CTOUMOCTh MOHHOM XHUIKOCTH pupMbl Merck 1-0yTuit-3-
MeTuuMKIa3onus rekcadropdocdara [BMIm][PF6] u Huzkas 3pheKTUBHOCTD SKCTPAKIIUU.

Haubomnee 07113KUM 110 TEXHUYECKOM CYIIIHOCTH K 3asBIIIEMOMY OOBEKTY SIBIISIETCS CIIOCO0

skcTpakuuu pryTy(ll) aneTuwicaauuuiiaToM aH TUITMPUHUS [AntH3+O]-[AcSal'], [IumnToBa

E.A., Temeper C.B. U3Bneuenne prytu(ll) aneTuncaaunmuiaiaToM aHTUTTMPUHUS U3 XJTIOPUTHBIX
pactBopoB// 3B. Antl'Y. -2013, T. 79, Ne3/2. C. 227-230] - aHayor, KOTOPHIH MPEICTABISET
duzuko-xummnueckue (p=1,2 r/cm3, t,;;=85°C) U onTUUECKHe CBONMCTBA TAHHOTO JIETKOIJIABKOT'O

paciuiaBa. MCTOI[OM "BBEJICHO - HAWJIEHO" HA MOJIEIbHBIX KUCIIBIX XJIOPUOHBIX paCTBOpAX

noka3ana 3(pdexTrBHOCTB U3BIeueHust R=(99,8+0,1) % u D=(9,6+0,4)- 103, UYTO CBUAETEIbCTBYET
0 KOJIMYeCTBEHHOM u3BjieueHur pTyTU(I]) mociae oJHOKpaTHOM 3KCTPAKIUY.
AUeTHIICaMIUIAT aHTUTTUPUHUS TTaBUTCS TIpH 84-85°C, 00pasys paciuiaB ¢ IIIOTHOCTHIO

B nipenenax 1,20 r/em’ (puc. 1), kommuecTBEeHHO u3BJIeKaeT PTyTh(I]) U3 BOAHBIX paCTBOPOB
U oTIMuaeTcs 00Jbieit TuAPoGhOOHOCTHIO B CPABHEHUH C CYJIh(OCATUIMIATOM aHTUITMPUHUS
[[TerpoB b.M. DkcTpakumonHas cucreMa 0e3 OpraHMuecKoro pacTBOPUTEIIS BOAA - AHTUITMPUH
- cynbdocanuuuinonas kuciaorta / [lerpos b.U., Kanurkun K.B., Hazemuesa K. A. // U3BecTus
AnTaiickoro rocyaapctBeHHoro yausepeuteta. 2013. Ne3-2 (79). C. 198-208].

HenocraTtku nporoTuna: JIerkorjiaBKUi paciuiaB - aHAJIOT MOHHOM KUAKOCTH U3BJIEKAET
U3 KMCJIOTO pacTBOpa TOJABKO MOHBI pTYTU(II).

3amaya u3oopeTeHus

N300peTenue npeaHazHavyeHo I IPYIIOBOr0 KOHIEHTPUPOBAHUS HOHOB 3JIEMEHTOB U3

KHUCJIBIX PACTBOPOB JIETKOIUIABKUM PACILUIAaBOM [AntH30+]-[AcSal'] noHHOM xkuakocTbio (MXK)

C SMHUCCHOHHBIM OKOHYaHUEM IPOIEAYPhl aHATIN3a SJIEMEHTOB B KOHIIEHTpATE U paduHaTe.
OT1inyue 3asBIIIEMOTO CIIoco0a

Crp.: 3
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1. ona zpynnoeozo konyenmpuposanua | 1006aBIAOT 1T JIETKOIUIABKOI'O pacIuia-
uonoe Ti, Mo, Sn, Fe: Ba aleTHWICATUUMIATA AHTUNUPHHUA
K 10 M BogHo# ¢a3sl ananuzupyemoro | [AntH']-[AcSal], mogorpesatoT nouy-

