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AHanmm3 XpoMaTrorpaMM CHHTE3HUPOBAHHBIX
KHCIBIX 3(HPOB METHII(HOCHOHOBOM KUCIIOTHI, TPH-
BeAEGHHBIX Ha pHc. 1—3, CBUIETENBCTBYET O JOCTa-
TOYHOW YHCTOTE CHHTE3UPOBAHHBIX KHUCIBIX 3(prpoB
MeTHUI(POCPOHOBOI KUCTOTHI M 00 OTCYTCTBUHU B UX
COCTaBE BO3MOYKHBIX TEXHOIOTUIECKUX IPHMECEH B
BHJI€ CAMMETPHYHBIX 3()UPOB ¥ THPOPOCHOHATOB.
CHHTEe3UpOBaHHBIE MO MPEICTABICHHOI METOJUKE
kuciibie 3Gupbl MeTHIPOCHOHOBON KHCIOTHI B
IeNIIX SMHCTBA U3MEPEHUI MOTYT OBITh PEKOMEH-
JIOBaHBI K HCIIOJIB30BAHHIO B KAUECTBE MapKEPHBIX
STAJIOHHBIX 00PA3I0B B CHCTEME aHATUTHYICCKOTO
KOHTPOJISL.
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MpeacTaBneHa METOAMKA ONpeLeneHns MacCoBOI JONMN OCHOBHOMO
BellecTBa B 00pasuax AuankuiMeTundochoHaToB METOLOM aB-
TOMATMYECKOTO MOTEHLMOMETPUYECKOTO TUTPOBaHMS. [1poBeaeHo
CpaBHEHME C aTTeCTOBAHHbIM METOAOM BWU3YaslbHOr0 TUTPOBAHUA.
lMokasaHo, YTO NPEUMYLLECTBOM AAHHOTO MeTofa fBMSIOTCS BO3-
MOXHOCTb aBTOMAaTU3alun aHanu3a, yMeHbllEeHNe MacCbl HaBECKU,
MOCTOSHHBIN W TOYHbIA 06bEM Kannv TUTPaHTa, COKpaLLeHNe Bpeme-
HW onpeaenenns, UCKIo4yeHne NCnosib30BaHNa XMMU4eCknUX NHANKa-
TOPOB, yNy4ylleHne npeumM3MoHHOCT onpeaeneHus. Pa3paboTtaHHasi
MeToAMKa MOXET ObiTb PEKOMEHA0BaHA ANs roCyAapCTBEHHON Me-
TPOJIOTMYECKO aTTeCTALMM U BHELPEHNS HA 0OBEKTHI MPaXAaHCKON
11 BOEHHOI NPOMBILLAIEHHOCTY

KnioyeBbie cnoBa: noTEHUMOMETPUYECKOE TUTPOBaHWe, Auan-
kunmetundocdoHaThl, onpefeneHne MaccoBoi [OAN OCHOBHOMO
BELLECTBA.

Mass Fraction Evaluation of the Basic Substance
in Dialkyl Methylphosphonate Samples
by Potentiometric Titration

V. Z. Uglanova, N. S. Denisov

A technique for the mass fraction evaluation of the basic substance in
dialkyl methylphosphonate samples by automatic potentiometric titra-
tion is presented. A comparison was made with a certified technique of
visual titration. Several advantages of our method are shown: the ability
to automate analysis, a reduced sample weight, a constant and precise
volume of a titrant drop, a reduced detection time, avoiding the use of
chemical indicators, an improved precision of analysis. The developed
method can be recommended for state metrological certification and
introduction into civil and military industries.
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BeeneHune

