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I. BBELEHHE

MeTtoapl GOYHKIHOHABHOTO aHa/lM3a HMeET BaXXHOE CaMOCTOSITeJbHOe
3HaYeHHe KaK B NPOMBLIIIEHHOCTH IIPH aHaJyu3e Pa3JHUHBIX MPOHU3BOACTBEH-
HBIX cMeced, TaK H NpPH HCCJAENOBAHHH BHOBb CHHTE3HPYEMBIX COeXMHECHHIL.
B nocnennue ronn BLIIIIM B CBET TpH MOHOrpaduu *~°, oTpaxkamomue ycuexu
aHANMTHYECKOA XHMHHU B 00JIaCTH (YHKIMOHAJBHOTO aHAJH32 OpPraHHYeCKHX
coenuHennil. OHAKO B YKa3aHHBIX TPYJAaX OCBELlEHBl JHIIbL pPaboTh, ony6-
JHUKOBaHHbIe 10 1967 r. Hacrosmas craths npeicrasJsier co6oii 0630p pabor
II0 aHaJH3y Da3AHYHLIX aMHHOB, aMHJOB, THJPa3WHOB, THAPA3HI0B, OKCH-
MOB, HHTDPO- M HHTDO30COEJUHEHMH, a TaK:Ke THOJOB, CYJAbQHAOB, AHCYJb-
¢ua0B, cyNbOOKHCIOT U AP., BHINOJHEHHEX 3a 1968—1977 T,

Pa6oTel mo aHasaH3y 3a mocjefHHE TOJbI NPOXOLHJIH B OCHOBHOM B CJe-
AYIOWINX HaImpasjeHHUsX: 1) ycOBeplIeHCTBOBAHHE YyiKe H3BECTHLIX METOMLOB
avaJu3a, NpHMeHeHHe HX K 0OoJiee CJI0XKHBIM CHCTEMaM H JAeTa/lbHOe HCCJie-
JIOBaHye MEXaHU3MOB peaklui; 2) aBTOMaTH3alWs METOJOB, CBS3aHHAs C
OpHMeHeHHeM 3JeKTPOMETPHUYECKHX CIMOCOGOB HHAMKAIHMHM KOHEUHOH TOUYKH
THTPOBAHUA (aMIIepOMETPHs, HOTEHIHOMETPHs, KyJOHOMETpHs); 3) mpHMe-
HeHHYe HOBBIX XMMHYECKHX peareHTOB; 4) CO3/aHHE HOBBIX METO/J0B aHaJH3a.

II. THTPUHMETPUYECKHE METOJbI ONNIPENEJIEHHUSA A30T-
A CEPYCOIXEP)XANILMX OPTAHHYECKHWX COENMHEHUH

1. MeToabl KHCJIOTHO-OCHOBHOTO
H OKHCJIUTEIbHO-BOCCTAHOBUTENbHOIO THTPOBAHHUS

a) Ompepenenue aMHHOB

KucnoTHO-0CHOBHOE TUTPOBAHHE SBJAETCA OAHHM H3 KJAaCCHUECKHX Me-
TOAOB aHaJ/Jiu3a a30TCOAEep2KAlIHNX OPraHHYECKHX COG,U‘I/IHGH‘I/II;'I, OAHAKO 3TOT
METOA He HCIIOJAb30BaJICs AOCTATOYHO LIUPOKO A0 TeX NOop, MOKa He HpHO6'
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pena MHONyJ/sPHOCTb TeXHHKA HEBOJHOTO THUTPOBaHUs ‘. B Hacrosiiee Bpems
ompejesieHHe OPraHHYeCKHX OCHOBAHMH KHCJIOTHO-OCHOBHOH THTPHMeTpHeH
IMIHPOKO TMPHMEHSIEeTCS B HCCJAeAOBaTeJbCKOH paboTe H B IPOMBILJIEHHO-
ct®®. CpaBHHTENbHO HENLAaBHO BHIIIEJN MOCBAIEHHBIA MeTOLaM OIpefesie-
HHsSl apOMaTH4YeCcKHMX aMHHOB 0030p’, H3 KOTOpOro cJaejyeT, 4TO HauboJsee
O6LIENPHUHSITHIM U AOCTYIHBIM METOLOM OIpeleseHHs] aMHHOIPYII SIBJISIETCS
MeTOJ HEBOJHOTO NOTEHLHOMETPHYECKOro THTpOBaHHUs. Tak, Ipel/oXKeH Me-
TOA * ° HEBOAHOTO NOTEHIHOMETPHYECKOTO THTPOBAHHSA NOJIHSTHICHAMUHOB H
NHPHIHJICOAEPKAUAX Kap6aMaToB; B KAUeCTBe THTPAHTa HCHO/b30BaJH pac-
tBop HCIO, B siefsiHOl yKcycHO# KucaoTe. [Ipi MOTEHIHOMETPHUECKOM OlIpe-
AejeHHH c1abblX OCHOBAHMHA HHOIZA HCHOJL3YIOT PacTBOPLl HeATpaJbHBIX
comefi (CaCl,, LiCl, NaCl u 1. A.). DpdeKTHuBHOCTL AEHCTBHS YKa3aHHBIX
coJiell ONpefensieTcss HX BJAHSHHEM Ha aKTHBHOCTb HOHOB BOJAOPOJa H COIPO-
BOXKJaeTCsl yBeJHYeHHeM HPOTSIKEHHOCTH U pe3KOCTH CKA4yKOB IOTEHIHAJa.
B pabore Kpemkosa u corp.'® HccIeLOBaHB HEKOTOpLle 3aKOHOMEPHOCTH
NOTEHIHOMETPHUIECKOIO THTPOBAHMS B PAacTBOpax XJOPUAOB INEJOYHBIX H
I1eJOYHO3eMeJbHbIX METAJJIOB H pa3paboTaHbl METOLEl OIpeAC/IeHHs] aMH-
HOB; H3YYEHO TaKKe BJHSHHe COJEBOro pactBopa Ha casur pH. Jlyummwmu
M3 coJjiefi, no MHeHH©0 apTopoB'’, okasanuch LiCl u CaCl,. Tak, ¢ Hcmoss-
soBaHueM pactBopoB CaCl, OBLIM OTTHTPOBAHH M-, f1-, O-(QEHUJECHANAMHUHEI;
CpaBHEHHE KPUBLIX THTPOBAHUS B COJIEBOM PACTBOPE C KPHBLIMH THTDOBAHHS
ITHX BEIECTB B BOJLe NOKA3BIBAET, YTO HCIOJIB30BAHHE COJIEBOTO pacTBOpa
3HAUHTEJbHO YJyullaeT ycJaoBHS THTpoBaHus. OmmubKa MeTOLa COCTaBJsIET
0,3%.

TurpoBaHHe B HeBOAHON cpeje NPHMEHSJIOCh AJS COBMECTHOrO oIpese-
JIEHHS BBICINHX a/H(paTHYeCKHX aMHHOB M YeTBEPTHUHBIX aMMOHHEBBIX CO-
Jei ', MeTox COCTOMT B cjaefylolieM: UYeTBEPTHUHYID aMMOHHEBYID COJIb
npeBpalaloT B NepXJI0paT HiH HOAMM, @ OCTaBIUHACA aMHH ONpee/sIoT THT-
posanueM c¢ nomompio HCIO,. ITocse THTpoBanus aMHHA AO0aBJAOT anerar
Hg (1I), yT06b NpeBpaTHTL YeTBePTHYHBIA aMMOHHEBBIH HepX/iopaT (HOTUA)
B CHJIbHO OCHOBHOfl 4eTBEPTHYHBII aMMOHHEBBIH alleTaT H HeJHCCOLMHPOBAH-
moit Hgl,:

2 (R.NT) + Hg (CH,C00), - 2 (R,NCH,C00-) + Hgl,

3atem Hgl, pactBopsaoT B H36GHITKe aleraTa PTYTH H THTPYIOT YeTBepTHU-
uei aneratr HCIO,:

RNCH,CO0™ + H+—+ CIO;” — CHyCOOH + R,NCIO;

Tak KaK OCHOBHOCTb BCEX THTPYEMBbIX COeIUHEHHIH BBICOKA, TO KOHeuHas TOU-
Ka THTPOBaHHs JIeTKO ONpefensercs BH3ya/JbHO. B obpasuax (IpH COOTHO-
[IEHHH Tper-aMHHA H UYETBEPTHUHON aMMOHHeBOH coau 1:40) pesysabrarsi
onpeleNeHuss aMHHA BOCIPOM3BOAMJNCH B mpefenaXx 3—5%, a uyeTBepTHU-
HOTO HOHA — B Ipefenax 1--2%.

ITotennuomerpuyeckoe turposanue 0,1 N pacrsopa HClO, ¢ ncmosbso-
BanueM IHd(epeHUHPYIOMUX HEBOJHBIX PAaCTBOPUTEJNEH HPHMEHSJIOCh AJs
onpenenenuss N-okucell aMHHOB. MeTOJBI KOJHMYECTBEHHOTO OINpeJeseHHs
N-oxHcell aMHHOB OCHOBAHBI IJIaBHEIM 06pa3oM Ha BOCCTAHOBJEHHH HX JO
aMMHOB U OnpefejeHHH H3OBITKa BOCCTAHOBHTENSA. B KauecTBe BOCCTaHOBH-
tened pekomengosanel SnCl,, TiCl,, HCl*'. Opgnako 2TH MeTOABI CBSI3aHBI CO
MHOTHMH OTpaHHUYeHHsIMH. Dosiee NepCleKTHBHBI METOAB NPSAMOrO THTPOBA-
Hug N-oKHcell, KaK OCHOBaHH *2.
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CpaBHeHHe KOHCTAaHT HOHH3aLlHH aMHHOB M N-OKHceH TIOKa3bIBaeT, UTO
anudaTHiecKHe N HacCBllieHHble TeTepOLMKJINYECKHe aMHHB 4 uX N-OKuCH
npu pK=4—5 moryr GpiTh pasfesnbHO ONpeJeeHEl METOLOM MMOTEHIHOMET-
puueckoro turpopanusa HCIO, B auddepeHHupyOmNX HEBOTHBEIX PACTBOPH-
Teasx. Baaumoneiicteue N-okucelt aMHHOB ¢ paCTBOpPaMH IMPOTOHHBIX KHCJOT
B cpele AHOKCaHA, MCTHJISTHIKETOHA M alleTOHHTPHJIA HJAET Yepe3 CTAAHIO
06pa3oBaHHs aHOMaJbHBIX coJel, B KOTODBIX Ha OXHY MOJEKYJY KHCJOTHE
IPHXOANTCH ABE MOJIEKyJbl OCHOBaHHA. IlpefnoxeHHblt MerTox '* HCMOJAB30-
BaH AJs aHaau3a cMecefl N-oKHCell aMHHOB M aMH/JOB, FHAPHPOBAHHBIX apo-
MaTHYECKHX TeTePOUHKJIHUECKHX OCHOBAHHH H COOTBETCTBYIOUIHX aMHHOB.
KesaTkoBckHi K coTp.'® NpPHMEHHJH ITOTEHIHOMETPHUECKOE THTDOBAHHE B
HIMCO c ucnonb3oBanHeM CTEKJASHHBIX JEKTPOAOB Vi aHaauza gH- (H-Oy-
THJ) aMHHA, TPH- (H-OYTH/)aMHHA, MHIEPHANHA, N-3THANHIEPHAHHA, aJJIHJ-
aMuHa, H300yTHJIAMHHA, JH3TAaHOJIAMHUHA H AP.

ITotennnoMeTpHYecKOe THTPOBaHHE B HEBOAHBIX CpefaX MPOAOAKAIOT
TUWIATEJNBHO HCCJHAENO0BATh, H3Y4alOT BJHsIHHE KOHIEHTPALUMH THTpaHTa, TEM-
neparypsl, cTpyKTypel amuHa. Kpome HCIO,, B KauecTBe THTPaHTOB IpH
ompefenenun aMuHoB ucnoansyior HCl, H,SO, u n-tonyosncynabdoHoBYIO
Kucaoty, pacrsopennsle B JJMCO **. Oxnaxo B pajie cayuaes, 0COGEHHO MpH
aHaJju3e NMPOAYKTOB CHHTe3a, B MpoLecce THTPOBaHHs o6pas3yroTcs OCanku
HJIH CMOJHCTBIE BelllecTBa, OOBOJIAKHBAIOLINE 3JEKTPOAB U Mellalolliue yeT-
KOMY YCTaHOBJICHHIO KOHEYHOH TOUKHM THTPOBaHHSA. B CBf3H ¢ 3THM @pH
ONpefeseHHN HEKOTOPBIX apOMaTHUeCKHX aMHHOB OBl TpHMeHeH MeTof '®
BBICOKOYACTOTHOI'O THTPOBAHHS, KOTOPBHIE CBOGOAEH OT 3TOr0 HELOCTAaTKA.
AtoT Meron 6BIT ¢ yCIEXOM HCHOJBL3OBAH [Ji CYMMAPHOTO H Pas3fesbHOro
ONpejiesieHHs] NMEPBHYHBIX W BTOPHUHBIX aMHHOTPYII B IIOJHITH/IEHIOJHAMH-
HAX W APOAYKTAX CHHTE3a Ha HX OcHOBe. [y THTPOBaHHSI MCHOJb30BAJH
BEICOKOUACTOTHBIH THTpaTOp TB-641; ompenesienue Npou3BOAHIOCH B OCHOB-
HOM METOAOM OOpaTHOrO THTPOBAHHS, TaK KaK B 3TOM cayuae 6oJiee 4eTKO
YCTAHABJ/IMBAJIaCh TOUKA 5KBUBAJEHTHOCTH. JlJsl KaXKAOro COeIHHEHHS I0J-
6upasu pacTBOPHTE]b, KOTODHH oOecneynBas HauboJsee UeTKHe Teperubhl
Ha KPHBOH THTPOBAHHA.

L1 KOJIMYEeCTBEHHOro ONPEeACNCHUSI aMHHOB YacTO HCIOJb3YETCS METOL
6pomuposanus. McrounukoM OpoMa NPHHATO CUHTAThb CHCTEMY GPOMHA —
OpoMaT, KoTopasi B KHCJIOH cpeje Boigenser 6poMm. OfXHAKO 3TOT METON Tpe-
6yeT HCIOJb30BAHUA BOLHBIX pACTBOPOB, UTO OrPAHUUUBAJIO €0 NIPUMEHEHHE
IpH ONpefie/eHHU aMHHOB. B NOC/IeHHE TOABI BHIIOJHEH DS UCCJEIOBAHHH
N0 THTPOBAHHIO GPOMOM B HeBOJAHHIX pacTBopax'®~*. ABropw paborw '®
OTIpe/eUIH psIJi APOMaTHUECKHX aMHHOB ¢ TOYHOCTBIO fio 1%, Hcmoansys
B KauecTBe pacTBOpHTensl nponuaenkapGonar. [IponunenkapboHar sBas-
ercs yLobHou cpefoil s 6pOMHPOBAHHUSI aMHHOB, OH YCTOHYMB K AEeHCTBHIO
raJjoreHa, UMeer BBICOKYIO TH3JEKTPHUECKYIO MOCTOSHHYIO, UTO YBEJHUYHBAET
CKOpPOCTb DeaKIHH, PACTBOPHUM B BOJe, GecliBeTeH, HETOKCHYEeH. BOJILIINH-
CTBO aMHHOB P4CTBOPHUMEI B IpONHJIeHKapGoHaTe. BpoMupoBaHHe BO MHOTHX
cJyuasix NPOUCXOAMT B IIPHCYTCTBHH OCHOBAHUi, TaKHX KaK MUPHAHH (s
CBSI3BIBAHHS BBIAEJAIONIErOCS IPOTOHA). AMHHOTpYNNa, NOZOGHO THAPO-
KCHJIBHOH Tpymne, akKTHBHPYET OPTO- H 1apa-NOJ0KeHUS TPH 3JeKTPOPUIIb-
HOM apOMaTHUECKOM 3aMelleHHH. [JOCKONbKY nepBHUHBIE aAMUHBl SBJSIOTCS
AKIENTOPAMHU MPOTOHOB, TO GPOMHPOBAHHE HEKOTOPHIX AMHHOB B HPOIHJEH-
KapboHaTe BO3MOXKHO 06e3 po0aBJeHHs ocHOBaHMs. [IpH THTpOBaHHU
n-peveruHHa, M-TOJYHAMHA H aHH/JMHA IIOTEHLIHaJ pe3KO BO3pacTaer,
Korga pofaBjieHo 1—2 skBHBaseHTa O6poMa. IDTO MOXHO OOBICHUTH
peakuuen:
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Tak Kak MOHOOGPOMHPOBAHHBIH apOMaTHUECKHH aMHH sBJjseTcs Oojee c/aa-
GBIM OCHOBaHHEM, ueM HeGPOMHDPOBAHHBIN, TO MOJyUEeHHEIE HA CTAaJHH 3aMe-
IIeHHS HPOTOHBl IpPHHHMAaeT, I[0-BUIHMOMY, HeOPOMHDOBaHHBIH aMHH.
B npanpueiimieM 6poMupoBaHHEe NPOTOHHPOBAHHOTO aMHHA He TIDOHCXOMLUT,
TaK KaK NMPOTOHHPOBAHHAS aMHHOIpYINa 3aTpyAHSET JMeKTpodHALHOE 3a-
Mellnerne. Bropofl ckauok moTeHIHMasa B OTCYTCTBHE MHPHAMHA HPOHCXOJHT
nocJse no6aBJieHus JByX MoJell 6poma Ha | MOJIb aHH/IHHA:

NH, NH,
/]\ /‘\
(e
N/ N/
Br

B cayuae, KOTAa B peaKUHMH NPHUCYTCTBYET IHPHAHH, TOXE NPOHCXOAHT ABA
CKauKa MoTeHIHasa. [lepBblil ckauoK NPOHCXOANT Mocie fo6aBaeHust 1 3KBU-
BaJeHta 6poma:

NHg NH,
| Br

W—}—Brz-{—Pya' J + Br~ -}- PyH+

Py — NUPHIMH

Bropoit ckauoOK IPOUCXOAHT TNoctae AoOaBaeHHA 4 MoJsieli OpomMa Ha OAHY
MOJIEKYJy aHHJHHA!

G iy
r
l \’ -+ 4Br, - 2Py — \/\H/ -+ 2B; + PyH*
N/ N/
Be

n-Tonynnue Beger ce6s NoR0OHO aHUJHHY. BBelenne TpeThero atoMma Gpoma
B cBOOOJHOE OpTO-TIOJIOMKEHHE AHHJMHA, IO-BHAHMOMY, 3aTpPyAHEHO, XOTS
nocjae fobapieHus 6 MoJed Opoma MNOSBJASETCS OYEHb MaJieHbBKHH CKauoK
HoTeHuMama

AHanu3 m-peHUNeHANAMHHA C IIOMONIBIO THTPOBAHHSI 6POMOM BO3MOMKEH
KaK B IPHCYyTCTBHM NHDPHAMHA, TaK H 6e3 Hero. B kauecTBe HCTOYHHKA 6poO-
Ma MOXHO HCIIOJb30BaTbh CHCTeMy OpoMHX-— epGpoMHL B HHpUAHHE '’
(ITBI1B, C,H,N-HBr-Br;), kaxnass MoJeKyja KOTOPOrO JIETKO BhIAeNseT
OAHY MOJekyay cBoboanoro 6poma. HoctynHoceTs KpucTaanuyeckoro [1BIID
N0 CPaBHEHHIO C PAaCTBOPOM OpOMUA-OpoMaTa M OBICTPBIE CKOPOCTH peaKIHu
IpH MUHHMaJbHOM KOJIHYecTBe NMOGOUHBIX peaKHUUi [JeJarT 3TOT MeTof Go-
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Jiee IPHMEHHMBIM KdaK B LpENapaTUBHOH, TaK M B AHAJHTHYECKOH XHMHH.
dra cHcTeMa paHblie HCIOJb30BaJach AJs OPOMHDOBAHHSI 3aMelleHHBIX
(heHOJIOB I aPOMATHUECKHX AMHHOB, aqHGATHUECKHX H aJHIUKJIHYECKHX Ke-
ToHoB B CH,COOH*. B* 31y cucTeMy HCIOJb30BAJH AJs OIpefeseHUs
QHWJIHHA M DAa3/iMYHBIX MOHO3aMEHIeHHBIX aHHJIHHOB. DBOJBIIMHCTBO peak-
IMH nporekano OblcTpo (3a 10—15 mun); KOHLEHTPALHS aHAJU3UPYEMOrO
amuHa 10 M; ournbka Mmetoma <(19%. KoHeunas Touka omnpegessiach
crekTpodoTOMETPHUECKH; (OTOMETPUUECKOE THTPOBAHHE BO3MOXKHO TOJIBKO
JJisi OeCLBETHBIX HJIH CJIeTKa OKpallleHHBIX OPOJAYKTOB, UTO SIBJSETCS Cylie-
CTBEHHBIM HEZOCTATKOM JLaHHOTO METO/A.