KHCJIOTO pacTBopa 4yeHHylo cuctemy a0 90° C, BcTpsaxu-

2. 0717 2pynno6020 KOHUEHMpPUPOBaHus |BalOT 5 MHUHYT M LEHTPUQYTHPYIOT,
uonoe Ti, Mo, Sn, Fe, V, Cr, Pb, Cd, Co, | oTnenstotT koHueHTpat uoHoB Ti, Mo,
Sb, Mn: Sn, Fe, 0301510T a30THOH KHCJIOTOH B
K 5 MJI aHAJTU3UPYEMOTO KHUCJIOTO pac- MHUKpPOBOJIHOBOM TNE€YH U aHAITU3UPYIOT
TBOpa J100aBIAIOT paBHEIH (5 MiT) 00beM | aTOMHO-DMUCCHOHHOM CHEKTPOMETPO-

2,0 M pactBopa xnopuna Hatpus (NaCl), | MeTpuein

CyIIHOCTB MaTEeHTYeMOTO Ccrocobda

Crnioco6 rpynnoBOro KOHIEHTPUPOBAHUS U3 KUCIIBIX PACTBOPOB HOHOB 3JIEMEHTOB UOHHOM
YKUIKOCTBIO 3aKJTIOUAETCS B TOM, YTO ISl TPYIIIOBOTO KOHIEHTpUpOBaHUs MoHOB Ti, Mo,
Sn, Fe x 10 mut BogHO# (ha3bl aHATIM3UPYEMOTO KUCIIOTO pacTBopa 100aBisioT 1 r

JIETKOTUIABKOTO PACIUIABA Al TUIICAITMIMIIATA AHTUITUPUHUS [AntH']-[AcSalT], [MOJIOTPEBAIOT
MoJy4eHHYIo cucteMy 10 90°C, BCTpSIXUBAIOT 5 MUHYT U HEHTPUPYTUPYIOT, 3aTEM OTACIISIOT
KOHIEeHTpaT noHOB Ti, Mo, Sn, Fe, 030JI51F0T a30THOM KUCIIOTOW B MUKPOBOJIHOBOM TI€YU U
AHAJIM3UPYIOT aTOMHO-3MHUCCUOHHOM CIIEKTpOMETpoMeTpUei. [1J1s1 u3BIeUeHUs U3 OTAEIbHOMN
MMOPLUU KUCIIOTO BOJIHOTO pacTBopa MoHOB Ti, Mo, Sn, Fe, V, Cr, Pb, Cd, Co, Sb, Mn

JIETKOIUIABKHUM PACIUIABOM ALETUIICAIIUIAIIATA AHTUIIMPHUHUS [AntH']-[AcSal’] (1 1) k 5 M
AHAJIM3UPYEMOTO PaCTBOPA JIOTIOJTHUTEIBHO MPUOABIIAIOT paBHBIN 00beM (5 M) 2,0 M
pactBop xiopuaa HaTpus (NaCl) ¥ 3KCTparupyroT HOHbI YKa3aHHBIX MUKPO3JIEMEHTOB B
JIETKOIIJIABKUI pacIiiaB B TeX ke yciaoBusax. OD (opranuueckas ¢a3a) u3BjekaeT UOHBI Ti,
Mo, Sn, Fe, V, Cr, Pb, Cd, Co, Sb, Mn.

Ocy1iecTBiIeHHE U300 PETEHUS:

Crioco0 rpynmnoBOoro KOHUEHTPUPOBAHUS U3 KUCITBIX PACTBOPOB U pa3/eIeHUSI MIOHOB
3JIEMEHTOB MOHHOM KUIKOCTBIO, 3aKTIOYAIOIIUICS B TOM, UTO TS 3(h(DEKTUBHOTO U3BJICUCHUS
u3 10 M1 BogHOM (ha3bl aHamm3upyemoro pactsopa noHos Ti, Mo, Sn, Fe (ICP Standard 1000

MKTI/MJI Merck) 100aBIIsItOT JIETKOIIABKUM pacIijiaB aleTUICATUIMIATa AaHTUITUPUHUS [AntH']-

[AcSal]. Bognsliit pactBop nogorpesatoT A0 90°C, BCTpSIXMBAIOT (5 MUHYT) U
HEeHTPUDYTUPYIOT, IOTOM OTIAETSIOT BOoAHYIO (hasy (BD) ot opranuueckoit ¢pazpl (OD)
KoHIeHTpaTa uoHoB Ti, Mo, Sn, Fe. KoHnuentpat ykazanaeix nonos Ti, Mo, Sn, Fe B O®D
WCIIOJIB3YETCS JIUTSl TPYNIIOBOTO Pa3/IeJIEHUs MHOTO3JIEMEHTHBIX cMeced. BD aHanmu3upyrot
METOJ0M aTOMHO-3MHUCCUOHHOM CIIEKTpoMeTpoMeTpun. OpraHudueckyro a3y TOTOBST K
aHaJIM3y METOJIOM MHUKPOBOJTHOBOT'O KUCITIOTHOTO pa3zioxeHus. 1,0 T Od nomemiaroT BO