B coBpeMeHHOM MHUpE UCTIONB3YETCs OONBIIOE
KOJIMYECTBO HOBBIX, HE MMEIOIINX aHAJIOTOB B IIPH-
poze, OPraHUYECKHUX BEIIECTB, KOTOPHIC SIBISIOTCS
TPSIMBIM HITH KOCBEHHBIM IPOTYKTOM XO3SHCTBEHHOMN
JeSITeNbHOCTH YenloBeka. K HUM OTHOCAT CeIbCKO-
XO3SICTBEHHBIE TIECTUIM/BI, TIOJIMAPOMATHUECKUE
YIIEBOAOPOIbI, KPaCUTEIH, MHUIIEBHIE TO0ABKH,
XUMHUYECKHE OTPABJISIOLINE BEIIECTBA, IPOIYKTHI HX
JeCTpYKIUH U T.11. [Tomaast B OKpy>KarouIyro Mpupo-
HYIO CpeJTy, OHM HapyIIatoT OOMEH BEIECTB, BHI3BIBA-
0T aJUICPIUYCeCKHUE PEaKIMU, CHIDKAIOT IMMYHUTET,
M3MEHSIOT HACIIC/ICTBEHHEIE IPH3HAKH, MOTYT IIPHBO-
JUTh K Tudenu oprann3mMoB. [TosTomy obecrieueHue
IKOJIOTHYECKON 0€30IaCHOCTH JESITETBHOCTH 00b-
€KTOB MPOMBIIUICHHOTO U BOCHHOTO Ha3HA4YEHHs U
OCYIIECTBICHHE MOHUTOPHHTA OKPY KAIOIIEH cpebl
SIBSTFOTCSl BO)KHOW 3ajaueil CIICIMalICTOB Pa3HbIX
oOnacTeil Hayku (9KOJIOTOB, OMOJIOTOB, XUMHKOB).

Cpenu 3arpsA3HSIOMMUX BEOIECTB OIMpene-
JICHHOE MECTO 3aHMMaloT (ochopopranmdeckne
coenunenust (®OC): dropanrugpuabl, dPUPHI
MeTHII(HOCPOHOBOW KUCIOTHI, COTH aMHUHOMETHUII-
(hochOoHOBBIX KUCIOT (MHTHOUTOPHI KOPPO3UH),
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auper pocdhopHoii, THO- U TUTHOGOCPOPHBIX
KHCIIOT, IECTUIIH/IBI U T.[T., IIUPOKO UCTIOIb3yeMbIC
B XO3sIWCTBeHHOU nestenbHocTH [1]. Hambomee
XUMUYECKH CTOMKUMU SBIJISIIOTCSA MOHO- M Juaj-
KunMeTunahocGoHaTsl U NPOAYKT UX KOHEUHOHU
NeTOKCUKAIUU — MeTulpochoHOBasT KUCIOTA
(M®K). DT coeMHEHNS YacTO PacCMaTpUBAIOTCS
KaK MapKepbl MHOTHX TOKCUYHBIX ochopopratu-
yeckux BeuiecTs. OCHOBHBIMU METOAaMU, LIUPOKO
HCTIOB3YEMBIMU B aHaN3e (HochopopraHuIeCcKUX
eriectB (DOB) u, B 4aCTHOCTH, OTPABISIOIIUX
BEILECTB, SABJIAIOTCS pa3Hble BapUaHThl XpOMAaTo-
rpaduyecKkux MeToAoB [2], a Takke THOpUIHBIC
XpoMaTo-crneKTpaibHbie MeToasl [3, 4]. [Ipeumy-
IIECTBO 3TUX METOJOB COCTOUT B BO3MOKHOCTH
JOCTIKEHUS] HU3KHX MpeienioB ooHapyxenus OB
IIPH MOHUTOPHHTE 0OBEKTOB OKPY’KafOIIEH Cpebl
[5], paznenenuss sHaHTHOMEPOB U JAUACTEPEOME-
poB [6], OBICTPOM pa3AeNIeHUH CIOXKHBIX cMecei
[7, 8]. Takue paboOTHI MmpeNoNaraloT U3MEpeHUE
OTIPEACICHHBIX TAPaMETPOB U CPAaBHEHHUE UX C CO-
OTBETCTBYIOLUIMMHU HOPMATHUBHBIMU 3HAUYECHHUSMH.
OT0 ABUIOCH NPUUYMHON CO3AaHUS TOCYAAPCTBEH-
HBIX cTaHaapTHbIX 00pa3uoB (I'CO) u pazpaboTku
HaJIeKHBIX U NPOCTBIX METOAUK BBIIIOJHEHUS U3-
MEpPEHUIN MacCOBOM J10JM OCHOBHOT'O BEIIECTBA B
3TUX 00pa3liax COCAUHEHUI ¢ MOrPEIHOCThIO, HE
npesbimatonieil 1 % npu 10BepUTENbHON BEPOST-
Hoctu P = 0,95 [9-15].