Conenko u coTp.'® momuduumuposasn OGpoMHI-OpOMaTHHII MeTod ompe-
IeJIeHHsT apOMaTHYeCKHX aMHHOB B pasauyHbBIX pactBopax. CyIIHOCTb HX
MeTo/la CBOAHMTCS K NPOBENEHHIO aHaju3a B CHelHa/JbHO CKOHCTPYHPOBAH-
HOM aud¢y3uoHHOM npubope npu Jo06aBJeHHH H3BECTHOrO KOJIHYECTBA THT-
poBaHHOTO pactsopa Opomun-6pomara (B H36bTKe). B kuciaofi cpene BulIE-
JsouMiicst cROOOAHBIA OpOM BCTylaeT B peaKnHio GPOMHPOBAHHUS, HANpH-
Mep, aHHJHHA A0 TPHOPOMAaHHJIHHA, a8 N30BITOK €ro IOrJIOMAET S PacTBOPOM
HOJUJA KaJHs, HAHeCEHHOI'O Ha IOPHCTHIA MatepHas (QUAbTPOBaJbHAS HIH
CHHTeTHUYeCcKasl BOZOpacTBopHMas Oymara). THTpoBaHHe HOJa, BHIAENHBLIe-
rocsl B 5KBHBAJIEHTHOM IOIJIOIIEHHOMY GpOMY KOJIHUECTBe, IPOBOLAT B 3TOM
ke npubope ¢ MOMOUILIO pacTBOpa THOCyJbdaTa HATpHsd; BpeMs INpoBeje-
Hus aHaausa 10 mun npu 40° unu 17 mus TpM KOMHATHOH TeMIlepaTtype;
TOYHOCTb onpenenenus 1,5%. JaHHEIM MeTOLOM MOXKHO aHAJH3HPOBAThL TEM-
Hble HJIH HHTEHCHBHO OKpAalleHHble pacTBOpH. B pabore'® nmposeneH aHanu3
M-TOJIYHAHHA, aHTPAHUJIOBOH KHCJOTHI, CyJb(aHUIOBOH KHCJOTHE, COJISHO-
KHcsoro auusinHa. KemGes1 u cotp.?® nmpu ONpeleseHHH XJOPTHADPATOB Ce-
MHKap6asuaoB ¢ ycIexoM NPHUMEHHJH THTPOBaHMe GPOMAaTOM KaJjihsi B IIpH-
cyrcrBun wonoe merannos (Ni, Co, Mn). Onpeznenenne ceMHKap6a3uioB
KBrO, nner no caenyioineil cxeme:

3NH,CNHNH, - 2BrO7 - 2N, + 3CO, + 3NHy -+ 2Br~ 4- 3H,0
I
0]

Jlas onpefeneHHs OpraHuueCKHX COEJHHEHHH LIMPOKO paclpoCTpaHeHO
HOJOMETPHUIECKOEe THTPOBAHHME C PAa3J/IHYHBIMH MeTOZaMH (PHUKCAIMH KOHEU-
HO# TouKH THTpoBaHHsA. OmnHcan Meron*' TepMOMETpPHUYECKOTO THTPOBaHHA,
KOrZa aJUIUKJIHYeCKHe U ajudaTHuecKHe aMHHBl M THAPA3HHBl THTPYIOTCA
HOJIOM B HEBOJHBIX PaCTBOpaX, COAEPKAIIHUX aJKHJIBHHHJIOBBIE 3(UPH, KO-
TOpble 5K30TepMHUECKH NOJHMMEPH3YIOTCS NMPH H3OBITKE HOJa; HA OCHOBaHHH
3TOrO YCTAaHABJHBAIOT KOHEUHYIO TOYKY THUTPOBAHHA. DTOT MeTOJ B 6OJib-
IIMHCTBE CJIyYaeB HMeeT TOYHOCTE 1%.

B ykasanno#i pabore nog 6Bl HCOOJAB30BAH KaK THTPAHT M KaK KaTaJjH-
3aTOp AJIsT KATHOHHOH TOJHMepH3alUM IIpolecca, a STHIBHHHJIOBHIN 3bHD
HCIIOJIb30BAaJNCA KaK MOHOMep. M3 opranHyeckux OCHOBAHHH 3THM METOAOM
Gblyn ompesiesienbl anugpaTHUeCKHe U aJHIHUKJINIeCKHe aMUHEL H-OyTHJIaMHH
(3,6), Gensumamun (3,7), nunepunud (3,6), Tpuc- (OKCHMETHJ)METHIAMHH
(4,3), 2-N,N’-auatunramunonponuouutpusa (4,4), N-metunmopdoanr (4,6)
d Ip.; IPOU3BOAHEIE nupuanna: nupuaun (4,1), a-nukoauu (3,8), 2,6-nupu-
nunaukap6onosast kucaora (0,09), N-okuch nupuauna (2,2), N-oxkuch 3-nu-
Koauua (2,2) u Ap.; OpousBoAHble auujHHA: anuauH (1,3), o-ToJyHIAMH
(1,5), nudenunamun (0); Tpudenusamun (0) m Ap.; reTepoOLUUKIHUECKHE
coellMHeHHs C a30ToM: rekcamerusenrerpamuu (5,0), ¢dramasun (3,5), xu-
gosun (0), 6ensumunason (4,0) (B ckoOKax yKa3aHo, CKOJILKO aTOMOB HOZa
pacxosyercst Ha OAHY MOJIEKYJ]Y HCCJIeLyeMOro coelHHeHHs). ABTOpHL * cuu-
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“TaloT, 4TO YHCJIO aTOMOB HOAA, KOTOPOe pearhupyer ¢ MOJEKyJoH OCHOBAHHS,
MO3KeT OBITh HCIOJIb30BAHO KaK Mepa CHJIBI OCHOBAHHS.

Turtpumerpuueckuit meron okucienuem K,Cr,O, ¢ ycmexom npumenen *
JUIs ONpejiesieHHs aleToryaHaMHHa B IPUCYTCTBHH MeJaMHHAa W TYaHHUIHHA;
H30BITOK OKHCJHTEJS ONpeAessiii HOLOMEeTPHUECKH:

T
k N/C\N

| I F8KyCry0;+47H,S0,—24C0,+8Cry(SO,);+8K, SO0, + 15(NH,),S0,+-8H,0
HN—C_ C—NH,

\N/

ABTOpH paboTH ** MPeNJIOKHIH METOAHKY NPSIMOT0 MOTEHIHOMETPHIECKOTO
TUTPOBAHHA DPA3JHYHBIX aAMHHOB THIOOGPOMHTOM, OCHOBAHHYI HAa pPeaKIHH
3AMeIleHHs BOAOPOAA B AMHHOI'DYIIIIE:

RNH, + 2BrO~ - R—NBr, 4 20H~
R,NH +- BrO~ —» R,—NBr - OH~

ABTOpH * NPOBEPHIH METOAHKY Ha COPOKA PA3JIHYHBIX COELHHEHMUSIX.

6) Omnpenesiende ruapasHHa W ero NPOU3BOAHBIX

PaszjuunbiM MeTOdaM omnpejeleHHs] THApa3uHa H ero NPOH3BOJHBIX IIO-
CBsillleHa MOHOTrpadua®, B KOTOPOH JaeTcss CPaBHHTEJNbHBI aHA/JIH3 BCeX
CYLIECTBYIOIMAX METOLO0B, NOAPOOHO pacCMOTPEHBl MeXaHH3MBL peaklHi H
BJMAHHE Pa3JHUYHLIX (GaKTOpPOB Ha pe3y/bTaThl aHaJJu30B. B pabore® aBTop
IpelJaraeT KUCJHOTHOOCHOBHOH H30LHAHATHBIA METOX I/ ONpeleeHHsd cMe-
celf rugpasunda ¢ 1,1-AUMeTHATHAPA3HHOM H MOHOMETHJTHApasuHoM. Metog
OCHOBAH Ha pa3J/IMUHH B CKOPOCTSIX PeaKIHH MeXAY U30LMHAHATOM M COOTBET-
CTBYIOIUMH THApDa3HHAMH B pacTBOope 6e3BOAHOH YKCYCHOH KHCJOTBI, CKO-
POCTb peakuuyn yOuBaeT B psily: MAPA3HMH>>MOHO3aMeleHHbIA THAPA3HH >
> nu3aMenieHHBl THAPa3uH. B KadecTBe TUTPAaHTA HCHOJb30BaJIH CIHHPTO-
poit pacteop HCI; Tounocts merozna 0,1—0,5%. Has onpenenennst N,N’-nua-
UHATHAPA3HHOB IPeAJ0OKEH MeTO/ IPSIMOro HeBOXHOIO THTpoBaHHusa B [JJMOA
CHJIBHBIMH OCHOBaHUSIMH *°. B KadecTBe THTPAHTOB MPHUMEHSJIH THAPOOKHCH
TeTpalbyTHJIaMMOHHS HJIH TpeT-OyTHJAATKAJN|sl B IIPUCYTCTBUH 2-HHUTDPOD CHHII-
aMHHa Kak HHAHKaTopa.

Henapno *" nais onpeAeneHus THADa3HHA, (QeHUIrHAPAa3nuHa, n-HUTPOGEHS-
rujpasuHa, ceMukap6asujia U THAPA3UAa H30HHKOTHHOBOM KHCJOTHI HCIOJb-
3oBano turpoanHe pacTtsopoM IClI B 5 N HCI; oxkucienne uper Bo Bcex
cayyasx OBICTPO M KoJHuecTBeHHO. OmHcan®® MeTON aMIOepOMeTPHUYECKOro
THTPOBAHHS JJIS ONPCHEJCHUS HEKOTODBIX MOHO- M JM3aMelleHHBIX THipa-
3HHOB pacTBOpoM nepmaHranata npu pH 6—7. OTHOCHTe/IbHAS CPERHEKBA-
paTtuunas owmndKa H3 10 mapaJienpHelx onbiToB coctasiaser 3%. Bmocaen-
CTBHH aBTOpPBl paboThl *® yCOBEPLIEHCTBOBAJM 3TOT METOJ, MCIIOJb30BAB B
KauecTBe Ccpejbl BOJHO-AllETOHOBHIA PacTBOpP, B KOTOPOM 3HAUEHUS] NOTEH-
I[HAJIOB HauaJa OKHCJEHHS THApPAsHHA H IUMeTH/rHApasuHa Ha Pt-anome
pesko orTanualorcs. B ocHOBe MeXxaHH3Ma peakUUH JEXKHT pasjHule B CKO-
POCTSIX OKHCJIEHHS IepMaHraHaTOM KaJusl NPOJAYKTOB B3aHMOJEHCTBUS THJ-
pasHHa U AMMETHJTHIAPAa3HHa ¢ aleToHoM B npucyrctsud Na,P,O,. B kaye-
CTBE OKHCJIUTEJS NPU ONpejeJeHHH THAPA3UHOB MOXKHO IIPUMEHATh pacTBOP
buxpomarta Kaaus; touHocts meroaa 0,5% .
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B) Omnpenesenue aMHAOB U HHTPHJIOB

OmnpenesneHuio aMHIOB H HHTPHJIOB IIOCBsiLeH 0030p *, B KOTOpoM pac-
CMOTpEeHb B O0CYKJeHbl OCHOBHblE METOAbl ONpeJeseHHsT aMHJ0B: THAPOJIN3
(11es0YHOMN, KHCJOTHBIH, KaTaJIMTHUECKHH), NOTEHUHOMETPHUYECCKOe H amIle-
poMeTpHuecKoe THTpoBauHe, BoccTaHopjenue LiAlH,, xonopumerpns. Ias
HUTPHJIOB NOKa HeT crneuH(pHUecKHX METOJ0B aHa/HM3a, UYTO BechMa 3aTpyl-
HSIET HX XHMHYECKHH aHa/JH3 B CMeCH ¢ a30TCOJEDIKAIIUMH COeIHHEHHSIMH.
Peaxiiist OMBIJIEHHST HA€T XOPOILIHE Pe3yJ/bTaThl TONBKO JJIs NePBHYHBIX aJlH-
daTiyecKUX HHTPUJIOB. B mocaennee BpeMs MOSBHJIHChL COOGIIEHHS O HOBHIX
MeTOfax OIpeleseHHs] 3TOTO KJiacca OPraHMYeCKHX COeJHMHCHMH, KOTOpBIe
noApoGHO paccMOTpeHH B ri1ase IV,

r) OnpezfeneHre OKCHMOB H HX IIPOH3BOJHBIX

OcHOBHBIE METOJBI OlIpeJeJcHHS 3TOr0 Kjaacca COeAHHEHHH Ipeicras.e-
Hbl B MoHorpaduu . ITocsnequue paborst °* ** NOCBSMEHBl NOTEHIHOMETPHYE-
CKOMY HEBOJHOMY THTPOBAHHIO MOHO-, JHOKCHMOB ¥ 6€H30THAPOKCAMOBBIX
kucjor 0,1 N pacTBopoM THAPOOKHCH TeTpabyTH/JaMMOHHs. Bo Bcex ciy-
yasX [OJAydajd YeTKYI0 KOHEUHYI0 TOYKY THTDOBaHHs, COOTBETCTBYIOLIYIO
OJITHOMY MOJIIO OCHOBAHHS JIs OJLHOro MoJs okcuma. B paborax ** ** o6cyx-
Jaercsi BAHSHHAE PACTBOPUTEJSI Ha H3MEHEHHE NOTEHLHAJAd B KOHEUHOH TOUKe
tutpoBanus. [lomeiTka ** MOAMGHIMPOBATL HOAOMETPHYECKHE METOXL OHpe-
JleJleHHst THAPOKcHIaMuHOB (Meron bsoma) okasanach 6e3ycmentnoii; aBTo-
pBl JIeTaJbHO H3Y4YUJH DeaKUMIO H NPEeJJOXKHIH MeXaHH3M DeaKUHH OKHC-
JIeHHs:

RCH2NHOH L RCH=NOH
RCH=N—OH — RCHO -+ NH,OH
NH

B cjayvyae NPOH3BOJHBIX THAPOKCHJIAMHHA KOJHYECTBO oﬁpasylomeroc;i HUT-
pPHTa 3aBHCHT OT CKOPOCTH THAPOJIH3A IIPOMEXKYTOUHOIO OKCHMA; eCJau Ipo-
mecc MeﬂHEHHbIﬁ, TO KOJHUYECTBEHHOE OIpeAcJCHHE HUTPHTA 3aTPYAHHTE/b-
HO. HOSTOMY 3TOT METOJ MOXKeT OBLITh HCIIOJb30BAaH TOJBKO /51 KaYeCTBEH-
HOTO aHaJIHh3a.

A) OmnpepesieHHe HUTPO-, HATPO30- U HHTPO3aMHHOB

Hurpo- n HHTpO3OCOEHHEHHS] B apPOMATHYECKHX COEIMHEHHSX onpeje-
JISIIOT BOCCTAHOBJIeHHEeM JHO0 ¢ moMmolbio Fe*r B KPICJIOH HJIM 1IeJOYHOH cpe-
ae %, nu6o u36BITKOM pacTBOpa xJopuaa THTaHa *’. B* npenjomen uure-
pecm;m METOJ aKBaMETPHUECKOro ONpeJeJeHHsT HUTPOCOeJHHEHHHA, OCHOBAH-
HBEIH Ha peaKIMH BOCCTAHOBJIEHHS HUTpocoeanHeHHH mox peiictsueM SnCl, B
6espogaoit CH;COOH o aMHHa H BOABI H TOCJEAYIOUIEM ONpPEIESCHHH BhI-

IeJUBLIEHCS BOJBI PE€aKTHBOM CDHmepa:

RNO, - 35nCl, 4+ 6HCI — RNH, +3SnCl, -+ 2H,0

H36niTox SnCl, orTuTpoBasu 6e3BoAHBIM pacTBopom Hoga B JIM®PA. Takum
o6pasoM, comepxanne NO,-Tpynnbsl ONpemessidi OLHOBPEMEHHO MOTEHLHO-
METPHYECKH M aKBaMeTpHuecKH. KOHEUHYIO TOUKYy THTPOBaHHS B O0OHX CJay-
yasiX YCTaHaBJIUBAJH OHAMIIEPOMETPHUECKH, HCIOJb3Ys cucreMmy L=2I;
TOYHOCTE Metoga 0,5%.
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Jst onpeneneHuss HATPOTPYNI B (PeHOJAX MPEJONKHIH HCIOJb30BATH
AByokuch THOMoueBuHbl (A TM)*., CymHocTh MeTOZa 3aKJIKUAETCS] B KOJH-
YeCTBEHHOM BOCCTA2HOBJEHHH HHTPOTPYII O AMHUHOTPYIIIBL:

H,N _ _— H,N -
Ne_ 7 N\ _ 3 T N\¢c_go- _ 77N _
3H2N/c SOy + HO—/  3—NO,+H,0 3, 00505 +HO= NH,

2

Ofpasyomuecss aMHHO(DEHOJB Onpelesiau cnekTpodoToMerpudecku. ITox-
poOHO ¢ MeToZaMHU OTpefesieHHss HHTPO30AMHHOB MOXKHO MO3HAaKOMHThCS B
o63opax*:*’ rige paccMOTpPeHB XHMHYeCKHe CBOHCTBA, OHOJOrHuYecKas
aKTHBHOCTb H METOJABl aHa/Hu3a 3TOro Kjaacca coeiuHeHHNl. UyBCTBHTE/bHBIN
MeTOoJ JJIl ONpefeseHHs] HHTPO30AMHHOB 3aKJIOYaeTcsi B HX BOCCTaHOBJIe-
Hun jefictBueM LiAlH, no ruapasHHoB M KOHAeHcalHeH IOCJAEAHHX C
9-anTpanapAeruioM uian 9-peHaHTpaJbJerHaoM, UTO HPUBOAUT K o0OpasoBa-
HHUIO CHJBHO (JIIOPECUUPYIOMIMX THAPA30HOB. I'MApa3OHBI IOCJE MX BBLIE-
JIEHUS] HIAeHTHOHIHUPYIOT CNEKTPOPOTOMETPHUECKH HJH MO Macc-clleKTpaMm .
Cueyer ynoMsiHyThb TaK:Ke O HOBOM HHTEDECHOM peareHTe, HCIIO0/Ib3yeMOM
JUIS OTpeleseHusl PasjiMIHBIX QYHKIHOHAJBHBIX a30TCOMLEpIKAIIUX TPYII —
1-x710p-3-3THI-IeHTeH- 1 -1H-4-0.1-3 (Placidyl)*. DToT peareHt B pa3JIMYHBIX
pacteopurensix (C,H;OH, CHCI,;, CCI;CCl;) Moxer OBITH TECTOM Ha MO-
YEBHHBI, TePBUYHLIE apOMaTHUECKHe aMHHBI, CUM-AJKHJATHAPA3HHEL U IIPOH3-
BOZHBIE HHA0J1A.

e) OnpeneneHne THOJIOB

OnnuM 13 Haubojee 4acTO NPUMEHSIEMBIX METOJLOB ONpeleJeHUs] THOJMOB
sIBJIsIeTCsl OKHUCNUTeNbHAas TUTpHUMeTpHd. HMcnosb3dyerca nmpsimoe u oGpaTHoe
THTPOBaHHE HOJOM C BH3YaJbHOH HJ/IH INOTEHUHOMETPHUECKOH HHAMKAIHel
KOHEUHOH TOYKH THTPOBaHHA “*~**. MexaHHM3M peaKIHH OKHCJEHHS THOJOB 10
AUCYNbGHA0B JeTaJbHO H3YUeH CPaBHHTEJbHO HeLaBHO*® # MoxXeT ObITh
IpeCTaBJeH caefyolel cXeMo:

9RSH +2H,0 = RSSR ~-2H,0 +2¢-
2e” + (12)aq Z 21~
9RSH + (1), +2H,0 == RSSR 21~ +2H,0*

B Ge3sBoano# cpele peakUus IPOXOLHT HEIIONHOCTBbIO BCJAEACTBHE HAYILETO
B 00paTHOM HAIpaBJeHHH Ipolecca IPOTONH3a:

2H;L O 21~ 2 2HI +4-2H,0

IIpu srom npeoGiazaer BoccTaHoBUTenbHOe AefictBue HI. B cayuae rper-
GyTHIMEpKAITaHa peaKIus HAeT JO CyJ/b(eHHInoaAnuaA:

RyCSH -+ I, = RyCSI + HI
ITo6ounylo peaknuio:
R4CSI + RSH 2 R,CSSR + HI

nonaBasioT HuTpatom cBuHLa (II), xotopnit o6pasyer MepKanTH[ CBHHIA,
a 3aTeM HOJAHJ CBHHIA;
(RS), Pb + I, = RSSR - Pbl,

B paGore“® mokasaHo, UTO EMeeTCsl TeHAeHIHMs K JaJibHefleMy OKHCJICHHIO
J0 Gojiee BBICOKHX CTelleHeH OKHCJIEHHS Cephl, MO3TOMY BO3MOXKHBI OIIHOKH
TIpH OUpeJieNIeHHH HEKOTOPHBIX THOJIOB.
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Hapsny c uonoM mpuMeHsoT 6poM HJHM pacTBOp OGpoMuza-Opomara **—*.
Ounu asisoTcs 60Jee CHIBHBIMH OKHCJHTE/SIMH, Y€M HOH, W VBEJHUHBAIOT
CTeleHb OKHCJeHust Aucyabdua. Ilpennoxkensoe panee THTpOBaHHE GPOMUL-
6poMaToM AJsi OIpefeseHusi CyNbOHAOB H JUCYIbOHAOB B Cpele YKCYCHOH
KHCJIOTH HCIIO/Ib30BAJM TIPH ONpedeseHHH THOJNOB C INOTEeHIHOMEeTPHYEeCKOH:
HHAHKanueld KOHeYHOM TOYKH THTPOBaHHA ¢ NoMomblo Pt- mau rpadurosoro
3sekTpojioB . CkauyoK MOTeHIHAajJa COOTBETCTBYET MNPOTEKAaHHIO pPeaKIHH:

RSH --3Bry 4-7H,0 = RSO,Br --5H,0 5B~

OkuciieHHe apoMaTHUeCKHX THOJIOB NMPOXOAHMT KOJHYECTBEHHO IO CYJbdo-
HUAGpOMHLA, a A adudaTHUeCKUX THOJIOB peaklus uuer ¢ TpyraoMm. Uys-
CTBUTEJBHOCTh MeTona — 5,10 moas/a Taona. IlomuMO crucTeMBl GpOMHA—
6pomart, B pabore *’ nccaenosanach cucrema Pb(CH,COO),/Pb(CH,;COO),,
KOTOpast HMeeT ewe GoJiee BBICOKHE CTaHZapTHBIH MOTEHUHAJ OKHCJEHHS,
OJIHAKO OKHCJEeHHS THOJa B cyabdoxucaory B 6espognoit CH,COOH He na-
6a01an0ch. [IpuunHO# 9TOTrO, BEPOSITHO, SIBJSETCS COJNBBOJNS, NPOTEKAIOUIHA
B 3TOH cpefie. FIMeeT MeCTO TOJIBKO NpEBpPalllCHHUE:

9RSH 4 (CH,COO0), Pb = RSSR - (CH,COO), Pb -+2CH,COOH

STa peaKUHs HCIOJb3YeTCAd KaK NPH NMOTEHHHOMETPHYECKOM, TaK M IPH BH-
3yaJbHOM THTPOBAHHH C HHAMKATOPOM, JAJs OINpefeseHHs MepBHYHBIX asH-
(aTHYECKHX THOJOB C IJHMHHOH LENbI0, apOMaTHYECKHX H TeTepOLHKJuYe-
CKHX THOJIOB *,

AsTOpH paboT®? HCNMONB30BAJH JAJs1 KOJHIECTBEHHOTO ONpeleseHnus nep-
BHYHBLIX ¥ BTOPHYHBIX THOJIOB IepHOAAT KaJHs HJH HATPHSA B pa3baBieHHON
ceproil kucaore. Onpefe/eHHI0 MeWaloT THOKADOOHHJIbHBIE COCAHHCHHS B
cy/nbhonHaHaMUI-HOHE. ITy 3Ke MeTOAMKY NMPHMEHMIH ** Ans onpeleeHust:
2-MepKaNTOMHPUMHAHHOB THHA:

CH, CH,
AN

R=H, CH,, #-C,H,, uso-C;H,, CgHs,
3-NO,CeH,, 2-NO,-4-CHyCsH,.

OznnHuM H3 HanboJee CTApbIX METOJOB OTpe/ejeHHs] THOMOB SIBJSETCH HX
okucinenre coaamu Meau (II). B macrosiliee BpeMs 3Ty peaKUHIO OGBIYHO
nposogaTr B JJM®A ¢ noTennmuoMeTpHUecKOH HHAMKanueH KOHEUHOH TOUKH
THTPOBAHHUS, UCIOJIB3YS MJATHHOBBIA rpadUTOBBLIE HMJIH MEAHBIH 9JeKTpo-
bl %, Oxucaenue tHOJOB ¢Gepponvanugom kanus KgFe(CN), nporekaer
KOJIHUYECTBEHHO TOJBLKO B ILIEJIOYHOM cpefe** **) HO TaK KakK IpH 3TOM Ha BO3-
JIyXe OKHCJEHHE THOJIOB YCKODSETCs, ONpeleNeHHe cJefyeT NPOBOIHTbL B
aTMoc(epe HHEPTHOro rasa; npu oOpaTHOM THTPOBAHMHU CJeAyeT IPHMEHSITh
aCKOpOHMHOBYIO KHCJIOTY AJst BoccTaHOBJeHHs1 H36uTKa [Fe (CN)4~-. Tounocts
sToro merona 1,6%.

JloBONBHO yacTO AJsI OlpefeseHHs THOJOB HCIOJB3YIOT XJOPUALI H Gpo-
MHJH MOIA M IHAHUAB HOJa H O6poMa **~*%, MeToJ OCHOBAH Ha OKHCJEHHH
THOJIOB 10 JUCYJIb(ULOB:

2RSH + IX > RSSR + HI 4 HX,
X =Cl, Br, CN.
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Peakuuro npoBogsT B BOAHOH uJaH B 0e3BOAHON cpeflle C MOTEHIIHOMETpHUe-
CKOW WJA¥ BU3yaJsbHOH HHAUKaLMeH TOYKH 3KBHBaJjJeHTHOCTH. Heckonnko
HEYCTOHYUBHIE pe3yabTaThl, NOJAyYaeMble IpH HCHO/JAb30BAHHH LHAHHAA
Hoxa®, ces3aHbl ¢ 06pa30oBaHHEM HOAHCTOr0 BOJOPOAA, KOTODPHIH SBJsETCS
CHJIbHBLIM BOCCTaHOBHTeJNeM. BiusgHHe ero ycrpaHsercs nob6aBiaeHueM OeH-
3oJia, nockoankKy HI pacreopum B BOZE, a THOJB -—B Oensose. llnanuaw
6poMa ynobHee NUAHMIOB HMOAA, TaK Kak HBr Gosee caabblll BOCCTAaHOBH-
Tesb. Tounocts Meroxa 0,259%. Omnpenpenenuio MelwamoT THOKapOOHHJBHBIC
COeIHHEHHS, CYJIbQHAH, cyabpounaHu-Housl. Henasuo Ha#ifeno®, 410 B
NPHCYTCTBUN YKCYCHON KHCJIOTHI THOJIBI JIETKO H KOJHUECTBEHHO OKHCJISIIOTCS
B aucyabduasl N-6pomcykuuaEMuLoM, OLHAKO 3TOT MCTOX HeynoOeH BCaen-
‘CTBHE HHM3KOH pacTBOPHUMOCTH N-ODOMCYKUHHHUMHIA B BOJLE U H3MEHEHHEM
€r0 pacTBOPOB CO BpeMEHEM.

Psip MeTon0B onpejiesienusi THOJIOB OCHOBaH Ha 0Opa30BaHMHM HepacTBO-
PHMBIX HJIH HEJHCCOUMMPYIONIUX MEPKANTHAOB. DTO MpEeXK]e BCEr0 peakKuuH
¢ MOHaMu cepebpa H pTyTH. Panee coau cepefpa uacTo HCNOJbL30BAJH A/ .
onpefeneHHs THOJIOB IIPH aMIIEPOMETPHUECKOM THTPOBAHHH®, HO B CBA3H C
TPYZLHOCTbIO YCTAHOBJIEHUS! KOHEUHOW TOUYKH THTPOBaHUS Iepelllyd K TIOTeH-
LUOMETPUYECKOMY ONpelelleHHI0. 3a IocJae[HHe ToAbl paspaboTaHbl MeTO-
JUKH ONpeJeJeHHsT THOJNOB ¢ cepebpsiHbIME 3JeKTpofaMu °~%; B KauecTBe
THTPAHTOB HCIO/Ab3YIOT COMM PTYTH H HUTpaT cepebpa. Kpome couaell pryry,
YacTo NPUMEHSIOT PTYThOpraHHUECKHe COeLMHEeHHs, KoTophle Hosee usbupa-
TeJbHB! 10 OTHOIUEHHIO K TUOABHON rpymnme. Jas BU3yaabHOro NOTEHIHO-
METPHYECKOrO0 H aMIEPOMeTpPHUECKOr0 THTPOBAHHS THOJIOB INPEAJOKEHHI
n-j{UMeTHNaMHHODEHHAMEePKypaleTaT H n-AUITHIaMHHOQeEHHIMepKypale-
Tat * % (omubka metoga <1,5%).

Caenyer yHOMSIHYTh O KaueCTBEHHBIX TeCcTaxX Ha MepKanro-rpynny. Tax,
peakuus THOJOB ¢ 2,2/-nHTHO-Ouc- (5-HHTPONHPHAHUHOM) NPHBOJIHUT K NOSB-
JIEHHIO KeJITOH OKpackH, OGYCJOBJEHHON 06pa3soBaHHEM S-HHTPONHPHAMH-
THOHA-2 ¥, DTa peakuHs HCIOJb3yeTcs B OymaxHol xpomartorpadpuu u TCX
ILJs o6HapyXKeHHusd THOJOB. [Ipyrum 4yBcTBHTeNbHBIM TectoM Ha SH-rpynmy
spisercd peakuusi ¢ Hg(CN), %, koTtopasg IPHBOAMT K 06pasOBaHHIO Mep-
kantuga prytd 1 HCN. Broigenenne mocsaefnero Moxer ObITh OGHApyKeHO
HO NMOCHHEHHIO (GUILTPOBAJBHON 6yMard ¢ pacTBOPOM TETPAOCHOBAHUS HJIH
aTHJAANeTaTa MeAd B Xxjopodopme. MUHHMANbHBIE KOJHYECTBA THOJOB, KO-
TOpble MOXKHO ONpeAeTIATh,— 1—5 mxe.

k) Onpenenedue cyJb(HIOB H ARCYIb()ULOB

OcHoBHBIE MeTOABI ONpeJeleHHs CYJb(HAOB U AUCYILPHAOR HOCTATOU-
HO TOJHO OTpaxKeHw B MoOHorpapuu' M MaTepmaJjax KoHgpepeHnuii®® 3a
IOCJIeAHNE IOLBI BBIULJIO MaJo paboT MO aHaJdH3y 3TOTO KJacca COoeNUHeHuH.
Tak, ans anammusa 6uc-(2-kap6okcHbeHHIAHCYAbGHAA) TPENJIOKEH METO[
KHCJIOTHO-OCHOBHOTO IOTEHIIHOMETPHUECKOTO THTPOBAHHSI THAPOOKHCHIO HAT-
pug B JMOA®. [Ina pasaenpHOro ONpeleseHHs THOJOB H NHCYJAbQHIOB B
CMECH HCHOJb30BaJH METOJ IOTCHIHOMETPHYECKOTO THTPOBAHHA (C Cyab-
buicepe6psIHLIM 3J1€KTPOAOM) coassMu cepebpa ‘. CHavasa OTTHTPOBBIBAIOT
THOJI, a 3aTeM A00aBJAIOT CyJAb(MHT HATPHS, PearHpyOUUi ¢ JHCYAbPHIOM
1O pearuuu:;

RSSR + SO~ —> RS~ 4 RSSO;

H THTDYIOT BBLIENUBIIHIACH MepPKalTaH coJasaMu cepebpa. Hacto aucynabdun-
HYIO TpyNIy BOCCTAHABJHBAIOT 10O MePKAITO-IPYNIbl U NPUMEHSAIOT AJS aHa-
JIN3a BCe MeTOALI ONpeleseHHus THOJOB. JlJisi BOCCTAHOBJIEHHS AHCYIb(UAOB
NpelJoXKeno 6GoJblloe 4ucao peareHToB ' ™, 0IHAKO HW OJAUH H3 HHX HE
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SBJISI€TCS VHHBepca bHbIM. Hansiydmne pe3yabTaTsl HOAYUYEHB IPH HCNOJb-
3oBauuu pacrBopa LiAlH, B TT®.

Bponckuii * npeasoxua HOBHIH peareHT — HAaTpuil ajioMuHUE-6uc- (2-Me-
TokcusToKeH) ruapun (70%-Hbli pacTBOp B GeH30e):

NaAIH, (OCH,CH,OCH,) -- RSSR ~> NaAl (SR), (OCH,CH,OCH,) + H,

[Tpu passokeHuu BOJOH HOJIYUAIOTCH THOJBI, CEPOBOJOPOJA, FHAPOOKHCH HAT-
pHA, THAPOOKHCH AJIOMHHHA H o-METOKCH3TaHoJ. MeTox npHMeHHM [Jis
anudaTHIECKHX H apOMAaTHYeCKHX JHUCYAbGUA0B; TouHOCTb 5Y%. Hame aas
olpefeneHust CYJIbQUIOB H AUCYNBOUIOB NPUMEHSIOT MeTOLH, OCHOBAHHEIE
Ha HX OKHCJEeHHM NepHOJAaTOM B COOTBETCTBYIOIIHe cyabdorcuasr™. B7™
NpeAJoXKeH B KayeCTBe OKHCIHTeNAst PacTBOp (QeHHAHOa30alerata B pasbas-
JICHHOH YKCYCHOH KHCJIOTE:

RSSR --4Phl (OCOCH,), -+-4H,0 — RSO,SO,R --4Phl --8CH,CO0H

H36uiTok hennanonasoaneraTa BOCCTAHABJHWBAIOT acKOPOHHOBON KHCJIOTOH
H THTPYIOT PacTBOPOM HOZA. DTOT MeTOJ MOKeT ObITh NpHMeHeH TakKkKe JAJ
aHaJH3a CMeCH THOJOB, CYyAbPHAOB U JAHCYJIb(HAOB; MEeTOX TOYHBIH, 6blCT-
PHIH, He Tpe6yeT CIeNHaJbHEIX YCJIOBHH NPOBEJeHHUS.

3) Onpenenenue cyab(OKUCIIOT, CYIb(QUHOBLIX KUCJIOT,
THOMOYEBHH, JHTHOKapGaMaToB

OCHOBHBIM METOJOM aHaJH3a CYJIbGOKHUCIOT SBJSETCS aJKaJUMETPHS.
B mocnegnue rofbl no 3TOMYy MeToJy B OCHOBHOM IIPOBOJHJICH 4HANH3 TeX-
HHYECKHX NPOAYKTOB H OllpelefieHHe cMecell H3OMEPHBIX CYJab(OKHCIOT.
Tak, B™ NIpeAnpHHATA MONMBITKA Pas3iebHOr0 ONpeNeNeHHs O- U A-TOJYOJl-
CyJIb(POKHCIOT METOLOM BBICOKOUACTOTHOTO TUTPOBAHUS B HEBOIHBIX Cpelax.
Kpemwkos u cotp.™ paspaboranu merosn nud¢epeHIYPOBAHHOIO THTPOBAHHSA
(¢ momompio KOH) npu ompefgeqeHuH cMmecH aMHHOGeH30CYJIb(OKHUCIIOT,
TounocTh Meroia 2—69%. Hekoropre 3aMeleHHbie apoMaTHiecKue CyJb(po-
KHCJIOTBl OHpPeLeNsIOT NOTEHIHOMETPHYECKHM THTPOBAHHEM METHJIATOM HaT-
pHSl B NHpHAHHe HJM alleToHe'®, OJHAKO TOYHOCTh HeBHlcoKa. [Ipm ompene-
JIeHUH CMeCH H30MepHBIX CyJbGOKHCJIOT YaCTO HPHMEHSIOT MpefBapHTENb-
HOe pa3AesieHHe MX Ha KOJIOHKe ¢ KATHOHHTAaMHM''; TO4HOCTb MeToxa 19%.
Cneumpnqecxnﬁ MeTon "® ompefeseHusl o- CYﬂb¢)0Kap60HOBbIX KHCJIOT OCHO-
BaH Ha HUX CBOHCTBE JIENKO 3aMBIKATh IIECTHUJEGHHBIH NHUKJ C HOHAaMH Lie-
JIOUHO3eMEJILHBIX METAJJIOB, B YACTHOCTH C HOHOM GapHsi:

COOH /COOH

R—CH -+ BaCl, - R—CH Ba 4- HC!I 4- KCl
\5031( \503

Takum o6pasoM, ompefesnenne a-cyabHokapOOHOBLIX KHCJIOT MOKHO CBECTH
K ONPCAENCHHIO COJITHOH KHCJOTEL THTpOBaHHE BEAYT B Cpele BOZA — H30-
nponuoBbiii cupT (1:1) CHALHBIMHE OCHOBAHUSMH.

HogomeTpHueckoe THTPOBaHHE HCIOJb30BAHO AJs aHaJH3a n-aMHIUH-
Meracyibponara HaTpus . Meron *> ¥ KOJNMUECTBEHHOrO ONpPEE/IEHHS CYJlb-
(PHMHOBHIX KHCJIOT OCHOBAH HA peaKIHH C a30THCTOH KHCJIOTOM:

2RSO,H - HONO —> (RSO,); NOH -+ H,0

Peaknuio mpoBOAST B CHJILHOKHCJOH cpejie; KOHEYHYIO TOYKY THTPOBAHHS
YCTAaHaBJHMBAIOT NOTEHUHOMETPHYECKH HJM aMIEpOMETPHYECKH; TOUHOCTh
Merona 0,89%.
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TuoMo4eBHHA M ee NPOM3BOJHBIE XOPOUIO ONpPeReasloTcs MeTOAOM OKHC-
auTenbpHOA TuTpuMerpun. Onmucan Meroj ® onpefeneHHs] THOMOUEBHHBI NpS-
MbIM THTpoBaHHeM ee KMnO, B cpene cepHONt KHCIOTHI; KOHeYHasl TOYKA
THTPOBaHUS UYeTKas U crabuiabHasg. KoJsuuecTBeHHOE OKHCJIEHHE THOMOYEBH-
HBL 10 cyJbdara MoxKeT ObITh IIPOBEACHO OMXPOMATOM KaJiHs B CEPHOH KHC-
aote®. HM36biTOK GuxpoMaTa OTTHTPOBLIBAKIOT (eppoaMMOHHHACYAbDATOM;
cJleflyeT OTMETHTb, YTO B 3THUX YCJOBHUSIX IIDOHCXOAHUT TaKXKe OKHCJEeHHe H
THOIMAHaToOB;, TouHocTh Mertoga 0,5%. B nanbHefinmieM O6bl10 MOKa3aHo ®,
4TO NpHcyTcTBHE HOHOB Meau (1) sHauuresnHO ycKopseT peakuHio. Hegas-
HO B KauecTBe OKHCJHTeJSeH THOMOUEBHHBl TIPEAJNOXKHUJIH HCIONb30BaTh
N-6pomcyknuHuMEuL *> % (peakmyuio HPOBOAAT B NPHCYTCTBHH OHKapOoHaTa
HaTpus):

0 0
cH,—cd cHy—cZ
4 ] © " NBr -+ NH,CSNH, +6NaHCO, - 4 | ON—H + NayS0, +7C0, +
CH,—G CH,—C
o o

-+4NaBr 42NH,

u N-xsopaneramMua® (A NOTEHUHOMETPHUECKOTO H BH3YaJbHOrO TUTPO-
BaHHUs):

2RNH—C=NH + CH;CONHC! — RHN—C—S—S—C—NHR - CH;CONH, -}- HC]
| i I
SH NH NH

R=H, Alk, Ar.