3

(hTOPOITIACTOBBIN COCYI-aBTOKIIAB 0OBEMOM 75 CM~ MUKPOBOJIHOBOM T€4YM U J0OaBIISIOT 10

oM’ pactBopa a3zoTHoM kucaoThl (OCY extra pure 100443 Merck) u 71eMOHU3UPOBAHHOM BOIbI
1:1. Pacnipenenenue noHOB 351eMeHTOB Mexay 10,00 Mt BogHoro pactBopa 0,1 M azoTHo#
KHUCJIOTBI M pacIUIaBOM alETUICATMIAIIATA AHTUTIMPUHUS C MOJISIPHBIM COOTHOILICHUEM
peareHToB B paciuiase 1:1. ABTOKJIaBbI IOMEINIAIOT B MUKPOBOJIHOBYIO Ieub «MARSXpress»

Crp.: 4
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C MaKCUMaJIbHOM BBIXOJHOM MOIIHOCTBIO u3ydeHus: 1600 BT 1 ¢oukcupoBaHHOM 4acTOTOM
usnyuyenus 2450 MI'y ns MukpoBostHOBOTO pasnoxenus tTuna HP-500 Plus n Harpesa:

1 ctagus - HarpeBatoT oT 20°C go TemnepaTypbl +200°C B TeueHHe 8 MUH, BBIACPKUBAIOT
B Teuenue 10 mun npu temnepatype +200°C;

2 cTaus - MOJTHUMATOT J10 TeMrepaTypbl +250°C B TeueHue 4 MyH, BBIJIEP)KUBAIOT B TCUEHUE
10 muH nipu Temnepatype 250°C, 3aTeM oxaxaarT A0 TeMiepaTypbl 45°C, BCTPSXUBAIOT
JUTSL IEPEMEIIMBAHUS COJEPKUMOTO U MMPUOTKPHIBAIOT KPBILIKY JJI1 YPABHOBEIIMBAHUS
nasjeHusi. KauecTBeHHO pasiiokeHHas po0a mpecTaBisieT coooi OeciBETHBIN WU
JKEIITOBATHIN MPO3PAYHBI pacTBOP, O€3 YACTHI| HA THE U HA CTEHKaX (DTOPOTLIACTOBOTO
BKJIAJbIIIIA, OXJIAXKICHHBIN JJO KOMHATHOW TEMIIEPATYPhI PaCTBOP PUIBTPYIOT, yepe3 GUIbTP

CUHSIA JIEHTA, B MEPHYIO IPOOUPKY BMECTUMOCTBIO 10 cM>, OGMBIBAIOT CTEHKU aBTOKIIABA

HEOOJIBIIIMMU MOPIUSIMHU IEHOHU3UPOBAHHOMN BOIBI, JOBOIAT 00BeM 10 10 oM TIIATEIBHO
MEePEMENINBAIOT U AHAJIU3UPYIOT.

J1J1s1 u3BI€UEHMS U3 KUCTIOTO BOJIHOTO pacTBopa MoHoB Ti, Mo, Sn, Fe, V, Cr, Pb, Cd, Co,
Sb, Mn (Hannpumep, ICP Standard 1000 mxr/mn Merck) JIerkoIuiaBkuMm paciiaBoM

aLEeTUJICATIMUMIIATA AHTUITUPUHUS [AntH"]-[AcSal’] 1OMOTHUTETBHO MpUOABIISIIOT PABHBIN
00bem 2,0 M pactBop NaCl. Hanpumep (3 M 0,1 M pactBop HNO3 + 2 mut ICP Standard

1000 mxr/mi1 Merck) paz0aBistoT paBHbIM 00beMoM 2,0 M pactBopa NaCl. I1ocne
MepeMellMBaHus 100ABIISIOT 1 T paciuiaBa aleTUICATUIUIATA AaHTUTTMPUHUS U SKCTPATUPYIOT
VMOHBI YKa3aHHBIX MUKPO3JIEMEHTOB B JIeTKoruiaBkuii paciuiaB. O® uzBnekaet uoHsl Ti, Mo,
Sn, Fe, V, Cr, Pb, Cd, Co, Sb, Mn.