Llenbro HacTOSIIEH PaOOTHI SIBUJIach pa3padoT-
Ka METOJIMKH OIPEeIICHIS] MACCOBOI TOTH OCHOB-
HOTO BEIIECTBAa B Mpenaparax JUaIKUIMEeTUIhoc-
(hOHATOB IyTEM 3aMEHBI THTPOBAHHUS C BU3yaJIbHBIM
(PMKCHPOBAHNEM TOYKH 3KBHUBAJICHTHOCTH [14, 15]
Ha €€ aBTOMaTHUYECKYl0 MOTEHIHOMETPHUUECKYIO
perucTpanuro.
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C;H, C4Ho
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MmetmidochoHaT MmetmiadochoHaT
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O-mermn-0'- O-mernn-0'-
W30MPOITUII- 1300y THII-
MmetmidochonaT MetmidochonaT

o

JKcnepMMeHTanbHasa 4acTb

B kauectBe amankunMetrmndocdoHaroB uc-
nonp3oBaidu ['CO ¢ aTTeCTOBaHHBIM 3HAUCHHEM
MacCoBO# moiu OCHOBHOro BemectBa: O,0/-
mumsonporuamerundoconar (O,0- muuzonpMd),
0,0/-mum3o6ytunmerundochonar (O,0-aunszo-
6yTM®), O,0/-nunuuakonunmerundocdoHnat
(0,0-munuaM®), O-metun-O'-u30nponuIMeTHII-
docdonar (O-metnn-O/-monpMd), O-merun-0/-
u306yTunmetundocdonar (JAM®D), O-metun-0'-
nuHakommMeTundochonar (O-metin-O'-muaM®).
KoHneHTpaIiio cTaHIapTHOTO pacTBOpa FHIPOKCHIA
Harpusi (OCT 4328-77) onpenensuid 1no nepBuy-
HOMY CTaHJapTy — kuciiomy ¢ranary kamus (I'CO
2216-81) [10]. st THTpOBaHMS UCIIOIB30BAIH aBTO-
tutparop ATII-02 (HITK® «AKBUIOH») B KOMILIEKTE
¢ KOMOWHHPOBaHHBIM 3nekTpoaom DCJIK-01.7.
Touky SKBUBaJEHTHOCTH MPHU MOTEHIMOMETpUYE-
CKOM THTPOBaHUHU (DPUKCHPOBAIH aBTOMATHUCCKHU
M0 CKadyKaMm MOTEHIlMaja Ha KPUBOW TUTPOBAHMS,
a BU3YaJIbHO — TI0 MEPEX0/ly OKPAaCKU MHIUKATOPOB
MeTunoBoro kpacHoro (0,1%-i 3TaHoIbHBINH PacTBOp)
u Tumongranenna (0,1%-# STaHONBHBIN pacTBOp).

Pesynbrathbl 1 uX 06cyXxaeHue

Obwue ceedenus o ouarkuimemuapocgpo-
HAmMax.

HuanknnMetundochoHaTsl SBISIOTCS MPOU3-
BOJIHBIMH MeTHI(POCPOHOBOM KuCIOTH (puc. 1), B
KOTOPOW JIBE THIPOKCHIIBHBIC TPYIIBI 3aMEIICHBI
AJKOKCHIIbHBIMU TPyNIaMu. B 3aBUCHMOCTH OT BUa
3aMEeCTUTEIEH AMKOKCHIBHBIX TPYIIIT HX Pa3IeIIsIOT
Ha CHMMETPUYHBIE (OJTUH BH/T AJIKOKCHIIBHBIX TPYIIIT)
(cM. puc. 1, a) u cMemaHHbIe (J1Be pa3IUvHbIC aJi-
KOKCHJIBHBIE TPYIIbI) (CM. puc. 1, 6) nuamkuime-
tundochoHaTsl.