JLaA OKHCJAeHHs] THOMOUEBHHBL 10 AHCYJAb(ULA ¢ yCIEXOM NPHMEHSIOT HOAAT
kKanus ™ *. OfMH H3 CTapblX MeTOJOB OKHCJEHHS THOMOUEBHHEI 3aKJ04aer-
cA B THTPOBAaHHH ee coJsAMH cepefpa B aMMHAuYHON cpele B NPHCYTCTBHH
autusona ¥. I1oT cnocob NPHUMEHSIOT TaK:Ke AJisl COBMECTHOTO OIpeleseHH s
THOMOYEBHH M THOIHaHaTOB®’. Croco6HOCTh THOMOUEBHHE 06pa3o0BEIBATH
YCTOHUHBBEIE HEPACTBOPHMBIE COENHMHEHHs C HOHaAMH cepebpa HCIOJIbL30OBaHA
IOPH CO3JdHHH FajoreHHacepe6psIHBIX MeMOPaHHBIX 3JeKTPOJOB, KOTOpHIE
NPHMEHAIOT JJA8 NOTEHHIHOMETPHUeCKOr'0 OIpeleseHHs] THOMOUEBHHEI °! %2,

B cBsi3u ¢ GosIbILHM NpaKTHYeCKMM 3HaueHHeM AHTHOKapOamaToB (Kak
(GyHTHHUIOB) CpaBHMTEJbHO HEeAaBHO NOABHJCH 0630p XoJsca®’, KOTOpLIH
COLEPKHUT aHAJHU3 OCHOBHLIX METOJOB ONpEIENeHHS 3TOTO Kjacca COefuHe-
Hufi. DOJBUIHHCTBO METOMOB OCHOBAHO Ha pPAa3JIOXkKEHUU AUTHOKAp6aMaToB
B KHCJIOI cpelle H onpelesaeHHH cepoyraepofa. O6cyxIeHbl TaKkKe OKUCJIH-
TeJbHble MeTOIbl ONpefenenusd. [lpensoxkeno® omnpenesenne HepacTBOpH-
MBIX B BOJIE JH3THILHTHOKApOAaMAaTOB ABYXBaJEHTHHIX HOHOB PTYTH, CBHHIA,
KaJIMusl H IHHKA THTPOBaHHEM PacTBOPOM HOJA B XI0pothopMe:

—S C.Hp CyHj CyHs
M| NC—N ] Fl— o AN—C—§—S—C—N¢ T 4 MI
[—s/ ¢ * e HY I N\ :

2Hs CaHp

|
S

KoHeuHy0 TOYKYy OIpemessioT BH3yaJbHO HJH CIEKTPO(OTOMETPHUYECKH.
B kauecTBe OKHCJHTeNeH JJA JHTHOKap6aMaTOB HCIONb3YIOT TAaKXKe XJOPHI
Hoxa ®® W nuMaHuAel Hoja u Gpoma®®; touHocTh Meroxa 0,5%. B paGote**
Hceaenosano BausiHue pH cpenbl, npupoibl pacTBOpHTENell M NMOCTOPOHHUX
HoHOB. IlpeaJsoKeHEl METOAB ONpelesNeHHsT JUTHOKap0aMaTOB IPU MOMOLILH
HOJHO-a3HAHOH peakUMH®’ H MOTEHIHMOMEeTPHUYECKOr0 THTPOBAHHMA XJOPHOH
KHCJI0TOl B Oe3BojHOl cpele®®, PaspaGoran Mero[ *® MpsiMOTO THTPOBaHHS
JHaJKUI- B AHaPHIAAMTHODOC(HHUTOB AMMETHJ- H AHITHIaMHHO(EHHIMEpKY-

11 Ycnexu xumuu, Ne 10
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paueratoM. CuaenyeT OTMEeTHTb palboTHl ™ '%, B KOTOPHIX NPENJONKEH METOXR
KyJIOHOMETPHYECKOTO aHaJu3a TeXHMYeckofi cMecH Cy/Ab(PeHaMUAOB H AH-
6eH3THA30/HJICYAb(hAa, OCHOBAHHBIA HA OKHCJICHHH PacTBOPOB B YKCYCHOH
kucaoTe GpomoM. PasmenbHoe ompelesnenHe B CMECH OCHOBAaHO Ha pasjud-
HOM paCTBOPHMOCTH KOMIIOHEHTOB CMeCH B OpPraHHuecKOM PacTBOPHTeNE.

2. TuTrpoBaHue C npeiBapuTeJbHbIM NPOBEJEHHEM
XUMHYECKHX peaKuHi

~a) OnpexgeneHue a30TCOAEPIKAIHUX OPraHHYECCKUX COCAMHEHHUN

PacnpocTpaneHHBIM MeTOLOM ONpefeJeHHA TPETHYHBIX aMHHOB B IpH-
CYTCTBHH BTODHYHBIX H IEDBHYHBIX SIBJSETCS THTPOBAHHE B JeAAHOH YKCycC-
HOH KHCJIOTe PACTBOPOM XJIOPHOH KHCJOTH HOCJE NPEABAPHTENbHOTO alUJ/IH-
pOBaHHs YKCycHBI aHrHApHIOM '*'. OZHAKO KOJHYeCTBEHHOE alHJIHpOBaHHe
HEKOTOPBHIX AMHHOB YKCYCHBIM aHTHAPHIOM TpeOyeT 3KecTKHX VYCJIOBHH.
ApTopH! '** NpeNJOXKHUIM HCNONB30BATb B KaueCTBe AaUMJIHPYIOUIEro areHta
TpHGTOPYKCYCHEI aHTUAPHA. Peakuus anuaupoOBaHHs HAET IPH KOMHATHOH
remnepatype; omnoka 0,4%. B xauecTBe aumjMpyomero areHra ¢ yclnexom
MOKeT OLITH IPUMEHEH H3OMpONeHusaneratT **®, no cBoell auIupyonel cno-
COGHOCTH OH NPEBOCXOAHT KeTeH M YKCYCHBIH aHTHAPHI M NpeACTaBJseT HH-
Tepec AJs AUHJTUPOBAHUS JIETKO €HOJIM3UDPYIOUIMXCA COEIMHEHHH; TOUHOCTDb
meroja 0,1—0,4%. IIpu HoOMEeTpUYECKOM ONpe/eleHHH aMHHOB 4acTO MHpH-
MEHSIIOT KOMIIEKCHBIH peaKTHB — opManbierna — GHCYAbGHT  HATpHA
194~-106  ROTOPHIl pearupyer ¢ aMHHOTPYIIIOH ¢ 00pa3oBaHHEM MeTaHCYabho-
HATOB; INOCJeIHHe THTPYIOT PacTBOPOM HOJa B BOZHOKHCJAOH cpefe. DTHM
METOJIOM ONpeAeNs]H aHHUJIHH H ero IPOH3BOAHBIE '**, TOJYHAMHBI U KCHJIU-
IHUHEL 1% ToynocTh MeToga 0,5%.

Jnsi onpeneneHHs NMepBHYHBIX M BTODHYHBEIX aMHHOB Oblla NpHMEHeHA
peakuus NUaHSTHIHPOBAHHSA '*'; aMHMHBI PearHPYIOT ¢ aKPUJIOHHTPHJIOM MO
YPaBHEHHIO:

RNH, - CHy=CHCN — RNHCH,CH,CN
RoNH -+ CH,=CHCN — R,NCH,CH,CN

Peakuusi yckopsiercst B IPHCYTCTBHH KaTaJu3aTopoB (BOAAa, KHCJAOTA) H AJS
GOJIbIIMHCTBA aMHUHOB NIPOXOAMT [pPH KOMHATHOH TemmepaTtype. HM36HTOK
aKPHJOHHTPHJIA OTTHTPOBRIBAETCA CYAbGHUTHEIM METOHLOM.

O6remnepanckas M coTp.'*® mJjs omperesncHHs alubaTHIECKHX H apoMa-
THYECKHX aMHHOB MDEAJOXKHUJIH HCIONb30BaTh 2,4-AMHUTPOGEH30/CYAbhe-
HUJIXJOPHA; KOTODPHIH B TedenHe 10—15 mun pearupyer ¢ aMHHOM B pacTBO-
pe 6ensona c obpasopanueM 50% amuga u 50% CcoJAHOKHUCAOH COJNIH aMHHA

NO, NO,
9RNH, + N02—-<:>——SCI > N02—< >\ —SNHR + RNH, - HCI

ITpuMenenne NHPHAMHA 3HAYHUTENIBHO YCKOPSIET PeaKUHIO U YJyyIllaeT BBHIXOL
nponykra. OnpefensiomuM GakTopoM B peaklUud siBaseTcsi 3HadeHHe pK,
aMHHa; HeoOXOAMMO OTMETHTb, YTO aMHHHI ¢ pK,>11 B peakuuio He BCTY-
naot’ (Iudennsamun); omubka <1%. Besencrsue nosbimennofi rHrpocko-
IDHYHOCTH PeareHTa aBTOPHl BIOCJAEACTBHH 3aMEHHJH ero 2-HHTPOGEH30JI-
cyabdennaponannom *°. Meron ! OCHOBaH Ha peaKUUM 3THX COeIMHEHH
B IPHCYTCTBHH HeGOJIBIIOrO KOJIHUECTBA LIEJI0YUH: ‘

M.
RNH, + NO,CyH,SSCN —2_, NO,C,H,SNHR -+ NaSCN + H;0
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HM36bITOK pearenra pas./araloT BOAHBIM pacTBopoM wiesoun. O6pasylouuiics
cyJb(peHHIaMUJ, pearupyer € COJISIHOH KHCJOTOH ¢ o06pa3oBaHHeM cyJbde-
HHJIXJIOPHAA, KOTODHI KOJHUECTBEHHO pearupyeT ¢ HOAHCTHIM KajaueMm ¢ 00-
Pa30BaHHEM HOJA:

NO,C4H,SNHR +2HCI — NO,C;H,SCl + RNH, - HC
2NO,CeH,SCl +2KI — (NO,CsH,S), -+ I, +2KCl

Bruigeasiomuiics HOX OTTHTPOBBLIBAIOT THOCY/b(MATOM HATpHSA; TOUHOCTH
~1%. [lpuMeHeHHe 3THX DeareHTOB B AHAJHTHUECKOH XHMHH JaeT psl
NPEHMYIECTB IO CPaBHEHHIO C METOAMKaMH, OCHOBAaHHBIMH Ha peaKIHH
alUJIHPOBAHU H KHCJOTHO-OCHOBHOM THTPOBAHHH.

KayecTBeHHO NepBUYHBIE H BTOPHUHbIE AMHHBI MOTYT OBITb ONpPEAEJeHb
peakuuef ¢ 1-(M30THOIMAHATOMETHJ) H3aTHHOM, TP KOTOPOH Jerko obpa-
3yIOTCH  KPHCTAJJIHYeCKHe NPOJAYKTHl — NPOH3BOJAHBIE MOUeBMHBL . B!
IPCAJNOXKHIN AJS1 ONpefeseHHss TEPBHYHBIX H BTOPHUYHLIX AMHHOB HCHOJb-
30BaTh (enususornonnanart. O6pasywupecs TPOU3BOAHbIE THOMOYEBHHBI
THTPYIOT HOJATOM KaJiHsl B KHCJIOH cpelie Npd KOMHATHOH TeMIepaType.

W3 TuTpUMeTpHYECKHX METOAOB aHaJjii3a aMHHOCOeAHHEeHHH, NpHMeHse-
MBIX B HAcCTOSIIEE BpPeMs, CJELyeT OTMETHTh THTPOBAHHE COJSIMH ABYXBa-
JeHTHBIX MertamioB (Cu®* u Mn?*). Hanpumep, B''? onpeleisiiy o-aMHHO-
KHCJIOTBl THTPOBAHHEM PACTBOPOM CyJbdara MelH; MaKcuMaJ/bHas OLIHOKa
0,3%. AHanH3 aMHHOMOAHKAPOOHOBBIX KHCJOT TNPOBOAST THTPOBAHHEM CO-
asMu Mn?*+ =18 Jlag onpeneseHdss MHKDOKOJHYECTB THAPA3HHOB H  €ro
coJieil IPEJIONKUIIN HCIOJb30BATh B KaUeCTBE OKHCJAIONIEro THTpaHTa pac-
TBOp N-XJOpCYKIHMHMMHUZLA '*® B IPHUCYTCTBHH MeTHJIOBOTO KPacHOTO KakK HH-
gukatopa. KoHeuHast TOUKa THTPOBAHHSA ONpeje/sieTcs 10 06ecHBEUHBAHHIO
HHAHKaTOpa. B 'Y A NOTeHUHOMETPUUECKOTrO aHaJIM3a HPOU3BOLHBLIX THJ-
pasuna ucrnoab3osaan 0,1 N pacrsop N-xjopameramujaa; omubka MeToAa
+0,8%. IlpreHnnomerpuueckoe OKHCJHTEJIbHOE THTPOBaHHE OKCHMOB IIpO-
BozsaT ¢ nomouipio K,Cu(HTeO,), **. Pearenr roroesit okucaennem Cu (II)
1o Cu (III) geiicreunem K,S,0; B pacrsope KOH 8 npucytereun K,Te,O; kax
KOMILTeKCOo06pa3oBaTes.

6) Onpenenenue cepycoiepxKauldx OPraHHYECKHX COEAHHECHHH

[Tpepnoxen pax MeTOLOB ONpeLeNeHHS THOJOB (EHHIHDOBAHHEM pas-
JUYHBIMH peareHTaMH. ABTOpPH ''* NIPeIJIOXKHAH HCHOJb30BaTh (HEHOTHA3HH-
oH-3 B 80%-HOfi yKCycHOH KucJaOTe AJ1s1 00paTHOrO THTPOBAHHS THOJIOB;
H30LITOK peareHTa OTTHTPOBBIBAIOT THOCY/Ib()ATOM HaTpHA. DTOT Ke pea-
TeHT NPHTOJEH AJs onpejeseHHs THOMOUYEBHHBI H THOceMHKap6asuxos. Tur-
poOBaHHEe THOJIOB 4,5-AHOPOMIOHPHAA30HOM-6 M 4,5-AHXJIOPIHPHLA30HOM-6
B BOJHOH HJIH OpPTaHHUECKOH cpefax IIPOTEKaeT KOJIHUECTBEHHO C OTuIellJe-
HHEM 5KBHBAJEHTHOIO KOJHYECTBA TaJOMJABOAOPOAHON KHCJOTHI 2

P —°
RSH 4 X-¢ \N—R' —-RS—¢ \N—R’ + HX
N N J
N—N" \—N"
X=(l, Br.

ITo6ouHEIe peakKlHH C APYTMMH HyKJeodHJAMH, aMHHaMH, GeHONaMH, CYJb-
¢upamy, ciupTamy, He Hab/ofan nch. B cepHn pabor no ompexeseHHIO THO-
JI0B '*'~*?% mpenJI0KeHBl HOBble peareHThl H OTPaboTaHBl METOLHKH Ompeje-
JgeHnsi. OQHHUM M3 HHTEPECHEIX peareHTOB, HA Halll B3TAs, SIBJAAIOTCA BHHHJI-
cyabdonsl ', Baarogapsi HaJHYHIO 3/1€KTPOHOAKLENTOPHOH CYy/abGhOrpynbl

11*
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OHH JIETKO BCTYIAIOT B PEaKUHIO C HYKJeOo(HJIbHBIMH areHTaMH IO KOHIEBO-
My aTOMY yraepoja NpH ABOHHOH CBA3H:

R-—S0,—CH=CH, -- R'SH — RSO,CH,CH,SR’

K ananusupyemoMy THOJNY H0GABJSIIOT TPEXKpATHHIH H36BITOK pacTBOpa BH-
HUJICYJIb()OHA B AHOKCaHe; M30BITOK peareHTa OTTHTPOBBIBAIOT CYJb(HTHHIM
METOAOM. DTHM METOJOM MOXKHO ONpefeasiTh ajndaTHuecKHe, apomaTHye-
CKMe M TeTepOLHKJIHYECKHe MepKalTaubl. Jl/is KoJHYeCTBEHHOTro onpefede-
HHS TeTEepOLUKIHYCCKHX THOJIOB IpEIJIOXNEeH TaKkKe MeToJ ™', HCIoJb30BaH-
HBIA paHee AJd aHajau3a aandaTHUYeCKHX H apoMaTHYECKUX MepKalTaHOB
M OCHOBAHHBIA Ha HYKJEO(DHILHOM IPHCOENHHEHHN K aKPUJIOHHTPUJY; TOY-
HocTh 0,5%.

Bricoko#i peakIMOHHOH CIOCOGHOCTBIO IO OTHOLIEHHIO K THOMAM 00/1a]a10T
apuiacyabdeHuaragorenuas ***=1*%; B pesyapTare peakuuu oSpasylTcs He-
CHMMEeTpHUHBIE AUCYAbPHAB:

RSH + CISC;H; (NOy), ~> RSSCsHj (NOy), -+ HCI

Peaxuvo npoBogiT B yKCYCHOH KHCJOTe, U3OBITOXK peareHTa OmpeledsioT
HOAOMETPHUECKU. DTHM METOJIOM MOXKHO OIpenejsTh adu(arHuecKkue H apo-
MaTHuecKHe THOJA®I, cofepxkamue rpynnst OH, NH, 1 COOH, Ilpu peaxuun
C TeTePOLHKIHYECKHMH THOJAMH He0OXOAHMO Jo0aBJeHHe THPHAHHA I
CBA3BIBAHHS XJOPUCTOr0 Bojoponaa. Omndxka metona He npephimaer 1%. [Ipu
IOTEHIIHOMETPHYECKOM THTPOBAHHHA THOJOB THAPOOKHUCHIO TETPA3THAAMMO-
HHS caenyeT no6aBUTh 2,4-TUHUTPOXJIOPOEH30J, UTO IPUBOJUT K pE3KOMY
YBeJIHYEHHUIO CKayKa ToTeHIHanma ',

JAs anHaan3a THOceMHKapOasHIOB Hpeanoxken 27 B KauecTBe OKHCIUTEb-
HOTrO areHrta XJOpaMHuH-T; peakuuss NPOXOAUT KOJTHUECTBEHHO NMPH OOGBIUHBIX
VCIOBHAX:

NH,NHCSNH, -6 [CH,C4H,NCI|~ 4-6H,0 — 6CH,CoH,SO,NH, +
+6CI~ 4 CO, + Ny + NH, + H* 4 SO2~

M36niTok xmopamuua-T onpenensior nogoMerpuuecku. Onpelenenuio THoce-
MHKap0a3uIoB MeIaloT THOLHAHATHL U ruapasuubsl, UTo Kacaercs onpeleie-
HHSA THOCEMHUKap0a30HOB, TO, HECMOTPsI Ha UX OTPOMHOE 3HaueHue B papma-
KOJIOTHH, [0 TOC/JeIHero BpeMeHH He ObLJIO MOAXOIAUIHX METONOB HX KOJH-
YeCTBEHHOTO aHa/au3a. CpaBHHTenbHO HelaBHO Kewmnbean u cotp.!®® mpen-
JIOXKHUJIH TIPOCTON M OBICTDPHI METOJ KOJHUECTBEHHOTO ONpeAe]eHHs apoMa-
THYECKHX MOHOTHOCEMHKap6a30HOB IOTCHHUOMETPHUECKHM THTDPOBaHHEM
IIPOTOHOB, OCBOGOXKIAIOIKXCH TPH 00PA30BAHHH KOMILJIEKca C MOHAMH Ce-
pebpa:

NH, NH,
e
s . Ag+ - C-S—Ag o TH
N
“NH-N=¢ \WH-N—c
\R’ \Rl

Tounoctb Metona 0,5%; onnako aTOT MeTOX He MOXKeT GBITH PACIPOCTPAHEH
Ha BCe THNB THOCEMHKapOa3oHOB H TpebyeT HopalOTKH. DTH Ke aBTOpPH '*°
751 onpefleJieHUs ANKHI-6uc-THOCEMHKAapOa30HOB aHAJMOTHYHEIM METOLOM
BMECTO cepefpa mid obpas3oBaHusd KoMmjekca ucnoansyior Cu(Il), Tou-
#octb 0,5%.
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111. POTOMETPHYECKHWE METO bl ONPEJEJNEHHA A30T-
H CEPYCOLEP)KAMUX OPTAHUYECKUX COEAUHEHHHA