[TpuMep npUroToBIiiIeHHE MOJIETIBHBIX CUCTEM

B mmactukoBble rpagyupoBaHHbIe MPOOUPKU BMecTUMOCThIO 50,0 Mit BBoaST 1,0 T

JIETKOIUIABKOTO pacIuiaBa [AntH"]-[AcSal ] MOHHOI KUIKOCTH (p=1,2 r/em3, t,;=85°C, V=

0,83 mi1) 1 10,00 M1 MOZIETTBHOTO PACTBOPA, MPUTOTOBIEHHOTO U3 cTaHaapTHOro Perkin Elmer
C IOTPEIIHOCThIO ATTECTOBAHHOI'O 3HaueHus He 6oiee 2%. ICP Standard 1000 mr/n Merck -
pactBop 17 anemenTtoB Al, As, Cd, Co, Cr, Cu, Fe, Mg, Mn, Mo, Ni, Pb, Sb, Sn, Ti, V, Zn B 0,1
M azotHoii kucinote (OCY "extra pure 100443 Merck") ¢ konueHTpamusiMu 1000 MKr/mit
Kaxxaoro sneMeHTa. [Ipodupku ¢ cucremamu nogorpeBatoT 10 90°C, BCTpSAXUBAIOT (5 MUHYT)
U HEHTPUPYTUPYIOT, TOTOM OTALNIAIOT BoaHYIO a3y (BD) ot opranuyeckoit (OD). BO
AHAJIM3UPYIOT METOJIOM ATOMHO-3MHUCCUOHHOM CIIEKTPOMETPOMETPHUU C UHITYKTUBHO CBSI3aHHOMN
mtazmoit (Optima 7300 DV ¢upmbl Perkin Elmer). Opranuueckyro ¢a3y TOTOBSIT K aHATU3Y
METOJIOM MUKPOBOJIHOBOTO pasioxkeHus. 1,0 r O® moMeniarT BO (PTOPOIIACTOBBIN COCY/I-

ABTOKIIAB 00beMOM 75 cM° MHUKPOBOJIHOBO 1euu U Jo6aBisitor 10 oM’ pacTBopa a30THOM
kucinoTsl (OCY extra pure 100443 Merck) v AeMOHU3UPOBAHHOM BOABI 1:1. ABTOKIIABBI
IIOMEIIAIOT B MUKPOBOJIHOBYIO IIeub «MARS Xpress» ¢ MakCcMMaIbHON BBIXOAHOM MOIIIHOCTHIO
usnyderus 1600 Bt u pukcupoBaHHOM yacTOTOM M3TydeHus 2450 M I 1711 MUKPOBOJTHOBOT'O
paznoxenus tuna HP-500 Plus, co6mio1ast Bce Mepbl IPEAOCTOPOKHOCTH B COOTBETCTBUM C
PYKOBOJICTBOM I10 3KCIUTyaTalM, U YCTAHABIIMBAIOT MTAPAMETPBI IPOTPAMMBI PA3J10KEHUS
Od.

[TpuMeHSIOT crieyIomui peXXuM Harpesa:

1 crapus - HarpeBatoT oT 20°C o Temnepatypsl +200°C B TeueHHe 8 MUH, BBIAEPKUBAIOT
B Teuenue 10 muH npu temmepatype +200°C;

2 cTajus - IOJIHUMAIOT J10 TeMIiepaTyphl +250°C B TeueHue 4 MUH, BBIJIEPKUBAIOT B TEUCHUE
10 muH npu Temnepatype 250°C, 3aTeM 0XJIaxa1aroT 10 Temmnepatypsl 45°C.