]
CH3;—P—OCH(CH3)—C(CHj3)3

ADCH(CH3)—C(CH3)3

/
0,0’ -punuHakomuimetmiochonar

i
CH;—P—OCH;

A)CH(CH3)—C(CH3) 3

O-metn-O'-nuHakomII-
MeTuapochoHaT

Puc. 1. CrpykrypHble HOpMyIBI THATKHIMETHIHOCHOHATOB: ¢ — CUMMETPUUHBIE,

6 — cMeIanHble AnanKuIMeTHiI(GocdoHaTsr
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CHUMMeTpUYHbBIC THATKHUIMETHI(POCHOHATHI SB-
JISTFOTCSI IPEUMYIIIECTBEHHO TEXHOJIOTMIECKUMU TIPH-
MECSIMH TIPH MIPOU3BOACTBE (POCcHOpOPraHMISCKUX

0 0
| OR 2]
N VAN —CH;

AN

rae R — anKuiIbHBIN 3aMeCTUTEb;
Z — arom ¢ropa.
CMelaHHple TUATKHIMETHI(HOCPOHATH MO-

CH,
z ro”

a TakXe B pe3yibTaTe JEepPUBATHU3AIMH KHCIBIX
OPOIYKTOB AECTPYKUIHH (PochOpOopTraHMIeCKUX

CH3_ P +

Bce aunankunmernindocGoHaThl B YHCTOM BHIIE
MPEACTABIAIOT c000¥ OecuBETHBIC MPO3pavyHbIC
MacCJISTHUCTBIC JKUJKOCTH, HE MMEIOLIHNE 3araxa.
XopoIo pacTBOPSIFOTCS B OPraHUYECKHX PaCTBO-
putensix — xinopodopme, adupe, aerone. [psmoe
ollpesieIeHNe MAaCCOBOH JI0JI OCHOBHOT'O BEIIeCTBa
B 00pa3nax cocraBa JHAIKUIMETUI(HOCHOHATOB
TUTPUMETPUYECKHM METOJOM HE INPEJCTaBISIeTCs

O

I /OR

—P + 2HB
Nor

[Tocne ynanenus 6omblel 4acTH HEMpopearu-
poBaBIIeH OPOMHUCTOBOJOPOTHOM KUCIOTHI POBO-
JISIT TUTPOBAHUE, (GUKCUPYS 1BE TOUKH SKBUBAJICHT-
HOCTH (pHuc. 2):

CH;,

HBr

o)
B !/OH
\OH

0) BTOpasi TOYKa PKBUBAJEHTHOCTH COOT-
BETCTBYET OTTUTPOBBIBAHUIO BTOPOW KHUCIOT-

CH,

O
" ONa
7

CH
“on

XnMns

CH3ON8, —— CH3_P

CH3ON3 —— CH3_P

r — CH;—P

+ NaOH —> CH;— P

+ NaOH —> CH;— P

COCJTMHECHUH, a TaKKe MOTYT 00pa30BBIBATHCS MPH
XpaHEHHH, JCCTPYKIMH WM B PE3YJIbTATEe PEaKIUi
nepesTepruUKaIMY TAKUX COSMHEHHUH Mo cxeme [16]:

O O
OR

VAN

CH; P\ + /P CH;
OR Z

I'yT 00pa30BBIBATHCS MPCUMYIIICCTBCHHO B PE3YIIb-
TaTe XUMUYECKOIO B3aUMOACICTBUSA C METUIATOM
HaTpUs WU KaJlus:

O
I /OR

N

OCH;

COCIUHCHUIN B METUJIATHBIX METOJAUKAX HUX ompe-
JACICHUSA:

+ Naz

0O
I /OR

N

OCH;