PacupocTpaHeHHEIM METOAOM ONpelesieHHs a30TCOLepXKalluX Oprayugec-
KHMX COeLHMHEeHHIl B NOcJaelHHe TOAH SABasieTcd MeTol (HOTOMeTPpHUYECKOro aHa-
anza®*, Pspom uccnenosaTeneii pazpaGoTanbl HOBhle METOLUKH OlIpesede-
HHSl aMHHOB, aMHJAOB, 'HJIPa3HHOB, OKCHMOB, a30COeIHHEHUH H AP. KOJOPH-
METPHUYECKUM METOLOM C IpUMEHeHHeM pa3JHYHLIX XHMHUECKHX peareHTOB.
PearenramMu aJjs npopelleHHsi aHAJH30B MOTYT ObITh HHTPOCOEJHHEHHS, apo-
MaTHUeCcKHe raJOreHIPOH3BO/IHbIe, KPACHTEH, HOHbl METAMIOB U T. . Dosb-
LIHHCTBO H3 HHX JIETKO JOCTYIHBIE COeTHHEHHS; METO/bl aHaaH3a INPOCTHl K
BLICOKOUYBCTBHTeJbHE. UTO KacaeTcss (OTOMETPHUECKOrO aHAJH3a Cepyco-
AepxallliX OpraHHuecKuX CoefHHeHHl, TO 3a nOCAefHNe TOAB UUCA0 paboT B
3TOM HalpaBJEHHH HEBEJIHKO,

1. doroMeTpuueckHil aHaJN3 ¢ MPUMeHEHHEM OPraHHYEeCKHX PeareHToB

a) Oupepgesenue ¢ HHTPOCOEIUHEHHSIMA

J1s KOJNHYeCTBEHHOro ONpefeseHHs a30TCOAEPXKALIUX COeAMHEHHH [0-
BOJIbHO 4YaCTO NPHMEHAIOT pa3JjHuHble HHUTPO- W TOJHHHTPOApOMaTHUecKue
NPOM3BOAHEIE, KOTOPHIE B PACTBOpPE aleTOHA B NPUCYTCTBHU CUABHBIX LIEJ0-
uyel 1arT HHTEHCHBHO OKpAlleHHble PACTBOPHL. B OCHOBe JeXKHT peakuus
SIHOBCKOrO, CcOTJacHO KOTOPOH aleTOH B3aUMOAEHCTBYET ¢ AUHUTPOCOEAUHE-
HHEM B eHOJIbHOM (opMme, 06pa3yst XHHOHAHYIO CTPYKTYpPY THIIA:

H  CH,COCH,

CpaBnutesqbHO HenaBHO Mason '™ wucclenoBan B3aUMOIeHCTBHE MPOU3-
BOAHBIX THApPa3HHa H aMHHOB ¢ 20 pasjHUYHBIMH HUTPOCOEHHEHUSAMH U ycTa-
HOBWJ, YTO Bee NPeANOKEeHHble HM HUTPOCOGAMHEHHS B ONpeAes€HHBIX YCJI0-
BHAX IPHIOAHBI /st KOJHYECTBEHHOTO aHalH3a a30TCOJeprKallHX COelHuHe-
nu#t. bapro mokasaan **' ***, uTo BMecTO aueTOHA B peakUHAX C MOJHHATPO-
coegunenusamyu (1,3,5-TpUHHTPOGEH30JIOM, MHKPHHOBOH KHCJAOTOH) ¢ ycre-
XOM MOXKeT ObITb HCIOJB30BAH HHTPOMEeTaH, KOTOPHIE B MPUCYTCTBUH aJKU/Ia-
MHHOB MJH HX YeTBEPTHUHBIX OCHOBAHHI oOpas3yeT COEIHHEHHSI KPacHOTO
nsera, dtuM MetTonoM bBapTo onpenenusn psag aJKHIAMHUHOB H HX XJOPTrUipa-
TBl. APHITAMUHE MeHee PeaKUHOHHOCHOCOGHE 1 TpedyeTCd HECKOJNLKO YaCOB,
4T06BI MOSIBH/IACh OKPACKA, DTHM iKe aBTOpoM '* npennoxkena Meroguka ¢ho-
TOMETPHYECKOTO aHaAu3a [IePBUYHLIX ¥ BTOPHUHHIX aMuHOB ¢ 1-dhT1op-2,4-1u-
HUTpOOeH30J0M ¥ HUTpOMeTaHOM B cpefe JM®PA. {5 noayuenus Gojee HH-
TEHCHBHON OKpackM PacTBOPOB bapTo A0mOMHNTENBHO BBOAWI THAPOOOPAT
KaJHufa. B pesyabrarte npucoeannenus ruapobopara xaaus 8 IM®PA k opra-
HHYeCKOHN (aze NPOUCXOAHT HHTEHCHBHOe (PHOJETOBOE OKpallliBaHUe B CJAY-
Yae NePBUYHBIX aJKHIAMHHOB, 3e/eHO-(DHOMETOBOE — JJsI BTOPHIHBIX AJKHJI-
aMHHOB H 3eJeHoe — JJIsi apoMaTHuecKuX amuHoB. Pafora ' mocBsilueHa
MHKPO4HaJ/JAH3y apOMAaTHUECKUX aMHHOB MO peakuuH FIHOBCKOro; B Hell mMOM-
pPoGHO O6CYKIEHB YCAOBHSA MPOBE/EHHS PeaKIHH.

Jas onpenenendss HEKOTOPHIX apOMATHUYECKHX AMHHOB NPEIJIOMKEHO HC-
HOJMb30BaTh CUM-TPUHUTPOOEH30J %, ABTOPH pACCMATPUBAIOT 3Ty peakilyio,
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KaK peaxiuio ¢ TepeHocoM 3apsifa, B pe3yabTaTe uero o6pasyloTest
T—-KOMIJIEKCHI, TorJomalonine B Y ®- iy BuaiuMoit 06/1acTH, IpHYeM 3Ha-
YEHHS Amay 3ABHCSIT OT XapakKTepa aMHHa (MEePBHYHBIHA, BTODHYHBIH, TPeTHU-
Hbif). TakuM 06pa3oM, aHHJHH H M30MEPHBIH TONYHAHH (MEPBHUHBIA aMHH)
MOKHO JIErKO OTJIMYHThL OT N-MeTHnauununa (Bropuynoro amuua) u N, N-an-
MeTtusa- U N, N-nustunanununa (rpeT-aMuHa).

Jlerpapu **% %7 mpeasoKuUM ONpeneasTh ajdudarTHieckue aMMHEL H aMHHO-
KHCJIOTH 2,4-1HHUTPOGEH30/I0M B IIPHCYTCTBHH XJOPTUAPATA THAPOKCHIAMH-
Ha B xadyecTBe Kartajgusatopa. OGreMnepaHckas u coTp. '** '* Takxke HCIONb-
30Band 2,4- u 3,5-IHHATPONPOU3BOAHBIE GEH30J0B AJS aHAJIN3a TEPBUUHBIX
M BTOPHYHBIX APOMATHYECKHX FETEPOLHUKJIHUECKHX aMHHOB M TH/Da3HHOB.
BOJILIIHHCTBO apOMATHYECKHX NEPBHYHBIX AMHHOB H THAPA3uHOB (heHHJH-
pYIOTCH KOJAHYeCTBEHHO NpH xoMuaTHo#l TeMnepatype. IlosBienHe u passu-
THE OKPAaCKH PACTBOPOB BO BPEMEHH U €e YCTOHUHBOCThL 3aBHCUT OT XapakTe-
pa GyHKIHOHAABHBIX 3aMecTHTeJell B GeH30AbHOM KOJIble B3ATOrO aMMHa
nay ruapasupa. HysBcTBHTeNbHOCTL Metomga 107°— 10-° moas/s, TOUHOCTB
onpefienenuss anudatuueckux amunos — 0,13—2,8%, apomartHueckux —
0,8—6,0%, rerepounkanueckux —0,5—4,7%, 3aMellleHHHIX T'HIPA3HHOB —
0,6—4,0%. , :

IMpeasnioxkena MmeToAMKa (POTOMETPHUECKOTO MHKPOONPENEHEHHST HEKOTO-
PHX GHOT€HHBIX AMUHOB B MPHUCYTCTBHH AMHHOKHCJIOT H aMHHOCIHDPTOB, OC-
HOBaHHAST HAa peakuud ¢ 3,5-mHHUTpoOeH3omIXIopuIoM *°. UyBcTBUTEb-
HocTh MeTofa 1-10-% moas/a, Tounoctb 2%. DTn ke aBTopnl **! 11a ananuza
APOMAaTHYECKHX, aNudaTHUECKHX H alUKJIHYECKHX aMHHOB NPHMeHUTH 2,4-14-
HUTpoGeu3onaxaopua. Peakuus NMpoXOOHT KOJNHYECTBEHHO INPH KOMHATHOH
TeMuepartype; 4yBcTBUTenbHOCTH 1,3-107° moas/s, Ttounocts 0,2—2,8%.
B paGore ' naercsi cpaBHHUTeJbHAs OHeHKA 3,5-IHHHTPOOEH3OUIXJIOpUAA H
2,4-muHuTpobensounxnopuaa. Jlocaennuii peareHt o6nagaer GoabLIe 4yBCT-
BHTEJDBHOCTHIO H, KPOME TOTO, MOXKeT OBLITh IPHMEHEH KaK TecT IIPH KayecT-
BeHHOM aHa/JIH3e apOMAaTHUeCKHX, ajuaTHUECKHX M AUUKIHUECKHX AMHHOB,
Tak Kak o6pasyer pacTBOPHl pasJjuuHON okpacku. Ilis aHanuza apomaTu-
YeckHxX H adubaTHYeCKHX aMHHOB C VCIIeXOM MOXKeT OBITh NpHMeHeH 2,4-1H-
HATpPOPTOPOEeH30a *?, Peaknusi NPOXOAHMT KOJHUYECTBEHHO MJs anudaruyec-
KMX aMHHOB DM KOMHATHOH TeMiiepaType, AJds apoMaTHYeCKHX -— npu 60°%;
TouHocTh 0,5—6,09%.

6) Ompenenenie ¢ APYTUMH XJOPCONEPKAUHMH peareHTaMH

-B xauecTtBe pearenTop mnsi (POTOMETPHUECKOTO OINpelesSIeHHs] a30TCOAE]-
XKalux coenuHenuii Puxentuep ™ u Tacuma u corp. '™ NpHMEHHNH XxJopa-
HHn (2,3,5,6-terpaxnop-1,4-6eH30XHHOH), KOTOPBIH NPH B3aUMOAEHCTBHH C
apoMaTHYeCKHMH aMHHaMH 00pa3yeT pacTBOPBI ToJy60BAaTO-(PHOIETOBOTO
uBera. PHUKEHTYEP ONPENENslI STHM METOAOM MHUKDOKOJIMYECTBA JHMETHJA-
MuHa B cpene JIM®A; apTophl '** HCcnOAb30BAY M0 JJAd aHAJH3a METHIleN-
JIO30JIbBHLIX PAaCTBOPOB PA3JHYHLIX NMPOU3BOAHBIX aHWIMHA. TOYHOCTH MeETO-
Jla yAOBJAETBOPUTEbHAS.

Jns1 pasnenbHOro onpefesenus aaudaTHUecKHX H apOMAaTHUECKHX AMH-
HOB NpPe/JI0XKEeH XHHOHAUXJIOPDHMHUL **°; 3TUM MeTONOM HecaenoBankul 53 coeau-
HeHusl. COcOGHOCTb MHOTHX apOMAaTHYeCKHX aMHHOB H TeTEPOLHKIOB pea-
THPOBATL ¢ moJaurasnoreicoefiunenusimu (¢ CBr, unu CHI,) u pnaBath okpa-
IIeHHbIe, PACTBOPLl NPH AeHcTBHH YP-cBera, Jeraa B OCHOBY HX KOJOpHMe-
Tpuueckoro asanusa '**. Kpome CBr, u CHI,;, MoryT 6wTh  HCHOAL30BaHH
NH-, TPHXJIOPITHJICHH], - Te€KCAXJA0P3TaH, H3ONPOMUIHOANI; CAEAYET OLHAKO
OTMETHTh, YTO 3TOT MeTof, Tpebyer gopaboTku. [1as onpeneenus THAPOKCHII-
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aMHHOB CYIIRCTBYET HECKOJbKO aHa/JHTHYECKHX METONHK, B TOM YHCJIe H
TOHKOCJIOHHAA XpoMmaTrorpadus % 148,

Crioapt u corp. '****° npelyIOKHAK HOBBLIH (HOTOMETPUUECKHII METOA I/
OnpefeNeHHsT MHKDOKOJHYECTB 2apMIArHAPOKCHJIAMHHOB ¢ HOMOLIbIO 9-XJ0p-
akpuauHa. UyscrBuredbiocts Merona 0,8—3,0 me/ma, Tounocrs 1,6—3,6%.
ITHM METOAOM MOXKHO ONpPeNesATh 'HAPOKCHAAMUHEI B IPHCYTCTBHH lIePBHY-
HBIX APDOMAaTHYCCKUX H anndaTHUECKHX aMUHOB, aMHAOB, ApOMATHUECKHX HU-
TpocoequHeHHH U HeHOMOB.

B) OmnpeneseHHe ¢ OPraHHYeCKHMH KPaCHTENAMH

OprandyeckHe OCHOBAHHUS H HX COJIM MOXKHO ONDPEREeNSATh SKCTPaKIHOHHO-
doTOMETPHUCCKHUM METOJOM, HCHOJb3ysl B KayecTBE PEAKTHBA KHCJHOTHHIE
kpacurent. [IpuMenenue xpacuresell, pacTBOPH KOTOPHIX XapPaKTePH3YIOTCSA
BBICOKHM MOJISIDHEIM KO3()()HUHEHTOM NOIJIOLIeHHd, AaeT BO3MOXKHOCTb KO-
JIM4ECTBEHHO ONpejiesiATh AMHHBI B OYeHb pas(aB/eHHHX pacTBopax. Paspu-
THIO 3TOTO MeTOJA aHaJH3a IOCBAlleHs 1aBa o63opa *: % rpe noxpobHO
obcyKaloTest BEIOOD KpacuTess, pacTBOpHTeas, BausHHe pH cpexmw, pac-
cMaTpHUBaeTCs] BJAHSHHE PAas3iHYHBIX (GAKTOPOB HA KOHCTAHTBHl IKCTParHpo-
BaHHsl oOpasylomuxcsa koMmiieKcos. OnpenesaeHnIo KOHCTaHT SKCTParHpoBa-
HHS IOCBSILEHB! paboThl '**~**% Jng ana/nu3a 4eTBepTHUHHX aMMOHHMEBHIX CO-
Je#fl peKOMEHAYIOT UCIOAb30BATh OPOMTHMOJIOBHIA TONyOOH HUJIH 3THIOBHI
sbup Terpabpomdbenondranenna %, I3 Bcex ucclefiyeMBIX DPacTBOPHUTE-
JeH JYYIIHMH 0Ka3aJHch XJI0podopM, cMech xaopodopMa cO CHHPTOM HJIH
cMech 0en30sa ¢ H30aMUJIOBHIM CIHpPTOM 2, B 1% npu aHanu3e aMHHOB B IpH-
CyTCTBHH GpoMbeHoN0BOro roayboro o6pasyioliuecss KOMIJIEKCH BBIAEIEHEI
H HAeHTH()UUUPOBAHH, UBET KOMIJIEKCA OObACHIET S XMHOUAHON CTPYRTYPOH
KpacuTessa. B XauecTBe pPeareHTOB JJs OUpelesleHHs] aMHHOB OBLTH NPHMeHe-
HBl TakXe OPOMMEHOJOBHI rosy6o#, 6POMKpPe30JOBLIE NypIypPOBHIH, GPOM-
KPe30JioBHli cHHHl, OpomxjopdenonoBrd cuHui %1%, Kopenman '** uc-
N0Jb30BaJ] OGpoM(peHONOBLIH TOay6oii A KOJHUeCTBEHHOTO ONpelejeHus
anndaTHIecKHX aMHHOB ¢ TOUHOCTRIO 0—6Y%.

B *** amMuHH OIpefesieHEl HA OCHOBE 3KCTPAKIMH HX xJI0podopMoM ¢ GpOM-
KDPE30JOBBLIM MyPIyPOBHIM # GDOMTHMOJNOBHIM roJayGHIM, ABTODH YCTAHOBUAH,

YTO KPAaCHTEeJH PearHpyloT B BHAe OOHO3aPSAAHBIX aHHOHOB, KOTOpHlEe 00yc-
JIOBJHBAIOT OKPACKY 3KCTPAKTOB COENHHEHHMH aMHHOB. TOYHOCTb IKCTPaKIM-
OHHO-(HOTOMETPHUECKOr0 aHa/MAH32 MOXKHO YBEJHUHTb B HECKOJNBKO pas, ecilH
B PeakHHOHHYIO cMechb N06aBnATh cnupThl C,—C, '* unn xe 3KCTParupoBaTh
TPOHHBIMH CMECAMH HHTPOOEH30J — XJ10poopM — GeH3ua0BLIE coupT *¢7,

r) Onpenenenue aMHHOB O PeaKUUU a30COUETAHUS

Last onpeneneHuss apoMaTHUeCKUX AMWHOB LIHPOKO pPaclpocTpaHeH Me-
Ton azocoueranus®. B paGore '*® B KauecTBe peakTHBA JJIA ONpeAesNeHUs pas-
JIMYHBIX apOMATHYECKHX aMHHOB HCIO/b30BAH AMA30THPOBAHHHIHA AWHHTPO-
AHUJIHH; PEaKIHIO POBOAST B CHIAbHOKUCIOH cperne; TouHocTh 0,56—5,9% . Me-
TOX AHA30THPOBAHHS C MOCJHEAVIOUIHM coueTaHueM ¢ H*-KucaoToH u KOJOpH-
MeTpHpoBaHHeM 06pasyollerocs Kpacurtesis npuMeHeH B pabore '*’; aBTOpH!
ONpEeNeNsiIA TOJNYUIMHLI, XJOPAMHHB ¥ HHTDOAHHJHHLI; TOYHOCTh aHaJH3a
1-—1,5%. Bpomamurposon (3-6poM-2-HUTpo30HADTON-1) MONKHO NPUMEHATH
IS aHaan3a aMHHOB ¥ THAPAasHHOB '™; B pe3ysnbTaTe peakuuu o6pasyoTces
OKpalleHnble a30COeJUHEHUsI, KOTOPble (OTOMETPUPYIOT, OLHAKO TOUHOCTH
aHa/ii3a CPaBHHTEJNbHO HEBBICOKAS,
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a) Hpyrue MeToAbl KOJOPUMETPHUECKOrO aHaIH3a

Hurepecubiii goToMeTpHUECKHH METOJ ONpeleseHHs n-(beHHIeHAHaMUHa
mpenaoxked KopGerrom '™; uyscTBUTENBHOCTE MeToma 107*—10~° moas/a,
TOyHOCTh 29%. AnudarTHyeckde repBUUHEIE U BTOPHYHBIE AMHHBI, O-AMHHO-
KHCJIOTHI, cyAbhaMHAL, THAPA3HHE U APYTHE COCHHEHHs, COAepKallue aMu-
HOTPYINY, KOHIEHCHPYIOTCS B ILiesouHo# cpefie ¢ 1,2-HatdTaXHHOH-4-CyJb-
tdoxkucaoroll ¢ ofpazoBaHueM OKPALIEHHBIX B KPAcCHBIH, OpaHXKeBBIi H XKeJ-
THIJ BT MPOU3BOAHBIX 1,2-HathTOXHHOHMOHOHMHHOB ™. MeTOJ MpOCT U BH-
COKOYYBCTBHTEJIEH, HO HMEET OrPaHHYeHHS AJs ONpejesdeHus BTOPHUUHLIX apH-
JaMuboB, OnpeeneHHEIH UHTepeC MPeACTABASET METOJ KOJOPHMeTPHUECKOTO
THTpPOBauug aMuHoB'"", B KawyecTBe THTPAHTOB HCHOJAL3YIOT aHHOHHL GHbe-
HUJBHBEIX pannkanoB. ITpu HHU3KOH CKOPOCTH 0OpAallleBHs] MOXKHO H3MEeDHTh
HOTJIOUleHHe HWHTEHCHRHO OKpallleHHBIX PaAHKaJ-KaTHOHOB, KOTOpHIEe TeHe-
PHPYIOTCA B XOJ€ PeaKIlMi U3 aMHHOB, TOUHOCTh 1,7—3,0%.