Oxutax1IeHHbIE aBTOKJIABbI OCTOPOKHO BCTPSAXUBAIOT JIsI [IEPEMELLIMBAHUS COIEPIKUMOTO

Crp.: 5
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Y IIPUOTKPBIBAIOT KPBILIKY JIJIS ypaBHOBEIIMBAHUS 1aBjIcHUs. KaueCTBEHHO pa3iioKeHHasI
npoba npecTasisgeT coO0i OeCIBETHBINM UITH KEJITOBATHIN MTPO3PAUHbIN paCTBOP, O€3 YACTHI]
Ha JTHE ¥ Ha CTeHKaX (pTOpOIIacTOBOTO BKJIAIBIIIA. 3aTeM OXJIaXKICHHBIN 10 KOMHATHOM
TEMITEpaTyPbl PACTBOP QUIBTPYIOT Yepe3 (PUIHTP CUHSIS JIPHTA B MEPHYIO TIPOOUPKY

BMECTUMOCTBIO 10 CM3, OOMBIBAIOT CTCHKH aBTOKJIaBa HEOOJIBIITUMHU IHopuoruAMHA

JIEMOHU3UPOBAHHOMN BOABI, TOBOJST 00beM 10 10 cM® ¥ TIIATEIIBHO
MepeMEIIMBAIOT. " X 0JI0CTYI0" KOHTPOJIbHYIO TPOOY FOTOBST NAPAJIJIENIBHO C CEpUEn
AHAJIM3UPYEMBIX 00PA3LOB, BBIIIOIHSS BCE YKA3aHHBIE BBILIE OIIEPALMH, C TEMU KE peaKTUBAMHU
U B TEX € KOJIMYECTBAX, KAK U aHAJIU3UpyeMble 00pasipl, HO O0e3 BBeeHUsl B BD MoOHOB
3JIEMEHTOB. MUHEpAIIM30BAHHYI0 KUCI0TONH O® aHATM3UPYIOT TAKKE IMUCCUOHHOMN
CHEKTpOMETpHEH ¢ ToMoIIbIo ciekTpoMeTpa Optima 7300 DV ¢upmer Perkin Elmer.
[TpennoururenbHee UCIIOIB30BATh CTEXMOMETPUUECKUI paciuiaB peareHToB. [1pu B3daTrn
HaBECOK HA TEXHUYECKUX BECAX OIIMOKM MUHUMAJIbHBI BCIEICTBUE OJIM30CTH BEIMUMH
MOJISIPHBIX MACC peareHToB. [lenpeccus TemnepaTypsl IUIaBJICHUS pacIulaBa aleTUICAIUIpIaTa
AHTUIIMPUHUS [IPY MOJISIPHOM COOTHOLIEHUU Ant(t,;=113°C) : HAcSal(t;;=141-144°C)=1:1

cocraBisgeT 6osee 40°C oT BEeIMUMHBI aJAUTUBHOCTU. BecbMa 3HaunTEIbHAS BEIUYMHA
JIETIPECCUU TEMIIepATYPhI TUIABJICHUS CBUIETEIBCTBYET O MPOYHOCTU HOHHOM acColMaliu
KHCJIOTBI U OCHOBaHMA (puc. 1).

DKCHEPUMEHTAIIBHO OIPE/IENIEHbI TEMITEPATYpa IJIaBIeHus t,;;=85°C U INIOTHOCTH pacIuiaBa

p=1,2 /oM. [Tpu TemniepaType naBiIeHUs: OUEHEHA pacTBOpUMOCTS (B Boze 1 /100 mit, B
0,1 M HClI 1,6 r/100 mu).

N3 mpencraBnennbix pparmentoB MK-criekTpos (puc. 2) ciemyer, 4To B CIEKTPe
aLETUICATIMIAIIATA AHTUIIMPUHUS IIPOUCXOAUT IEpEpaCIIPEeIIEHUEe UHTEHCUBHOCTU
CUMMETPUYHBIX U ACUMMETPUUYHBIX BAJICHTHBIX KoJieOaHul kapOOoHWIbHbBIX Ipyni (C=0)

0JIOCHI IoroieHus mpu 1750-1660 e D10 CBUJIETEJIbCTBYET O IPUCOCIMHEHUM ITPOTOHA
K KUCJIOPO1y KapOOHWIBHOM IPYIIIbI MOJIEKYJIbl AHTUMMHPUHA. DAKT XOPOIIIO COTIIACYETCs
C XapaKTepOM aHTUITUPUHOBOTO LIMKJIA, B KOTOPOM HAOJII0/IA€TCS CUIIbHBIN CIIBUT 3JIEKTPOHHOM
TJIOTHOCTHU BOJIB IETIH COTTPSIKEHMSI IBOMHBIX CBSI3EH K KUCTIOPOAY KapOOHUIBHOMN TPYIIIIHL.
B o6nmactu UK-criekTpa morioeHus BAJIGHTHBIX Kojiebanuti ruapokcorpymnibsl OH- 3200-

2500 cm’! MPOJYKTa B3aUMOAEHUCTBHUS (PHUC. 2, ClIpaBa) MPOSABIISIOTCS MAJIOUHTEHCUBHBIE
MOJIOCHI.