+ NaOH

BO3MOXXHBIM. OJJHAKO BO3MOXXHO OIpejesieHue
KOCBEHHBIM MeTooM. CyIIHOCTH 3TOTO crocoda
3aKJIF0YaeTCs B epeBojie auaikuimeTmidochona-
TOB B omnpenensiemyr ¢popmy (1o MOK) B pesynb-
TaTe ero B3auMOACHCTBHUS C OPOMHICTOBOAOPOTHON
KHCIIOTOH M ONpeAeNeHuH COAeP>KaHusl HCXOIHOTO
KOMTIOHEHTa 10 cofepxkanuto MK meromom kuc-
JIOTHO-OCHOBHOTO TUTPOBAHUSI:

O
I /OH
Non

a) mepBasi TOUKAa 3KBUBAJCHTHOCTU COOTBET-
CTBYET OTTUTPOBBIBAHHIO M30BITKA OPOMHUCTOBO-
JIOPOJIHOM KHUCJIOTBI U NE€PBOM KUCIOTHON I'PYIIIbI
MeTHI(POCHOHOBOH KHUCIOTHI:

+ RBr + R'Br

+ NaOH —> NaBr + H)O

i) /ONa
\OH

HOH rpynmsl MeTUI(HOoCHOHOBOH KUCIOTHI:

—+ HzO

(”) /ONa
\ONa

+ HzO
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Puc. 2. Kpussie TurpoBanus M®K rugpoxcunom Hatpus

IIpu pa3paboTke aTTECTOBAHHBIX METOJUK
BeimonHenus: n3mepennit (MBU) maccoBoit momm
OCHOBHOTO BEILI[ECTBA B TUAIKUIMETII(POCHOHATAX
TUTPUMETPHUECKUM METOIOM yCTaHOBIEHO, UTO
HE3aBUCUMO OT BUAa AuankuiaMmerundocdoHnara B
KOHEYHOM HTOT€ OIPEACTICHNAE TPOBOIUTCS ITO TIPO-
nykty ruapoanza MOK, koTopslil siBiseTcst 00mumM
JUTS BeeX muankunmetmidocdonaros. Pazmaue mist
BCEX METOAMK 3aKJII0YaeTCsl I B IPOO0OTOOPE U
npobonoaroroBke. CaMa mporenypa omnpeneIeHus
(TUTpOBaHUA) SIBIAETCS OOIEH A BceX 00pas3IoB
1 TI03BOJISIET OOBEAMHUTE BCE METOAUKH B OTHY.

Jli1s1 000CHOBAHUS BO3MOXHOCTH 3aMEHBI BU3Y-
QIBHOTO TUTPOBAHIUSI IIPOBEJICHO CPaBHEHHUE TIPE/I-
JaraeMoi U aTTeCTOBAHHOM METOAMK BBINOJHEHUS
H3MEPEHUI OCHOBHOTO BEIIECTBA B ITPETOKCHHBIX
oOpasmuax.

32

Memoouxa 8binonHeHus usmepeHull Maccogoll
007U OCHOBHO20 8ewecmaa 8 OUAIKUAMEMULPOC-
Gonamax mumpumempuieckum mMemooom ¢ Gu-
3yanvHol uHOuUKayuel mouku sxeusarenmuocmu [15]

B kxonmueckyio koaby BMECTHMOCTBIO 50 M
(momyckaeTcs UCIOJIb30BaHKE MPOrPaynPOBAHHBIX
nabopaTopHBIX MPOOUPOK BMECTUMOCTRIO 10 U
20 mur), mpeABApPUTEIBHO B3BCIICHHYIO HA aHa-
JUTHYECKUX BECax, MOMENIaTl TOYHYIO HaBECKY
0,05-0,13 r (Tabn. 1) amanu3upyeMoi mpoObI
obpasna guankunmeruinpocdonara. K BemecTBy
npuiuBaiu 4 mi 47%-HOTO BOJAHOIO pacTBOpa
OpOMUCTOBOIOPOTHOM KHCIIOTHI, ITOCIIE Yero KO0y
OBICTPO MPHCOCTUHSIIHN K 4-IIapUKOBOMY 00paTHOMY
XOJIOMILHUKY U CTABUIIU B MIIUIEPHUHOBYIO OaHIO,
npenBapuTelbHo HarpeTyro 1o 160 °C. Peakunon-
HYIO CMECh KUIISITHIM B TeueHue 10 MUH OT Hayana