D bhekTUBHEIM PEareHTOM B KOJODHMETPHYECKOM aHaJaH3e NEePBHUHBIX
aMuHOB siBjseTcst (uayopecuamud (I) ', koTopelll o6pasyer ¢ aMHHAMH HH-
TEHCHBHO OKpallennule coeaunenns {I1):

Ph
o i ﬂ/
3 ) S
K 7N/ Non
[T e 7L
\/\“/O N/ \cooH

Jns nporekaHHs peakuWH BayKHOe 3HAaYeHHe MMeloT BeanuuHa pH cpenbl n
KoHUeHTpauuss pearenra (I). UYyscrButespnocts Meroga ot 0,01 gmo
0,1 mmonrs/ma. Jlerpaan '™ '™ ¢ ycrnexoM NpUMeHHN /s aHANH3a HUTPOCOGIH-
HeHHH (PeHHJIALETOHHTPH/I B IIEJAOYHOH CPefleé M AHA30THPOBAHHYIO CYJab(do-
HHJIOBYIO KHcJOTY. sl MHKpoonpejeseHdss HETPOOEH30/I0B B BOJIHBIX pac-
TBOpAX CJeLyeT IPHMEHSITh METOLHKY, oNUCaHHYI0 B 7. [ljisi MHKpoonpeseae-
HUsT HUTPOTPYII B apOMaTHUYeCKHX COECAHHEHHAX NMPEeAJokKeHa IBYOKHCh THO-
moueBuHsl (NH,),CSO, B menounoil cpese; yyBCTBUTENBHOCTE METOAA BHICO-
Kasi, Tougoctb 1—49%.

2. ®oroMeTpHYECKUI aHAJH3 C IPHMEHEHHEM
HeopraHM4YeCcKUX peareHToB

PoToMeTpHUIECKHE METOAbl ONpejfeJeHHs, OCHOBAaHHble Ha peaKUHAX C
IPOCTEIMH U KOMIJIEKCHBIMI COJSIMH METaJJIOB, UIMPOKO NPHMEHSAOTCS AJ5
aHaju3a a3oTCoiepkKallux OPraHHueckHX coeluHeHuE® B moc/lennue roint
BhILe] PAN GyHAaMEHTAIbHEIX PaboT, NOCBSIIEHHLIX JETAJbHOMY H3YUEHHIO
CTPOEHHS 06DPa3yIoUIAXcs KOMILJIEKCOB, BBISBJEHHIO PasJHuHBIX (PAKTOPOB,
BJMSIOUIMX Ha xox peakuuu. Hanpumep, nposeneno '™ uccaenosanue 15 pas-
JIMYHBIX apOMAaTHUYECKUX AMUHOB B IPHCYTCTBHH HOHOB 13 Metansnos: Crt,
Cu**, Fe*+, Bi**, Ag'+, Ni** u ap. Tlokasano, 4T0 B NPHUCYTCTBHH TEPEKHCH
BOAOPOAA M lejjoud 06pasyioTcs OKpallleHHble KOMIIEKCHI H 4YTO OKpacka
pacTBopa 3aBHCHUT OT KOHIEHTpPalUH aMHHA, BBICOKOUYBCTBUTENBHHIM METO-
IOM IJISl onpefleieHNsl ajlu(paTHUECKHX M apOMATHUECKMX aMHUHOB SIBJAAETCS
MeTOJ, ocHOBaHHbIE Ha peakuun ¢ Fe(NO;), B npuCyTCTBHH ALETHAXJIOPU-
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ga'™, VceneaoBaHo BJAHSAHHE TEMIEPATYPhI, KOHUEHTPAUHH COJMH H aUeTHI-
xaopuna, pH cpeabl Ha o6pa3oBaHHe KOMIJIEKCOB, IPeNJoOXKeH MexXaHH3M
06pa3oBanus KOMIJIEKCOB; TOYHOCTD 10 3%.

ABTODHL ¥ ¢ ycnexoM HCHOJIb30BadH peakTHB ['aMHIbTOHA AJ5 aHadH3a
15 apoMaTHYeCKHX dMHHOB, B TOM UHCJe I c-MeTuja0ensunamuna, [1pn onpe-
JeJeHHH H30MePOB aMHHOMEHOJOB B CMecAX HCNOAb30BaHa PeaklHs ¢ HOHOM
Cu(Il) B ammuayHom pacrtBope '™, B pesyibTaTe peaklUdu 0OpPa3OBLIBANHCH
OKpallleHHble KOMIIJIEKCHI, KOTOPHle 3KCTParupoBaad H-OyTaHOJIOM U IIPOBO-
JHJIN KOJNIOpHMeTpUYecKoe onpejiesnenne. B '* nas aHanusza aMHHOB HCIIOJb-
30BaHBI COJY MEIH H HHKEJS B IPUCYTCTBHH CaJIMIHJAOBOTO aAbaeruia; B pe-
3yJbTaTe PeakKUuH 06pasyioTcs OKPAalleHHBle KOMIJIEKCHI: JKeaTble — JAJisl
APOMATHUECKHX AMHMHOB H KeJTO-3eJeHbie — AJs1 aaudaTuyeckux. ABTOPEL
paboTHl ‘* NMpUMEHHIN 3TOT METOJ /I OIpPEAeIeHHUS NIEePBHUHLIX AMHHOB, HO
BMECTO CAJHIHJIOBOTO ajblerujaa HCIOJb30BaH HUTPOCAJHIUNOBLIH ajbie-
rug; TounoeTs 0,6—1,5%.

Jlerpamu ** paspaGoran HHTepecHBIi KaleJbHBII METOA ONpeiAeeHHs
aMHHOB H THADa3MHOB HUTPATOM cepebpa B NMPHUCYTCTBUM LIEJOUU: HA (PUJIb-
TPOBaJbHYIO OYMary HAHOCAT KaIlII0 3TAHONBHOTO PacTBOpa aMuHa (THIApa-
3MHA), Kamao HHTpaTa cepebpa, kammo 0,1 N NaOH; npu stom mosBasercs
HHTEHCHBHOE OKpallliBaHHEe, DTHM METOAOM MOXKHO ONpefeNHTb f- H o-(e-
HHJIEHAMAMHUHBL, 0-aMUHO(DEHOJ, aHH3UIHHBI, TOJAYHAHHBL. /s onpeldeneHHs
AMHHOCOEMHEHH{I [OBOJBHO YacTO MCIOJB3YIOT HHTPOIPYCCHA HATpHA '’
KOTOPEIHl 06pa3yeT xapakTepHble OKpalleHHble pacTBOPH. CpaBHHTENLHO
HeJaBHO '® NPUMEHHIM HHUTPOIPYCCHA HATPUSA B CMeCH ¢ aleTatkbJIerHaoM
I7151 KOJHYECTBEHHOTO OTNpeJeNeHUss BTOPHUHBIX aJudaTHYeCKHX aMHHOB B
CMECH ¢ TIePBHUHLIMH ¥ BTOPUUHBLIMH. DTOT K€ MeTOH MOMKeT ObITb IPUMEHEH
H AAg onpefgeneHuss N-MeTHJIMPOBAHHBIX aMHHOKHCJIOT ¢ To4HOCTBIO 37 .
Mapxko u cortp. '* HCIONB30OBAAU HUTPONPYCCH/ HATPHS COBMECTHO ¢ deppo-
[IHAHATOM [JIsI OIpejesieHusi IPOH3BOAHBIX TYAHHAWHA U apTHHEHA. [IpHmene-
HMe CMEUIaHHOTO PACTBOPHUTENS, COMEpKALEero H30IpONaHo]d M BOLY, TNpe-
OATCTBYeT O6pPa30BAHUIO HEPACTBOPHMBIX OCAJKOB M jaeT BLICOKYIO HHTEH-
CHBHOCTb OKPACKH PacTBOPOB. '

Yacto npu GOTOMETPHUECKOM aHAJJH3e aMHHOB IIPHMEHSIOT peakxilii
OKHCJIEHHd HepOKCHAUCYAbhaTOM Kajus, dheppouraHaToM Kajus, HpOMaToM
KaJus, nepxjaopaTtoM HaTpus u Ap. ¥ "' B patore '™ aBTOpH aJsd olpelne-
JIEHUS] HEKOTOPBIX apOMATHUECKHX AMHHOB HCIOJAb30BAJH B KayecTBe OKHC-
autens KFe(CN),l, a ans ycraHoBJeHHS ONTHMAaALHBIX YCJIO0BHE (PoToMe-
TPHUECKOrO ONpelefeHHsT HCNOJAb30BAMH METOJ MaTeMaTHUeCKOro MJAaHHPO-
Bauus skcnepuMenta (bokca — Yumbcona).

B zaxkuiouedne caenyer ckas3aTb, 4TO KaxAbIH M3 ONHCAHHLIX METOLOB KO-
JIMIECTBEHHOTO KOJIODHMETPHUYECKOIO ONPENEIEHHsT A30TCONEDPKAIINX CORIl-
HeHHJi UMeeT CBOH IPEHMYIecTBa, HeJOCTATKH H T'PAHHUBI npuMeHenus. He-
KOTOpble MeTO/bl IPUMEHHMBI TOJBKO [Js1 MPOCTeHINX NpeacTaBuTe el yKa-
3aHHOTO KJacca COeTHHEeHUH H He IPHMEeHUMH A5l 60Jee CAO0KHLIX O0heKTOB;
B psile cIyuydeB BO3HHKAIOT TPYAHOCTH B NPOBeAeHHH 3KcnepuMmenta. O1nako
HHOTZla KOJIOPHMETPHUECKHIl MeTOA aHa/jn3a sIBASeTCS €IHHCTBEHHBIM MpH-
MEHHMBIM H3 BCEX HM3BECTHBIX MeTOMOB (hYHKIHMOHAJBHOTO aHaJH3a 3TOro
KJacca coeJlMHeHHUH.

3. doToMeTPHUECKHIi aHaJIU3 cepycoepIKauX
OpPraHNYyeCKHX COoeJUHeHUH

®oroMerpuiueckre METOLBI ONPe/IeeHUs] THOMOB OCHOBAHH HA CJEAYIONIHX
pearnuax: peakuHH (peHHJHPOBAHHUSA, PEAKIHH ¢ JTHCYJbQUIAaMH H peakuuu
¢ PTYTbOPTaHHYECKHMH COeAinHeHHAMH., K mepBoMY THIY OTHOCHTCS IpeXkae
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BCEro peakiys AHHUTPOodEeHUIUPOBaHUS, NPeNJoKeHHas B nas onpenede-
HHUS adudaTHYECKHX U apoMaTHUecKHX THOJIOB. Ha peakuumsax $uoBckoro u
cum-QeHUJUPOBAHUS OCHOBAH INPe[JOXKEHHLIH HeJaBHO TeMU JKe aBTOPAMH
MeToq **! ompejeneHus THOJOB C MCIHOJNL30BaHHEM 2,4-AHHHTPOGEH3IOHICYIIb-
tdennnxgopuna. Peakuus tTHosa ¢ 2—3-kKpaTHBIM HM30BITKOM pearedTa Ipo-
XOMUT KOJIM4eCTBEHHO 32 3—5 mun npu 50°:

NO, NO,
| f
7 N—s—cl 7/ \—SSR
| ﬂ 4+ RSH- ] 1 HCI
SN\ SN\
0uN 0K

Ilocne npoBeleHHs peaKUHH $SIHOBCKOrO pacTBOPHL  (OTOMETPHPYIOT IPH
A=480 nn.

Jpyras untepecHas peaxnus npenjoxena B pabore **2. dypdhypoa pearu-
pyeT ¢ THOJAaMH B CepHOH KHCJOTe NPH KOMHATHOH TeMmIlepaType ¢ o6paso-
BaHHEM KDPAaCHO-(HONIETOBOrO BEIUECTBA (Ama: =005 ¥ 535 Aa), KoTOpOe Npen
cTaBJseT co00# THAPOJUTHUCCKH PacKpbIBIIeecs (PypaHOBOE KOJbIIO:

[RS—CH-——CH—CH:C—CH:SR *
| _
ol J - HSO; \
Ilpu peaxuuu ¢ OKCHMeTHJIDYPPYPONOM PACKPLITHS LHKJAA HE IPOUCXOMHT,

OKpacka BO3HHKAET 3a CUCT BOSHUKHOBCHHA KATUOHOB CAEAYIOWIEr0 CTpOe-
HHS:

HOCHz—J ”—CHO—HZSC:;;—z%SH—)HOCHZ'—“ ” = ‘=_|
No” N0/ NcH=8R HOCH,” N0+ \CHSR

B **3 nmpemyoxeno s (HOTOMETPHYECKOTO ONpeNeJNeHHS THOJMOB HCIOJL30-
BaTb TeTEPOUHKIHUECKHE AHCY/Ib(HALI THIIA:

X X
& &
\va—s N

N N
X =NO,, NH,, COOH

Peaxuus nporexkaeT no ypaBHeHHIO:

X X *
2 .
| + s —>mssH + 2 ||
s—s—x,
N N° NS

O6pasyiomuiica THONMHPUAOH Torjoliaer B ob6mactu 240—430 wu. OTMeTHM,
4YTO TOYHOCTbL MeTOJa HEBLICOKA.

B xKauecTBe aJKHJIHPYIOILEro areHTa HCIOAL3YIOT '* Takxke 4,4’-6uc-nuMe-
THAaMUHOeHHIKapOunoa, kotopulit npu pH 5,0 06pasyer KaTHOH HHTEHCHB-
HO CHHEro IBera, J00aBjieHHe THOJA NPHBOAHT K HCUE3HOBEHHIO OKDACKH.
STOT MeTON LIMPOKO HCIOJb3yeTcsl NPH aHanuse Genkos. MeToasl ¢oToMe-
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TPHUECKOTO ONpeeseHHst THOJIOB ¢ AHCY/Ib(dHAaMH ONHCAHbl B paboTax ** '*°,

B KauecTBe peareHTa MCUOJab3yercsl 5,b’-mutuo-Guc- (2-gurpobensoiiHas KHc-
Jora), pearupymouias 1o cxeme:

oN—{ D55 _ >—NO, +RSH -

- N
/ AN
cooH COOH
LRSS N\_ T N
Rss—¢ _ »—NO, + Hs—{__ 3—NO;
\COOH \COOH

(1)

HHTeHCHBHOE XKesITOe OKpalluBaHHe (Ams=412 #n) BO3HHKaeT 3a cueT 00-
pasoBaHusi apomaTudeckoro Mepxantuaa (II11). BosnuxHoBeHue oxpacku 3a
CUET 3TOr0 MEpKalTHIAa JOKA3aHO CYIIeCTBOBAlEeM XMHOHAHOH Me30MeDHOH

CTPYKTYPHIL:

_ o o-
e /7 N —e_/ N

s—{  >-NO, = sﬁ\_\/ N\O_
\coo- -CO0-

[Iupoxo HcHoab3ylT B HOTOMETPHH PEakUHH ¢ PTYThOPTaHHYeCKUMH CO-
eAMHeHHAMH * %, J{1s 3KCTPaKIHOHHO-(DOTOMETPHUECKOTO ONPeLe/IeHHs THO-
JIOB IPHMEHSIOT A-AMMETHJIaMUHO(EHHIMEpKypaueTaT u A-AH3THAaMHHO-
theHHIMepKypalieTaT. ABTOPH ** moJaaraioT, UTO PTYTbOpPraHHUecKHe COeqHHe-
nag o0pasyoT xesarth ¢ gudeHuaKap6asoHoM, KOTOPHiH B OeH3ose uMeer
SApKO-(hHOJIeTOBOE OKpauruBanue. TounocTs Metona 4—8% ; onpenesneHuio He
MellaloT THOMOYEBMHEI, cyab(aTbl, HHTpaThl, doctaTel. PesyabTaTel ¢oTo-
METPHUECKOTO MeTo/ia XOPOIIO COTJIACYIOTCS C Pe3yJabTaTaMH THTPHMETDH-
YeCKOTO aHaJM3a, IJie JaHHble PeareHThl HCIOAb3YIOTCsl KaK TUTPAHTHL

Tlo ¢otomerpuueckomMy omnpeneneHuo cydbGuUIOB ¥ IUCYALGHIOB OIYy-
6J11MKOBaHa TOJNBKO OAHa paboTa 3a NOCAelHHe LIecTh JeT — 3TO ONpejeleHne
THypaMaucyabduna B QYHTHIHAAX NPH aHaJM3e IPOMHIUNIEHHBIX Ipemapa-
TOB; B OCHOBE METOJa JICZKHT Peaklus ¢ ameratom Menu ’’. B KauectBe pea-
TeHTa /15 ONpejeleHHs CyJb(OKHCIOT HPeAJOKeHb OCHOBHBIE KPACHTENH
tuna poxamuH C, aKpHAMHOBHII OpaHXKEBOro M XpH3aHjuxa ** °*, OnHuM u3
IJIABHBIX (PAKTOPOB, OTIPENeJNAIONIHX B3aHMOJEHCTBHE OCHOBHBIX KpacHTe-
Jie# ¢ cynbPOoKucIOTaMH, ABAAOTeH pH cpeabl 1 KOHNEHTPaUMI KHCAOTH,

Hnasi KOMODHMETPHH THOMOUEBMHBI UCNOJL3YIOT NPOH3BOJAHBIE XHHOHOB,
Tax, B pafore * nmpumeHuau l,4-THAMHMHO-B-HUTPOAHTPAXUH B OE3BOAHOH
VKCYCHOH KHCJIOTE; H3MEPEHUS NPOBOAWIH npu A=0565 am. TuOMOUEBUHEL,
THOCEMHMKap6asuapl, MOHOTHOCEMHKAPOA3HAL H H30THOIHAHATH PEarHpyloT
¢ 2,3-nuxJop-1,4-HaTaXHHOHOM B 3TaHOJBLHOM pPacTBOpe aMMHaKa ¢ 06paso-
BaHHeM HHTeHCHBHO! (pHOJeTOBOH oxpackH *°!. B xayecTBe ocHOBauHH KpoMme
aMMHaKa MOJXKHO HCNOJb30BATh MHUPHAMH, XWHOJAHH, 3TUIAMMH W aHWIWH.
UyBCTBHTENBHOCTE METOJa YMEHbIIAeTcsl B PAAY: THOCeMHKapOasoHBl > THO-
ceMHKapO6a3uabl > THOMOUEBHHDI 3> H30THOUHAaHATE. Ha Haw B3rusg, Meron
Tpebyer nopaboTki. BpoHCcKHi * npemjioXKHI METOR, OCHOBAHHBIA Ha peak-
IIMH THOMOYEBHHBI CO IUEJOUHLIM PacTBOPOM O-OKCHJAMEpKYpOeH30HHOH KHC-
JIOTHl IpH HarpeBaHHH.

OtmeueHo, uTo apoMaTHUeCKHe 3aMECTHTEJNH YBEJIHYHBAIOT, a aqudaTH-
yeCKHe—yMeHbUIAIOT CKOPOCTh Hecynb(QUPORAHUS, TPH- U TeTpazaMellen-
Hble ¥ IHKJIHYeCcKHe THOMOYEBHHBI BeCbMA YCTOHUHBH XK 3Tol peakuuu, ITpen-
IPHHATEL TOTBITKH ** %% COKpPAaTHTh BpeMsI MPOTEKAHUS HTOH PeAKUHH 33 CUET
MCIONB30BAHUSA OHIOJNSIPHBIX aNpOTOHHHIX PpacTBOpHTes el — IHMeTHIhop-
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MaMuja H guMeruacyiabdokcuga. [pennoxen®™ nHTepecHut Meron ¢oTo-
MeTPHUYECKOTO ONpejesieHHsT KCAHTOIEHATOB: K PAacTBOPY HHUTPATa HHUKeJIsS B
VKCYCHO KHCJIOTe 10GaBJSIIOT alleTOH, a 3aTeM KCaHTOreHaT; 06pasyouuics
pPacTBOpP HHTEHCHBHOTO KeJITOro lBera (GoToMeTpupyioT npu 420 am. Omud-
Ka Metofga Menblile 0,5%. JlHkcaHTOreHaTH ONMPENENSIOT ¢ HOMOIIbIO H3OBITKA
poRaHHIA KaJus ", KOJHUECTBO POAAHMIA KaJlHs ONpelensiioT (hOTOMeTpH-
yecku geficreuem (NH,),SO,-Fe(SO,) -24H,0 B a3orHoit kucaore. Ilpu cpas-
HUTEJBHOH OIIeHKe BCeX METOJOB aHajin3a CePyCcoAepIKallluX COeJMHeHHH
MOXKHO 3aKJIOUHTb, 4TO Haubo/Jdee IPUMEHHUMBIMH SBJSIOTCH TI0Ka METO/bI
[MOTEHIIHOMETPHYECKOTO THTPOBAHHS, KaK HauboJee MPOCThie B HCIOJHEHHH
U HauboJee TOUHbIE,

IV. JPYIFHE METOJ bl

Chnenyer npexie BCero OCTAHOBHTHCS Ha HEKOTOPHIX HOBBIX aHaJHTHYEC-
KHX MeToJaX, CO3JaHHHIX B NocjeiHHe roiasl. OnpeaesneHHBIl HHTEpeC Ipes-
CTaBJISIET METOJL ollpejesieHust ain(aTHuecKUX HUTPUJIOB, OCHOBAHHLIA HA Ka-
TaJAUTHIECKOH THAPOTEHH3ALUH ¢ TOCJAEAYIOUIMM THTPOBAaHHEM B HEBOAHOMH.
cpene **°. Asropnt paGoTH *°® c0o3/(a/IH CNENHANbHYI0 YCTAHOBKY JAJIS T'HApOTe-
HH3aHUH HUTPHJIOB, KOTOpas NPOTEKAeT B NIPHCYTCTBHH OKMCH INIATHHBL KaK
KaTraJusaTtopa B cpeje yKcycHo# kucaorsl. O6pasyloluecs: aMHHBL ONpeAess-
Ju noteHuuoMmerpuyeckn turpoaurem 0,1 N pacrsopom HCIO, B nuokcane.
CraHzaprubie oTKIOHeHHUS He mpeBniaior 0,003—0,006.