Takum 00pa3om, aleTUCATUIUIIAT AHTUITUPUHUS ITPOSIBIISIET TUITUYHBIC CBOMCTBA
MOHOOOMEHHOTO 3KCTpareHTa. B kucioii cpefie OH MpUCOEAUHST MPOTOH K KUCIIOPOAY
KapOOHWIBHOM IPYIIITEI, IPEeBpaIlasICh B OHUEBBIN KATHOH, B CBOIO OUepeb CITOCOOHBIMN

accouMUpPOBATH KATUOHBI MZ* JKecTKUX KMCTIOT ITupcona (Ti, Mo, Sn, Fe.)
x[Ant-H*]-[AcSal [(0d)+MZ* (8)+zCl (Bd)
o[xAnt-(x-2)HMM?H]-[(x-2)AcSal |-CI(od)+zHAcSal(Bd)
BeposTteH u koopAMHAIMOHHBINM MEXaHW3M B3aUMO/IEHCTBUS C ATOMaMHU KUCIIOPO/Ia aHUOHA

[AcSal].
B TtaGnuie 1 npencraBieHbl pe3yibTaThl OJHOKPATHOM SKCTPAKIMU U3 A30THOKHUCIIOTO
0,1 M pacrBopa HNO3; monensHoro pacrsopa ICP Standard (1000 mxr/mur) Merck meTogom

"BBe/IeHO"-"HalaeHO". Pe3yabTaThl CBUICTEIBCTBYIOT O rpyniioBoM u3BiedeHud Ti(IV),
MoO>, Sn(IV), Fe(1ll) kak xectkux kucnoT [Tupcona. [Ipu aToM cnenyetT oTMETUTH MEHBIIIYIO
3¢ (HEeKTUBHOCTD vo* (60%), Pb(1I) 60%, Sb(V) 60%, Cd(1l), Co(Ill), Zn(1I), Cu(Il), Ni(II) - B
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npeaenax 50%, As(V), Mn(Il) - okoso 40%. D¢h ek TUBHOCTH yBEIMUUBAETCS ITPYU U3MEHEHUU
aHMoHHOTO (poHa. B xauecTBe xymopuaHoro ¢poHa ucroiab3yrT 2,0 M pactBop NaCl,
pazbasistoT (3 M1 0,1 M pactBop HNOj3 + 2 Myt ICP Standard 1000 mxr/mit Merck) paBHbIM

oobemoMm 2,0 M pactBopa NaCl. ITocre nmepeMemnuBanus 100aBisOT 1 T pacrmiaBa
ALETUIICATIMIUIIATA AHTUIIMPUHUS U SKCTPArupyOT UOHBI, KaK OMucaHo Bhiie. J{lobaBieHue
paBHOro oovema 2,0 M pactBopa XJiopujia HaTpHs IMPU TOM K€ KOJTMUECTBE MOHHOM XKUIKOCTH
o0ecreunBaeT paclIupeHre aCCOPTUMEHTA U3BJICKAeMbIX HOHHBIX (hOopM 110 11 371eMEeHTOB
Ti, Mo, Sn, Fe, V, Cr, Pb, Cd, Co, Sb, Mn nipu To#t e 3pdextuBHOoCTH. PesyapraTer MCIT 3C
B® u munepanmzatoB OD npencrapieHsl B Tabnuie 2. Kax cienyer U3 pe3yibTaToB TAOIUIBI
2, 3¢ EeKTUBHOCTD OJTHOKPATHOM 3KCTPAKIMHN U3 KUCIIOTO XJIOPUIHOTO PACTBOPA YBEIIMIUIIACH
Ha 16% u Oosee. YuuTbiBas INIOTHOCTb, HU3KYIO PACTBOPUMOCTD U TEMIIEPATYPY IIABIECHUS
paciuiaBa, KOJIMUECTBO IKCTPAKIUN MOKHO YBEJTUUUTH U TEM CAMBIM JIOOUTHCS
KOJIMYECTBEHHOT O I'PYMNITIOBOTO U3BJIEYEHUS HOHOB U3 XJIOPUIHOT'O pacTBOpA.