HayyHbifi otaen
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3aKHITAHHS KHUIKOCTH B KoJi0e. [lanee ropssayro Kooy
OTCOEIUHSIIA OT XOJIOAUIBHUKA U TPOIODKAIN Ha-
rpeBaTh Ha SICKTPUYESCKOMN [UIUTKE WK DIUIEPUHO-
BOIi OaHe ¢ LeJTbIO BBINTAPHUBAHUS HEIIPOPEarupoBas-
e GpOMHUCTOBOIOPOTHOM KUCIOTHI IO OCTATOYHOTO

00béMa pactBopa okoiio 0,3—0,5 M. 3aTeM, oXJiauB
KOJIOYy JI0 KOMHATHOU TeMIeparyphl, e€ COIepKu-
MO€ TIEPEHOCUIIN B KOHUYECKYIO KOJIOY BMECTUMO-
CcThI0 250 MJI TyTéM TIPOMBIBAHHUS KOJOBI TSATHIO
nopuusiMu 1o 10 M1 IUCTUIUTMPOBAHHON BO/IOM.

Tabnuya 1

Hcxonnbie qaHHBIE AJI51 NMpoBeICHUS aHAIU3a IlHaHKﬂJ]MeTPUI(l)OC(l)OHaTOB

Jlnana3oH usmepsemoi
MaccOBOH 1O OCHOBHOTO
BelecTra, %

90-100

No Haspanue o6pasua Tutp NaOH Macca HaBecku
- pasit 1o o6pasuy!, 7, r/mn obpasma’Z, m, T
1 | 0,0/-guusonponun-merunpocdonar 0,01802 0,0750-0,0900
2 O,O/—zu/ln306yTun—Memmbocd)0HaT 0,02082 0,0830-0,1040
3 | 0,0/-mununakonmi-mMeTHndochoHaT 0,02644 0,1100-0,1350
- _0/- -
4 |O-vermi-O-usonponi 0,01521 0,0610-0,0830
MmetunpochoHat
- _0/- -
5 | O-vemn-O -usobyin 0,01662 0,0600-0,0790
metmindocdonar
- _0/- -
6 |O-mernr-O -mimaxosu 0,01942 0,082-0,1000
metuiadocdonar

[Mpumeuanue. 'Tutp 0,1 H pacTBOpa THAPOOKUCH HATPHUA MO AHANKUIMETHI(hOCOHATY, He TPHBEACHHEIH B TabnuIe,
paccunTbiBaeTcs no popmyne T = M, - 1074, tne M, — mMonsApHas Macca COOTBETCTBYIOUIETO AMATKMIMETHIPOCHOHATa;
2Macca HaBecKH TUATKUIMETHI(GochoHaTa, HE IPUBEIEHHOTO B TaONHUIe, PACCUUTHIBAETCA 110 opmyrne m = (4,0 — 5,0) - T

K momydyeHHOMY pacTBOpYy W3 KamleIbHUIBI
JN00aBISLIH 3 KAaIUTH HHIUKATOpa METHIIOBOTO Kpac-
HOTO0, MepeMeIInBaIM U OCTOPOXXKHO HEHTpan3o-
BaJM pacTBop myteM pobasnenus 0,1 H pacTBopa
THIPOKCHU/IAa HATPUS IO MOSBICHHUS c1a00-pO30BOrO
usera. [locne yero tutpoBanu 0,1 H pacTBOpoM
THJIPOKCHJIAa HATpUs N0 Nepexosa ciaabo-po3oBoi
OKpacKH B COJIOMEHHO-)KENTY0. 3aTeM [00aBIsiiu
B pactBop 10 Karens HHAMKATOpa TUMOJI(TaIenHa
U THTPOBAJIN 00pa30BaBIIYIOCS KHUCIYIO COJb Me-
TUIPOCHOHOBON KUCTIOTHI PAaCTBOPOM THIPOKCHIA
HATpHs 10 Mepexoja OKPacKH pacTBOpa B CHHHI
uBeT, Gpukcupys o6bem V. ONHOBPEMEHHO MPOBO-
IWIIA B QHAJIOTUYHBIX YCJIOBHSX XOJIOCTOU OIIBIT,
(uxcupys 06bem V.