3acnyXHBAlOT BHHMAHHS JBa MeTOAa ONpeJesJeHHs aMHIOB: HOHHO-00-
MeHHBH# MeTon* W aHaau3 N-3aMelleHHBIX aMHIOB MeTOZOM TePMHYECKO-
ro pacmenjenus **. Tlociegunit MeTox OCHOBaH Ha KpaTKospeMeHHOM (l—
2 mun) narpeBanun amuaos npu 300-—400°, KoTopble B 3THX YCJIOBHSX JETKO
pasJararoTcs Ha aMHHBl H KHCJIOTH (MM HPOAYKTH HX AeKapOOKCHJIHDPOBa-
Hus1). IlponykThl peaknuu HAeHTHOHUUDPYIOT Xpomatorpaduuecku (TCX
nin GymaxkHoit xpomarorpadueii). DTHM MeTofoM HccaenoBano Gosee 100
COeAMHCHHH; NMpeIJOKEH MeXaHU3M PpacliellJICHHs, KOTOPHIE MOXKeT ObITh

IpelCTaBJeH cXeMoi 2%:

CHye_ CH,
€=0 ! NHR
CH, >180° NS |
| o -+ C\H2~C——NHR ——— > 2H,0 + l | o)
C= I
NH yz 0 1
% ¢H, \
CH,
CH;—C—CH,—C—NHR —o22— RNH, -+ CHy—C—CHy—COOH — CO, -+ CHyCCH,
I | | i
o} o) ' o) 0

Hns onpeneneHust clefOBLIX KOJHYECTB DPA3JIMUHBIX aMUJAOB B BOXHBIX
PacTBOPax MOXKeT OBITh HCHOJIb30BAH BHICOKOYYBCTBHUTE/IbHBIN KOJOPHMETpPH-
YecKHH MeTOA *®, Ipu KOTOPOM NPOBOAST PEaKLHI0O OKHCJIEHHS aMHJIHOH
Ipynnsl 6poMOM ¢ MOCJAEAYIOMHM pasJjokenieM H3GHTKa 6poMa GOpMHATOM
HATPHA M AAJbHeHIINM OKUCJICHHH MPOAYKTOB HOJOM 10 O0Pa3oBaHUS rOJay-
60ro 1BeTa KOMILIEKCa («TPHHOAKPAXMabHBIHY); KOMIAEKC (OTOMETPHPYIOT
npu A=610 #u. Touynocts Metona 3,0%.

ABTOpPH padoTH **° c006MIAIOT 0 GHICTPOM H YIOGHOM MHKPOTA30MeTpHUEC-
KOM MeTojle olipeleseHus THAPAa3HHHON GYHKUHOHAJLHON TPYIIB B OpPraHu-
YECKHX H HEOPTraHHYeCKHX COEIVHEHHAX TYTeM OKUCJAEHUS THIPA3UHHOH
rpynnel n-6ensoxuronoM B 5%-nom pactBope Na,HPO,. 3dtum wmerogom
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MOXKHO ONpPeJesITb NPOH3BOJAHBIE THAPA3WHA B TPHCYTCTBHH aMMOHHHHBIX
coselt; tounocTh 0,2%. Hemasuo® paspaborapa MeTONHKAa KOJHUYECTBEHHOTO
ONpejeJeHHsT AMMeTHWITHApPa3HHA B PacTBOpaxX METOAAMH KJIACCHUECKOH H
IepeMeHHO-TOKOBON noJsporpad®uu. Metoa Moxer OLITh HCMOJAB30OBAH B HH-
TeppaJse konuentTpauuid JMI" 10—°—10-° moas/a, omnbdra 4%.

Paspaboran BecbMa HHTePECHBIH MeTOM aHATH3a JJISI OPELEJIEHHS] CMeCH
¢-aMHHOCIMPTOB (IEePBHYHBIX, BTOPHUHKX H TPETHUHBLIX) HeHCTBHEM #36BLIT-
Ka TIlepuozara Kanus B cJabollesouHoil cpepe®!. DToT MeTon OBICTPHIE H
TOYHBIH; MNPHCYTCTBHE ¢-aMHHOKHMCJIOT U o-AHAMHHOB HE MellaeT aHajusy.
CrenyeT Taxkxke OTMETHTB, UTO ¢ PA3BUTHEM TEXHUKH HOH-CENTEKTHBHLIX 3J1eK-
TPoJOB *** *'% [oTeHIHOMETPHUECKHE METOALI MOJYUHAH elle Gojee HIHPOKOe
pacmpocTpaHeHHe AJsi OUPEAEsIEHHsT Pa3JjiHuHBIX a30T- H CepycoepXKallux
coelHHeHuHA. DTHMH MeTOJLAaMH MOXKHO ONMpe1easiTh MHOTHE BellleCTBa M3 NpH-
BEJEHHBIX BBIIE KJaccoB coefmHenuii > & % 4425 JToBoJbHO LIMPOKO JJst
AHaJH3a CJA0XKHEIX CEPycOoaeprKalllux OpPraHHYeCKHX COeIHHEHHUH HCIOJb3YyeT-
¢t noasiporpaduueckmii Meron * 1%,

ITpuBeneHHbll B HacTOAIEM 0030pe 3KCIEPUMEHTANbHBI] MaTepHasa CBH-
JeTeSbeTBYeT O CONbUIOM HHTepece Heodenosatesnefl x upolaeMe GyHKUHO-
HaJbHOTO aHajH3a a30T- H CEPYCOJAeP:KAalIHX OpPraHUYecKHX COeTHHEHHH.
BuecTe ¢ Tem ciegyer OTMETUTD, UTO VHUBEPCATbIBIX METONOB XHMUYLCKOro
aHa/nH3a cMecell pa3JHYHBIX KJI4CCOB YKAa3aHHLIX COCIMHEHHI BCe elle CJHUII-
KoM Mauo. 3agauamu Gauxafinero GyAyuero BUANMO SBJASIOTCS MOHCKH HO-
BBIX DEATeHTOB ¥ 00/ee NIUPOKOC MPUMEHEHHE MAaTCMATHYECKHX METOLO0B
[JIAHHDOBAHHUS 3KCIIEPUMEHTA [PH BBIGORE ONTHMAJNBHBIX YCJIOBUH DEeaKUUH.

& * &

3a BpeMsd MOAIOTOBKH DYKOIHCH K IIeYaTH MOABHJICH P HOBBIX NyGJiH-
kauu#. O6muM BonpocaM (PYHKIHOHAJBHOIO aHaJjJu3a IOCBSIEHH 0030-
phL*"** THTpHMeTpHUECKHe MeTOJBL ONPeNeJNeHHS asoT- U cepycoiepKa-
IUX COeJHHEHHH paccMOTpeHH B paborax **'—**°, doToMeTpHUeCKHE METONBI
aHaJM3a OTPaxKeHbl B CTAThAX **°—2% B 7= ppenjoxensl ApPyrue MeTOMB
aHaJH3a.

JIUTEPATYPA

—

. H. J. Yeponuc, T. C. Ma, MuKpo- u mOJyMHKPOMETOAE OPraHHYeCKOTo (BYHKUHOHAJb-
HOro aHaau3a, «XuMmuss», M, 1973.

. C6. HnctpymeHTa bHBlE METOAH aHAIN3a (QYNKUHOHAJIBHBIX TPYII OpraHAYecKHX Co-

epunenntt, ped. C. Cueeua, «Mup», M., 1974,

H. M. Kopenman, PoToMeTpuUuecKHit anajius, «Xumua», M., 1975.

Hoc. Jlazosckud, Yenexu xumin, 40, 1814 (1971).

V1 Bceecotosn. coseltl. No noasporpadun, «3uHaTHe», Pura, 1975.

I1I BcecowsH. Koud. no anannTuuyeckof xumux, «Hayka», M., 1976.

H. H. Muxainosa, JI. M. Jazapeuro, T. C. Jleonosa, T. A. Pybyosa, I'. H. Crenausn,

3. C. Curosa, HUMTAIXUM, M, 1971.

. M. Zgoda, S. Petri, Chemia, analit., 16, 175 (1971).

E. I'. Hosuxos, B. K. Kondparos, JK. ananur, xumun, 23, 955 (1968).

. A. II. Kpewros, JI. H. Illgeyosa, I'. II. Csucrynosa, E. A. Emesun, Tam xe, 26, 369
(1971). .

11. St. J. H. Blakeley, V. J. Zatka, Anal. Chem. Acta, 74, 139 (1975).

12. H. H. Besunzep, I'. [. Taavnepn, H. I.. Hearnosa, I'. A. Cemewruna, XK. anaant. xu-

muH, 23, 1538 (1968).

13. C. Kwiatkowski, H. Pluienska, Chemia analit., 14, 1295 (1969).

14. M. Martka, Y. Pipalova, Chem. Prum., 23, Ne 3, 149 (1973).

15. 3. M. Jlenmudosa, H. @. bydax, K. ananut. xumuy, 24, 1253 (1969).

16. R. D. Krause, B. Kratochuvil, Analyt. Chem., 45, 844 (1973).

17. T. R. Williams, S. Wakeham, Anal. Chem. Acta, 52, 152 (1970).

18 C. Djerassi, C. R. Sholz, J. Amer. Chem. Soc., 70, 417 (1970).

19. H. K. Coyenro, A. H. IOpxcenko, B. . Ocaduui, K. ananut. xumnuuy, 28, 2459 (1973).

20. M. I. M. Campbell, R. Grzeskowiak, B. Perrett, Talanta, 18, 943 (1971).

—
SO® NomRL N



1870 M. A Hrnarcuko, B. K. Ilpomorenxos, T. C. ToayHoBa, E. H. Kawoumura

21. E. J. Greenhow, L. E. Spencer, Analyst, 99, 82 (1974).

22. H. H. Cranokos, B. B. Jlvicernko, 3aBoack. nabop., 40, 261 (1974).

23. II. Hopxyc, I'. Ilumkrosuurore, JK. anaaur. xumuu, 26, 2002 (1971).

24. H. E. Malone, The dermination of hydrazino — hydrazide groups, Oxford, 1970.

95. H. E. Malone, Anal. Chim. Acta, 47, 363 (1969).

26. S. Ehrlich-Rogorinski, M. thchek Tawm ke, 74, 449 (1975).

27. R. N. Krishman Nambison, C. C. Ramachandran Indian J. Chem., 10, 665 (1972).

28. A. A. Ycsayos, A. P. Cydaxos, 10. A. Kpwoaos, E. B. ®ponuex, 3aB0£lCl\ na6op.,
37, 150 (1971).

29. A.OA. ycegmoe, A. P. Cyoaxos, 10. A. Kpviros, H. K. Aeacan, K. ananur. xumun, 29,
170 (1974

30. B. P. Pant, S. P. Singh Dhakarey, Inidan J. Appl. Chem., 32, 197 (1969).

31. B. I'. bopoduna, H. A, Koauuna, K. ananur. xumun, 26, 2031 (1971).

32. G. Rourt, J. Cardia-Monjo, Ini. Quim. analyt. pura apl. Ind., 27, Ne 2, 72 (1973).

33. J. K. Aggrawal, Analyst, 97, 578 (1972).

34. G. Tomlinson, W. H. Gruickshank, T. Viswanatha, Analyt, Biochem., 44, 670 (1971).

35. W. I. Awad, S. S. Hassan, M. T. Zaki, Analyt. Chem,, 44, 911 (1972).

36. Z. G. Szabo, L. G. Bartha, Magy. Rem. Foly,, 78, 325 (1972).

37. L. 8. Bark, P. Bate, Analyst, 98, 103 (1973).

38. P. A. Hybunckud, B. A. Kaumosa, Uss. AH CCCP, cep. xum., 1970, 1476.

39. C. /1. Obremnepancrasn, A. Il. Tepeurves, B. K. 3106ur, Becrnuk MI'Y, 1974, Buim. 1,
119,

40. C. H. O6remnepancrkas, B. K. 3a06urn, K. avanur. xumun, 29, 609 (1974).

41. J. G. Sebranck, R. G. Cassens, J. Milk. and Food. Technol, 36, 76 (1973).

42. 1. A. Wolff, J. environ Mental, Sci,, 35, 114 (1972).

43. F. Fiorese, J. Pirl, P. R. Manio, A. Carella, Analyt, Chem. 45, 388 (1973).

44, K. W. Jang, E. V. Brown Analyt. Lettcrs 5, 293 (1972).

45. A, Goltfurshi, Metal. Finish., 67, Ne 5, 50 (1969); Anal. Abstr., 19, 1429 (1970).

46. J. G. Torstensson, Talanta, 20, 1319 (1973).

47. K. G. Housler, R. Geger, S. Rennhok, Z. Chem., 12, 339 (1972).
48. . P, Daneky, Int. J. Sulfur. Chem,, 6, 159 (1971).
49. K. G. Housler, R. Geger, S. Rennhok, Z. Chem., 14, 198 (1974).
50. H. A. Koayuna, I'. M. Kondparvesa, J)K. anannt, xumun, 24, 1884 (1969).
51. K. K. Verma, S. Bose, Anal. Chim. Acta, 65, 236 (1973).
52. J. Ahmed, S. Bose, J. Indian Chem. Soc,, 50 505 (1973).
53. A. Blottl S. M. Sondhi, N. K. Ralhan Taum xe, 50, 406 (1973).
K.
K.

M.

G. Housler, R. Geger, S. Rennhok, Z. Chem., 13, 196 (1973).

Verma, S. Bose, Talanta, 22, 74 (1975).

56. B. C. Beprma, C. M. Paaxan, H. K. Paaxan, K. ananur. xumun, 30, 195 (1975).

57. A. Srivastava, S. Bose, J. Indian Chem. Soc., 51, 736 (1974).

58. P. Rom, P. Aggarwal, R. Chond, K. Naresh, Indian. J. Chem., 12, 986 (1974).

59. /. M. Bachharwat, N. S. Ramegowda, A. K. Koul. Tam xe, 11, 614 (1973).

60. J. Toribara, L. Koval, Talanta, 17, 1003 (1970).

61. H. Wenck, E. Schwabe, F. Schretder L. Flohe, Z. Anal. Chem., 258, 267 (1972).

62. F. Peter, R. Rosset, Anal. Chim. Acta, 64, 397 (1973).

63. A. Cernenko, F. Crisan, Material, Plast., 11, 239 (1974); Anal. Abstr, 29, 2079
(1975).

64. M. Wronski, Talanta, 21, 776 (1974).

65. A. H. Byces, JI. H. Terepruxoa, )X. ananurt. xumun, 24, 918 (1969).

66. A. {. Busev, N. B. Shemjakina, L. I. Teternikov, Analyt. Letters, I, 763 (1968).

67. D. R. Grosseti, Y. E. Murrey, J. Chromatogr., 41, 121 (1969).

68. E. Feigl, D. Goldstem E. K. Libergott, Anal. Chlm Acta, 47, 553 (1969).

69. S. P. Agathangelon, D. R. Brown, A. G. Fogg, D. Burns, Labor. Pract, 20, 115
(1971).

70. B. I. )Bepzna, C. Kymop, JK. ananut. xumnu, 29, 1240 (1974).

71. H. Mochrle, G. Hempel, Arch. Pharm., 806, 903 (1973).

72. K. K. Verma, S. Bose, J. Indian. Chem. Soc., 50, 542 (1973).

73. W. Sztark, Nahrung, 19, 312 (1975); Analyt. Abstr 29, 4618 (1975).

74. T. M. Dusumonosa, b, ®. Duaumornocs, K. ananut. xumuw, 24, 773 (1969).

75. A. I1. Kpewxos, C. B. Baxuasesa, Tam xe, 28, 2029 (1973).

76. T. Jasinski, R, Korewa, Chemia analit., 13, 1919 (1968).

77. B. I'. 'nedun, M. A. Cnpoickos, I'. II. Yydurosa, V3. BY3'0B, XUMHA H XUM. TE€XHO-
Jorus, 13, 262 (1970)

78. 0. A. Hecrepenxo, H. C. Awncmedxanos, B. M. Jucuyxas, 3asoack. aabop., 38, 283:
(1972

79. M. chhon G. Maire, F. Eloy, Annal. pharm. France, 32, 697 (1974).

80. 1. P. Danehy V. I. Elia, Analyt. Chem., 44, 1281 (1972)

81. M. Matrka, Z. Sagner, Q. Spevak, Chem. Prum 22, 551 (1972).



DyHKHHOHAJLHBIA aHAMH3 430T- M CEPYCONEPIKAIIHX OPTAHHUECKHX COeIUHEHUT 1871

82
83
84

17.
118.

119.
120.
121,

122
123.

124.
125.
126,
127.
128,
129.

130.
131.
132.
133.
134.
135.
136.
137.
138.
139.
140.
141.

. A. Kurian, C. V. Suryanarayana, Analyst, 97, 576 (1972).

. V. R. S. Roo, Z. analyt. Chem., 249, 189 (1970).

. B. Jakuszewski, W. Jedrzejewski, J. Badecka-Jedrzejewska, Chemia analit., 17, 349
(1972).

. R.J. Thibert, M. Sarwar, Microchem. J,, 14, 271 (1969).

. D. Tiwari, U. C. Rande. Analyst., 94, 813 (1969).

Singh, S. C. Nistndra, B. C. Verma, Z. Analyt. Chem., 257, 348 (1971).

. C. Verma, I1. S. Kumar, Analyst., 98, 900 (1973).

. M. Czakis-Sulikowska, Chemia analit., 17, 345 (1972).

. M. Bhatti, N. K. Ralhan, Z. Analyt. Chem., 260, 370 (1972).

. B. I'opduesckuii, O. A. Semcrasn, H. H. Cagun, JX. anagur. xumuy, 29, 164 (1974).

. Berthon, C. Zuca, Chim. Analyt,, 51, 385 (1969).

. J. Halls, Mikrochim. Acta, I, 62 (1969).

. F. Grand, M. Tamrer, Analyt. Chem., 40, 1904 (1968).

N. Krishnan Nambison, C. G. Ramanchandran, Analyt, Chim. Acta, 52, 475 (1970).

. C. Roul, N. C. Sharma, K. K. Chouhan, R. Rarkosh, Indian J. Chem., 10, 227

(1972).

. Z. Kurzawa, E. Kubasewski, Chemia analit., 19, 263 (1974).

. M. A, Bernarg, M.-M. Borel, G. Chauvenet, Bull. soc. chim. France, 4, 1663 (1972).

onrOHwE

~ DU

. A. H. Byces, JI. H. Terepnurxos, )X. ananut, xuMun, 23, 1134 (1968).

. B. H. Hcaesa, M. H. Jlebedesa, M. B. Oeanecan, Tpynsl MOCK. XHUM.-TCXHOJ. HH-Ta,
1972, swm, 71, 290.

. N. K. Mathur, Talanta, 18, 1601 (1966).