PacruiaB aueruncanvuuinata aHTUITMPUHKUSA NIEPCIIEKTUBEH B CUCTEMAX I'PYIIIOBOTO
IKCTPATUPOBAHUS HEOPTAHUUECKUX (POPM BIIEMEHTOB U3 TBEPABIX 00Pa310B B3BECEH, JOHHBIX
OCaJIKOB U T.[I.

Metogom MCII OC noarsepxaeHa 3¢h(peKTUBHOCTH JIETKOIJIABKOTO pacIljiaBa

aLneTWIcaIMuuiIaTa aHTUIIUpuHU (p=1,2 F/CM3, t;;=85°C) B rpyNnmnoBOM KOHIIEHTPUPOBAHUHU

HMOHHBIX ()OPM 3JIEMEHTOB U3 KUCIIBIX paCTBOPOB. D(P(HEeKTUBHOCTH I'PYIIIOBOTO U3BJICUCHUS
*ecTkux kucnot [Iupcona (Ti, Mo, Sn, Fe) He npotuBopeunT KoHuenuuu 60-x TOg0B U
OCHOBaHa MPEUMYIIECTBEHHO Ha MEXaHW3Me MOHHOTO 0OMeHa ¢ pacIIaBOM-aHAJIOTOM
WOHHOM KUIKOCTH, IIPH IMMOATOTOBKE 00pa3loOB K aHAJIM3Y HHCTPYMEHTAJIbHBIMUA METOIaMHU.
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Tabauua 1
"Haiineno"'
"Beeaeno"
<MKT> <MKI> D R, %
100 mkr B®, mxrima O®, mxrima
g +g
<0,001 9,86
Ti <0,001 <0,01 9,91 99£2,0 >9000 | >99
< 0,001 9,97
< 0,001 9,87
Mo <0,001 <0,01 9,91 98,6+2,0 >9000 | >99
< 0,001 9,84
0,11 8,97
1050+
e 0,10 1,002 191 90,1+1,8 90+2
20
0,10 9,06
0,20 7,21
Fe 0,20 2,040,3 719 71,851,0 | 43245 | 7243
0,20 7,14

I'pynnosoe n3saegenne Ti(IV), MoO™, Sn(IV), Fe(I1I), kak xecTknux kucaoT Hupcona.

Crp.: 8



10

15

20

25

30

35

40

45

RU 2637236 C2
Ta6nnna 2
"Haiigeno''
"Beeneno"
<MKC> <MKIr> D R,%
100 mxyr B®, mxrimn O®, mxr/ms
e e
<0,001 10,0
Ti < 0,001 <0,01 10,0 100+2 >9000 >99
< 0,001 9.9
< 0,001 9,9
Mo < 0,001 <0,01 9,9 10042 >9000 >99
< 0,001 10,0
<0,001 8,97
Sn < 0,001 <0,01 9,01 100+2 >9000 >99
< 0,001 9,06
0,11 8,5
Fe 0,11 1,1+0,2 8,6 861 940+20 8643
0,11 8,6
0,38 7,6
vV 0,38 3,8+0,5 7,6 76 +1 240+3 76+ 1
0,38 7,7
0,13 8,2
Cr 0,13 1,320,1 8,3 83+1 77010 83+3
0,13 83
0,17 8,0
Pb 0,17 1,740,2 8,1 80,3=1,0 39245 80=2
0,17 8,0
0,18 8,0
0,18 8,1 80,3+2,0
1,8+0,2 53749 802
Cd
0,18 8,0