MaccoByo 10710 OCHOBHOTO BellecTBa 00-
pasna auankwiMeTuiadochoHaTa pacCUYUTHIBAIN
o ¢opmyine

M, =((V' _VZ)'T'Kj-loo%,
m

rae V, — o6bsem 0,1 H pacTBOpa rHAPOOKHCH
HaTpHs, MOLIEAMNI HAa TUTPOBaHUE MPOOBI 00-
pa3ua nuankunMetmwidocoHara ¢ Tumondrane-
WHOM, MJ;

V, — obbem 0,1 H pacTBOpa rMAPOOKMCH Ha-
TpHUsl, MOLIENMNNA HAa TUTPOBAHHUE MPOOBI 00pasua
nuankunaMetuiocponara ¢ TUMOIPTAICUHOM B
XOJIOCTOM OTIBITE, M,

XnMns

T — tutp 0,1 H pacTBOpa THAPOOKUCH HATPHS
no auankuwimerwipocdonary (cm. Tabdm. 1), r/mi;

K — momnpaBouHBIi K03 (GUIUEHT K KOHIICH-
tpaunu 0,1 H pacTBOpa ruxpooxucu Hatpus (K =1
TIpY UCTIONB30BaHNH cTaHaapT-TuTpa «0,1 H pacTBOp
THUAPOOKUCH HATPUS»);

M —Macca HaBECKU MPOOBI COOTBETCTBYIOIIETO
auankmiMeTmiidochoHaTa, B3sITas A U3Mepe-
HU#, T (cMm. Tabd. 1).

Memooduxa onpedeneruss Maccogol 0oau Oc-
HOBHO20 Geujecmed 6 OUAIKUIMeMmUiIpochonamax
aABMOMAMUYECKUM NOMEHYUOMEMPUYECKUM MU-
mpoganuem

CrnexyeT OTMETHTH, YTO CIIOCOO MOTyYCHHUS
MOK B nipesio’)keHHON METO/IMKE aHATIOTHYEH CIIO-
co0y ee TOJTyYeHUs B aTTeCTOBAaHHON MeTomuke [15].
B xoHn4eckyro Kooy BMECTUMOCTBIO 50 Mt (ory-
CKaeTcsl MCITIOIh30BaHNE IIPOTPaTyHPOBAHHBIX J1a00-
paTopHBIX TPOOUPOK BMeCTUMOCThIO 10 1 20 M),
MIPEIBAPUTEIHHO B3BEIICHHYIO Ha aHAINTHYIECKHUX
Becax, moMmemanu Tounyo HaBecky 0,05 — 0,13 r
(cm. Tabi. 1) aHanu3upyemoi mpoObl 0Opasia auali-
kunMmetuidocdonara. K BemectBy npuimBaim 4 Mt
47%-HOTO BOJHOTO PacTBOPa OPOMUCTOBOIOPOIHON
KHCIIOTBI, TIOCJIC Yero KO0y ObICTPO MPUCOCTUHS-
JH K 4-IMapuKoBOMY 00paTHOMY XOJIOAMJIBHUKY U
CTaBWJIN B IIMIIEPHHOBYIO OaHIO, IIPEIBAPUTEIHHO
Harpetyro 110 160°C. PeakinoHHYIO CMeCh KUTISI THITH
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B TeyeHue 10 MUH OT Hayana 3aKUIAHUS XKHUJIKO-
cTH B Koj0e. Jlanee ropsuyio kojady OTCOEIUHSIIN
OT XOJNOAMJIbHUKA M MPOAOJKAIW HArpeBaTh Ha
NEKTPUICCKON IIITUTKE MM TIUIEPUHOBON OaHe
C IIEJBIO BBITIAPUBAHUS HETIPOpEarnpoBaBIiei opo-
MHCTOBOIOPOJIHOM KHUCIIOTHI JO OCTaTOYHOTO 00b-
éma pactBopa oxono 0,3-0,5 mu. 3arem, oxjaauB
KOJIOY J10 KOMHATHOM TEMIIEPATyPhl, €€ COICPIKUMOE
MEPCHOCHIIA B KOHUYIECKYIO KOJIOY BMECTHMOCTBIO
250 M3 yT€M NPOMBIBAHUS KOJIOBI MATHIO MOPIU-
stmu 110 10 MJ1 TUCTUITMPOBAHHON BOJIOM.