. E. A, I'pubosa, B. B. J]araosa, 3asoack. nabop., 36, 29 (1970).

. M. A. Boaoduna, H. B. Konvrosa, Bectuug, MI'Y, 1, 123 (1968).

. W. Grabowicz, Chem. Analyt., 24, 533 (1969).

. W. Grabowicz, G. Mikolayezyk, Tam xe, 17, 357 (1972).

. W. Grabowicz, Tam xe, 14, 271 (1969).

. . O6remnepanckas, Heyen [Juik-Xoe, Bectnuk MIY, 5, 116 (1969).

H. Ob6remneparckas, H. H. Karununa, K. ananmr. xumun, 26, 2252 (1971).

. H. O6remnepancras, M. H. Cusoi, Tam xe, 28, 399 (1973).

Knotz, Scientia pharm., 38, Ne 1, 26 (1970); Analyt. Abstr., 20, 1705 (1971).

C. Verma, S. Kumar, Analyst, 99, 498 (1974).

A. Gawargious, A, Besada, M. Hassam, Mikrochim. Acta, 6, 1003 (1974).

. A. Mottola, H. Freiser, Analyt. Chem.,, 89, 1294 (1967).

. A. Mottola, Talanta, 16, 1267 (1969).

. A. Mottola, Analyt. Chem., 42, 630 (1970).

M. Z. Barakat, M. Abou-El-Mararem, M. Abd El-Racuf, Analyt. Chem., 46, 777 (1974).

. Singh, S. C. Nistandra, B. C. Verma, Z. analyt. Chem., 258, 366 (1972).

J. P. Gonzales, C. M. Fernandez, Inf. Quim. analit. pura apl. Ind., 23, Ne 5, 139
(1969).

M. Roileanu, E. Dobre, Rev. Roum. Chim., 15, 823 (1970).

W. Schruber, Z. analyt. Chem., 254, 345 (1971).

C. H. O6remnepanckasn, I'. II. Kapesa, Q. C. Kykoecras, K. anaaut. xumuu, 28, 2066
(1973).

C. H. O6remnepancxasn, I'. I1. Kapesa, O. C. )Kyxoackas. Tam xe, 29, 174 (1974).

C. H. O6remnepanckas, H. H. Kaaununa, T. H. Cnepancrkas, H. M. Coaosvesa,

Tam xke, 29, 946 (1974).

C. H. O6remnepanckan, T. A. Ezoposa, Bectnuk MIY, cep. xum., 1969, Bemn. 5, 115.

C. H. O6remnepancras, T. A. Ezoposa, JK. ananur. xumum, 24, 1439 (1969).

C. H. O6remnepanckas, H. H. Kaaununa, Tam xe, 26, 1407 (1971).

D. S. Mahadevappa, A. C. Ananda Murthy, Talanta, 17, 431 (1970).

M. 1. M. Campbell, R. Grzeskowiak, 1. D. M. Turner, Analyst, 96, 286 (1971).

M. I. M. Campbell, R. Grzeskowiak, G. G. Jenhinson, Y. D. M. Turner, Tam xe, 97,

70 (1972).

H. E. Malone, Talanta, 22, 97 (1975).

J. Bartos, Tam xe, 16, 551 (1969).

J. Bartos, Chim. analyt., 53, 18 (1971).

J. Bartos, Analysis, 2, 479 (1973).

T. Severin, I, Loske, D. Scheel, Chem. er., 102, 3909 (1969).

I. P. Sharma, R. D. Tiwari, Microchem., J., 17, 151 (1972).

L. Legradi, Mikrochim. Acta, 3, 517 (1971).

L. Legradi, Tam xe, 2, 222 (1970).

C. H. Ob6remneparckan, B. H. Jluxowepcrosa, Bectuux MIY, 1969, smm. 3, 130.

C. H. Ob6remnepanckas, 3. I'. Yarenxo, H, C. Mopos, Tam xe, 1969, sbm. 2, 83.

C. H. O6remnepanckas, B. H. Jluxowepcrosa, JK. ananur. xumuu, 26, 158 (1971).

C. H. Ob6remnepancras, B. H. Jluxowepcrosa, A. II. Tepernrves, Tam xe, 25, 2033

(1970).

Trn<hoon

oy



1872 M. A. Urnatenxo, B. K. Ilpomonenkos, T. C. Toayunosa, E. H. Kawunna

142. C. H. Ob6remnepancras, A. II. Tepenrves, F0. A. Tuxonos, H. . Hoinkuna, BectHuk
MIY, 1969, . 3, 117.

143. K, Fickentscher, Arch. Pharm. Berl,, 302, 119 (1969).

144, I. Tashima, H. Hasegawa, H. Juki, K. Takiura, Japan Analyst, 19, 43 (1970).

145. U. Toyozo, M. Jamamoto, Japan Analyst, 17, 306 (1968).

146. K. Wrabets, Z. analyt, Chem., 246, 258 (1969).

147. H. B. Hucker, Drag. Metal. Disposition, I, 322 (1973).

148. A. H. Beckett, S. Al-Sarraj, J. Pharm, Pharmacol,, 24, 916 (1972).

149. J. T. Stewart, T. D. Shaw, A. B. Ray, Analyt. Chem., 41, 360 (1969).

150. R. E. Gammans, J. T. Stewart, L. A. Sternson, Tam ke, 46, 620 (1974).

151. C. W. Ballard, J. Isaacs, P. G. Skott, J. Pharm. Pharmacol, 6, 971, (1954).

152. V. D. Gupta, Indian J. Pharm., 85, 77 (1973).

153. B. A. Persson, Acta Pharm. Suecica, 7, 337 (1970).

154. B. A. Persson, Tam xe, 7, 343 (1970).

155, B. A. Persson, Tam xe, 7, 353 (1970).

156. R. Modin, G. Schill, Tam xkc, 7, 585 (1970).

157. V. D. Gupta, J. B. Reed, J. Pharm. Sci., 59, 1683 (1970).

1568. B. A. Persson, Acta Pharm. Suecica, 8, 193 (1971).

159. E. R. Carrett, J. Tsau, J. Pharm. Sci., 61, 1404 (1972).

160. M. Tsubouchi, Tam xe, 60, 943 (1971).

161. K. O. Borg, Acta Pharm. Suecica, 8, 1 (1971).

162. F. Matsui, /. R. Watson, W. N. French, J. Chromatogr., 44, 109 (1969).

163. K. Kigasawa, Jakugaku Zasshi, 90, 182 (1970).

164. H. M. Kopenman, H. A. llemapesa, JK. ananur. xumuu, 29, 2032 (1974).

165. JI. C. Muxaiirosa, 3. H, Yaras, Tam xe, 29, 2036 (1974).

166. I'. JI. Crapobuney, J. 3. JIyxk, E. Paxmansxo, Tam xe, 30, 1812 (1975).

167. T. C. Bypenro, P. C. Kpunexuna, 3aBoack. jabop., 39, 152 (1973).

168. C. H. O6remnepanckas, A. Il1. Tepenrves, 0. A. Tuxonos, Bectuuxk MIY, cep. xum.,
12, 369 (1971).

169. JI. B. Kypuyoir, B. M. Kypuyvina, Vas. BY30B, XAMUA M XUM. TexHoJjorus, 15, 461
(1972).

170. #. M.) Kopenman, H. B, Kypura, T. fl. [Tewepgosa, Tpyasl Mo XUMHM H XUM. TeXHOJ.
Topbronckoro roc. yu-ta um. H. U. Jlo6adesckoro, 1969, sum. 2 (23), 136.

171. 1. F. Corbett, Analyt. Chem., 47, 308 (1975).

172. J. Bartos, M. Peser, Bull, soc. chim. France, 4, 1627 (1970).

173. P. Wuelfing, E. Fitzgerald, H. Richtol, Analyt. Chem., 42, 299 (1970).

174. V. Toome, S. De Bernardo, K. Manhart, M. Weigele, Analyt. Letters, 7, 437 (1974).

175. L. Legradi, Mikrochim. Acta, 6, 1170 (1969).

176. L. Legradi, Tam xe, 3, 544 (1970).

177. JI. JI. Mopdosuna, B. H. Koporkosa, B. B. Hockos, JK. auanur. xumuy, 29, 580
(1974).

178. K. R. Manolov, V. T. Stamatova, Mikrochim. Acta, 2, 222 (1970).

179. J. P. Rawal, J. P. Singh, Anatlyt. Chem., 47, 738 (1975).

180. K. A. Connors, K. S. Albert, Tam xe, 44, 879 (1972).

© 181. W. Rzeszutko, Acta Polon Pharm., 31, 323 (1974).

182. fI. H. Kopeuman, H. I'. Corrurosa, K. ananut. xumuu, 28, 2063 (1973).

183. T. Mitsui, Y. Fujimura, Japan Analyst, 23, 1309 (1974).

184. L, Legradi, Mikrochim. Acta, 3, 472 (1969).

185. C. Wagner, Analyt. Biochem., 60, 278 (1974).

186. A. D. Marco, E. Mecarelli, Mikrochim. Acta, I, 135 (1970).

187. R. C. Gupta, S. P. Srivastava, Z. Anal. Chem,, 257, 275 (1971).

188. L. Legradi, Mikrochim. Acta, 7, 198 (1969).

189. B. H. Koporkosa, B. B. Hockos, K. ananur. xumun, 27, 580 (1972).

190*. C. H. Obremnepanckasn, FO. H. Tuxonos, Becrnuk MTIY, cep. xum. 1966, Bbm. 6,
95.

191. C. H. O6remnepancras, Heyen Kum Kau, 7K. amanur. xumuu, 29 (10), 2069 (1974).

192. K. Kunorits, Analyt. Chim. Acta, 55, 221 (1971).

193. D. R. Grossetti, J. F. Murrey, Tam xe, 46, 139 (1969).

194. M. S. Pohrbach, B. A. Humphries, F. I. Jost, W. G. Rhodes, S. Boatman, R. G. Hiskey,

. J. H. Harrison, Analyt. Biochem., 52, 127 (1973).

195. J. Mourice, Erddl und Kohle, 26, 140 (1973).
196. A. I. Buseuv, L. I. Teternikov, Analyt. Letters, 4, 53 (1971).
197. T. Takashi, H. Kozuo, K. Akinori, Japan Analyst, 23, 650 (1974).

* Cwm. takxe 0. H. Tuxonos, Kang. auce., MT'Y, M. 1970.



QyHKIHOHABHEI 4HAMH3 a30T- K CePyCOAepKAUIX OPTAHHUECKHX COeLUHEHHH 1873

198.
199.
200.

201.
202.
203.
204.
205.
206.
207.
208.
209.
210.
211.
212.
213.
214.
215.
216.
217.
218.
219.
220.
221,
222.

223.
224.

225.
226.
227.
228.
229.
230.
231.
232,
233.

234.

235.
236.
237.
238.
239.
240,
241.
242.
243.
244,

245.
246.
247.
248,
249.
250.
251.
252.
253.
254.
255.
256.
257.

258.

F. E. Powelle, C. I. Snowden, Analyst, 100, 1192, 503 (1975).

3. H. Yanan, JI. C. Muxaiinosa, JK. anannt. xumun, 25, 1829 (1970).

F. Garscia, E. Monuel, M. I. Ruedos, Quim. anal., 29, 27 (1975); Analyst. Abstr., 29,
3 (1975).

M. B. Devani, C. I. Shishoo, M. G. Shah, Analyst, 98, 759 (1973).

M. Wronski, Chem, analit, 14, 83 (1969).

I. A, Vinson, Analyl. Chem,, 41, 1661 (1969).

L. 7. Roo, S. Singh, Indian J. Chem,, 11, 1072 (1973).

1. G. Higgins, L. M. Mukherjce, Chem. Ind., 7, 317 (1974).

Z. Goral, M. Jaworski, Chem. analit., 15, 629 (1970).

M. Qureski, S. Qureski, S. C. Singhal, Indian J. Analyt. Chem., 40, 1781 (1968).
J. Skutil, J. Gasparic, Mikrochim. Acta, 6, 828 (1972).

M. W. Scoggins, J. W. Miller, Analyt. Chem., 47, 152 (1975).

S.S. M. Hassan, M. T. M. Zaki, Microchem. J., 15, 470 (1970).

A. Besada, 1. A Gawargious, Talanta, 21, 1247 (1974).

J. M. Ross, M. S. Frant, Analyt. Chem,, 41, 967 (1969).

K. Cammann, Beckman Rept., 1970, 21, P)KXuwm., 197/ 21T4270.

R. P. Buck, Analyt. Chem., 46, 28 (1974).

W. Selig, Microchim. Acta, 3, 515 (1974).

b. I1. Hukoavcxutl, E. A. Masceposa, Bectu. JITY, 1975, 84,

F. Pallrin, Pure and Appl. Chem., 44, 3, 579 (1975).

T. Jr. Smith, . M. Patterson, Analyt. Chem., 48, 5, 83 (1975).

B. Kratochvil, Tam xe, 48, 355 (1976).

R. L. Parry-Jones, Educ. Chem., 13, 76 (1976).

W. F. Koch, W. C. Hoyle, H. Diehl, Talanta, 22, 717 (1975).

J. A. Yasosa, bB. A. Jlonaruu, T. JI. Jlowxapes, Tp. KpacHonap. NOJHUTEXH. HH-Ta,
Buin. 70, 49 (1976). )

JI. H. Baaarunuckas, 0. @. Muasies, JI. I'. Babaukosa, JXK. anamur. xumuu, 31, 963
(1976).

r. A.)Caﬂbuur{msa, H. H. Cunonosa, T. A. Epemuna, 5. M. Babxun, B. fI. Kayobauw-
guau, 3apoack. nab., 42, 156 (1976).

C. G. R. Nair, P. Indrasenan, Talanta, 23, 239 (1976).

H. Saad, M. T. Zaki, K. A. Tollan, Microchim. Acta, I, 521 (1976). .

M. Bos, S. T. Lipma, E. A. Dahmen, Analyt. Chim. Acta, 83, 39 (1976).

L. S. Bark, P. Prachuabpaibul, Tam xe, 84, 207 (1976).

L. J. Bjelica, V. I. Vajgand, T. J. Pastor, D. V. Pali¢, Z. anal. Chem., 280, 382 (1976).
O. &. Paiisyanraesa, JI. A. Ulsoiprosa, Tp. Camaprana. yu-ta, puin. 280, 24 (1975).
W. Selig, Microchem. J., 21, 92 (1976).

B. C. Verma, S. Kumar, Tam xe, 21, 237 (1976).

I'. I1. Baaabanos, 10. H. Mywsun, M. I'. Hearnos, T. H. Macaosa, Asr. csua. CCCP
Ne 555338 (1977).

F. F. Gaal, B. F. Abramovic, F. B. Szebenyi, V. D. Canic, Z. anal. Chem., 286, 222
(1977).

N. Duc Hue, Xoa xok, Héa hoc,, 3, 29 (1976).

E. J. Greenhow, Analyst, 102, 1217, 584 (1977).

B. C. Verma, S. Kumar, J. Indian Chem. Soc., 52, 528 (1975).

K. K. Verma, S. Bose, Philipp. J. Sci., 103, 3, 187 (1974).

K. C. Tseng, W. F. Gutknecht, Analyt. Chem., 47, 13, 2316 (1975).

K. K. Verma, J. Ahmed, S. Bose, Z. anal. Chem., 278, 2, 128 (1976).

K. K. Verma, Talanla, 22, 3, 920 (1975).

A. Cedergren, Tam xe, 22, 12, 967 (1975).

K. K. Verma, I, Ahmed, S. Bose, Z. anal. Chem.,, 278, 367 (1976).

B. I. Jykesnuya, I'. . Tarenepn, T. 0. @uaunnosa, ¢6. Opranyyeckiue COCAHHEHHS
cepwl, T. 1, Pura, 1976, c1p. 81.

B. C. Verma, S. Kumar, Talanta, 23, 241 (1976).

B. C. Verma, S. Kumar, Microchim. Acta, I, 209 (1976).

A. M. Bond, 7. Sczajer, G. Winter, Analyt. Chim. Acta, 84, 37 (1976).

B. M. Bupexo, T. H. Tuxornosa, I'. H. ITasso0sa, 7K. anannt. xumuu, 31, 1089 (1976).
K. Hiusler, S. R. Geyer, Z. Chem,, 16, 232 (1976).

M. Wronski, B. Mazurkiewicz, Chem. anal. (PRL), 21, 949 (1976).

A. Zdinska, W. Kwapizewski, B. Dulowska, Tam xe, 21, 681 (1976).

B. C. Verma, S. Kumar, Talanta, 23, 612 (1976).

H. P. Stivastava, J. Indian. Chem. Soc., 53, 400 (1976).

M. N. Krishna, R. K. Rama, R. I. Pulla, Z. anal. Chem., 286, 247 (1977).

B. C. Verma, V. Sharma, J. Indian Chem. Soc,, 53, 1190 (1976).

M. Qureshi, 1. A. Khan, Analyt. Chim. Acla, 86, 309 (1976).

C. H. O6remnepancxasn, T, H. Cnepancrasa, JI. H. Byxrensko, Bectn. Mock. yH-Ta,
Xumus, 17, 621 (1976).

J. A. Plaizer, J. G. Van Damme, R. E. De Néve, Analyt. Chem.,, 48, 1536 (1976).

12 Vemexu xumunr, Ne 10



187

4 M. A. Urnartenxo, B. K. IIpomonenkos, T. C. ['ogynosa, E. H. Katounna

259
260
261

262.
263.

264.
265.
266.
267.
268.

269.
270.

271.
272.

273,
274,

275.

276

277.
278.
279.
280.
281.

. T. S. AlGhabsha, S. A. Rahim, A. Townshend, Analyt. Chim. Acta, 85, 189 (1976).
. A. Mudsyxamu, T. Amano, Hdunox. mar. 502595 (1975); PXKXum., 1976, 13I'234.

. H. Kenjiro, S. Yoshiaki, T. Shoji, V. Fumiko, Bunseki Kagaku, 26, 511 (1977).

J. T. Stock, L. M. Doane, Analyt. Chim. Acta, 86, 317 (1976).

B. I1. ®adeesa, H. @. 3acrasckasn, Uss. Cub. oth AH CCCP, cep. xuM., BHI 3,
155 (1976).

M. P. C. Ip, R. J. Thibert, Microchim. Acta, 1, 599 (1976).

Z. Przybylski, Chem. anal. (PRL), 21, 263 (1976).

R. Knapek, Z. Chmiel, Nahrung, 20, 165 (1976).

W. A. Aue, V. Paramasigamani, Inf. Symp. Microchim. Techn., Davos, 1977, p. 210.
P. B. Tonosua, 3. A. Muctprokos, A. JI. Camycenxo, Nss. AH CCCP, cep. xum,
1977, 1632, .

H. Sohr, K. Wienhold, Analyt. Chim. Acta, 83, 415 (1976).

G. Srivastava, M. Gopal, U. C. Pande, R. D. Tiwari, Z. anal. Chem., 280, 30
(1976).

M. Pribyl, L. Semenkova, Tam xe, 278, 347 (1976).

J. A. I'pubos, B. A. Hemenroes, c6, XI Menpneneesck. cbe3s no obulell ¥ NpHKAAL-
noi xumun, M., 1975, ctp. 51.

P. Fransis, R. Rosset, Analyt. Chim. Acta, 79, 47 (1975).

P. I'. bauwesa, I'. K. Myp3aarosa, )K. P. Paxmerosa, c6. DKcriepiMeHTaAbHbIE METOLBI
HCeJeJ0BaHUST B XUMHM | OuoJjorud, sein. 2, Kaparauaa, 1975, ctp. 79.

I. 1. Arias, C. Sanchez-Pedreno, Y. P. Perez Trujillo, Quim. anal, 30, 183 (1976).
G. Rauret, J. Garcia-Monjo, Tam xe, 30, 29 (1976).

R. L. Kaushik, O. P. Vermani, R, Prosad, Indian J. Chem., 12, 1022 (1976).
A. Barbera, D. Canepa, J. Assoc. Offic. Analyt. Chem., 60, 708 (1977).

E. Giralt, J. Calmet, Ann. Chim. France, 2, 97 (1977).

K. K. Verma, M. P. Sahasrabiddhey, S. Bose, Talanta, 23, 725 (1976).

P. Chakorova, O. Budevsky, J. Electroanal. Chem., 73, 369 (1976).

BcecowosHbll 11ay9H0-HCCIeOBATENbCKHIT HHCTHTYT
XHMHUCCKHX CPEJCTB 3alluThl pacTeHuli, MockBa