Crp.: 9




10

15

20

25

30

35

40

45

RU 2637236 C2

ITpogosxenne Tabaunnl 2

"Haiipena"
"Bpeaeno”
<MKIr> <MKT> D R,%
100 mkr B®, mxr/ma OO, mrr/ma
+g +e
0,19 8,0
Co 0,18 1,8+0,4 8,0 80+1,6 5359 802
0,18 79
0,23 7,7
Sb 0,23 2,3+0,6 7,6 76,8+1,9 402+10 7742
0,23 177
0,28 7,0
Mn 0,26 2,740,4 |71 70,7+1,0 26545 7141
0,27 7.1
0,30 6,6
Ni 0,31 3,040,5 6,6 66,0£1,0 2574 661
0,31 6,6
0,43 5,0
As 0,42 4,241,0 5,1 50,3+1,2 14443 5041
0,42 5,0
0,45 5,0
Cu 0,44 4,4+0,4 50 50,0+0,5 137+2 50+1
0,44 51
0,51 3,7
Zn 0,52 5,1+0,5 3,7 3704 871 37x1
0,51 3,6

Crp.: 10
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0,70 2,5

Al 0,71 7,1+0,9 2,6 26+0,3 44+1 261
0,71 2,6
0,34 6,2

Mg 0,33 3,3+0,5 6,3 62+0,9 2264 62+1
0,32 6,1

Tabauna 2 - Pacnpeaenenue HOHOB 3jeMeHToB mexay 10,00 mu BogHoro
pactBopa 0,1 M a30THOH KHCIOTHI M PACNIABOM AUETHJICATHUNHIATA AHTUNHPHHHA C
MOJIAPHBIM COOTHOHICHHEM peareHToB B paciiase 1:1. O® uzBaexaer wonnl Ti, Mo, Sn,

Fe, V, Cr, Pb, Cd, Co, Sb, Mn.

(57) ®opmyna uzoopeTeHus
Crioco6 rpynmnoBOro KOHIEHTPUPOBAHUS U3 KUCIIBIX BOJAHBIX PACTBOPOB MOHOB JIEMEHTOB
WOHHOM KUJIKOCTHIO, BKITFOUAIOIINI 00pabOoTKy aHAIM3UPYEMOT 0 KMCIIOTO BOJIHOI'O PacTBOpa
VOHHOW KUJKOCTBIO, OTIMYAIOILIMNACA TEM, YTO JIJISI TPYIIIOBOTO KOHUEHTPUPOBAHUS HOHOB
Ti, Mo, Sn, Fe x 10 M1 BogHO¥ (ha3bl aHAIM3UPYEMOT'O pacTBOpa J00ABIAIOT 1 T

JIETKOIUIABKOTO pacIliaBa aueTUIICATIULMIIATA AHTUIIMPUHUSA [AntH"]-[AcSal], IMOAOTPEBAIOT
MoJIy4eHHYIo cuctemy 10 90°C, BCTPAXUBAIOT 5 MUHYT U IGHTPU(DYTUPYIOT, 3aTEM OTACIISIOT
KOHUEHTpaT noHOB Ti, Mo, Sn, Fe, 030110T a30THOM KUCIIOTONH B MUKPOBOJIHOBOW M€Y U
AHAJIM3UPYIOT aTOMHO-3MUCCUOHHOM CIIEKTPOMETPOMETPpUEH, a IPU HEOOXOTUMOCTU
pacIIMpPEHUs IEPEYHS U3BJIEKAEMbBIX U3 AaHAJIU3UPYEMOT O KUCIIOTO BOJIHOTO paCTBOPA MOHOB
Ti, Mo, Sn, Fe, V, Cr, Pb, Cd, Co, Sb, Mn Kk 5 MJ1 aHaJIM3UPYEMOTO PACTBOPA JTOMOJTHUTEITBHO
nobasisioT 5 Mt 2,0 M pactBopa xiopuaa Hatpus (NaCl) mpu ToM ke KoJuuecTse - 1 T

aLEeTUIICAIMUMIIATA AHTUITUPUHUS [AntH*]-[AcSal ], IOAOTPEBAIOT ITOJIYYEHHYIO CUCTEMY J10
90°C, BCTPAXUBAIOT S MUHYT U HEHTPUPYTUPYIOT, OTIACISAIOT KOHIEHTpaT noHOB Ti, Mo, Sn,
Fe, V, Cr, Pb, Cd, Co, Sb, Mn, 030J15110T a30THOM KUCJIIOTON B MUKPOBOJIHOBO €YU U
AHAJIM3UPYIOT ATOMHO-3MUCCUOHHOM CITIEKTPOMETPOMETPUEH.
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