B pacTBop nomerniann KOMOMHUPOBAHHBII AIIEK-
tpon DCJIK-01.7, nakoneunuk mo3aropa ATII-02,
BKJIFOYAJIM MAarHUTHYI0 MELIAJIKY M 3aIlyCKalH Ipo-
rpaMMy TUTPOBAaHMS AUAIKHIMETUI(HOCHOHATOB
0,1 H pacTBOpOM rugpokcuaa Harpus. [Iporpamma
C 3aJJaHHBIMU NTapaMeTpaMu CO3/1aBajlach OJUH pPa3
U B JaJbHEHIIEM UCTIOIb30BaNIach 0€3 N3MEHEHUIA:

— METOJ TUTPOBAHUS: MPIMOE, PEKHUM aBTO-
MaTHYEeCKUH, THTPOBAHHUE C OINpEACIICHUEM SKBH-
BaJICHTHOM TOYKHU;

— CKOpOCTh TUTpOBaHus, S : S . = 0,016 mn/c;
Sax = 0,017 mui/c;

— o0wem karutn: 0,04 mut;

— 00bE€M HaYaaLHOM 10361 4,5 MiT;

— ypoBeHb crabunmarmu norenrmana: 0,2000 mB;

— may3a: min = 0,5 ¢; max =10 ¢;

— aBTOCTOI 10 norernuary — 200 mB.

[To 3aBeprieHHN TUTPOBaHUS (PUKCHPOBATIH
00beMBl TUTPAHTa, COOTBETCTBYIOIIME EPBOMY U
BTOPOMY CKa4Ky IMOTEHIIMAaIa Ha KPUBOW TUTPOBAHHSI.

OIHOBPEMEHHO B TEX )K€ YCIOBHUSIX, TPOBOJIITN
HU3MEpEeHUs X0JIOCTOro pacTBOPa, HE COJEPIKALIETo
IuankuiMetuipocponara, GUKCHPYs 00bEM TH-
TpaHTa MO CKa4yKy MOTEHIIHaa.

MaccoByr 10110 OCHOBHOT'O BEIIECTBa 00-
pasna auaikmwiMeTuiadochoHaTa pacCUYUTHIBAIN
o ¢popmyse

(@2109815 V) 1k g,

m m,

Md

e V, — obwvem 0,1 H pacTBOpa rMAPOOKHMCH Ha-
TpHsl, TIOMIEANUN Ha TUTPOBaHKE MPOOBI 00pasia
IuaIKuIMeTmIhocdoHara 10 NepBOl TOUKH SKBHU-
BAJICHTHOCTH, MJI;

V, — o6bem 0,1 H pacTBOpa I'MIPOOKHCH Ha-
TpHsl, TIOMIEANUN Ha TUTPOBaHKUE MPOOBI 00pasia
IUaIKuIMeTmIhpocdoHara 10 BTOPOil TOYKH SKBH-
BAJICHTHOCTH, MJI;

Vy — obbem 0,1 H pacTBOpa rHAPOOKHCH Ha-
TpUs, TOMEIINN HA TATPOBAHUE XOJIOCTOH TPOOHI,
mit; (V3 = 0 mpu OTCYTCTBUM TOYEK SKBHBAJICHT-
HOCTH);

T — tutp 0,1 H pacTBOpa rMIAPOOKUCH HATPUs
no nuankuiametuidocdonary (cm. tadi. 1), /v

K — nonpaBo4HbIH KOd()PHUINEHT K KOHIEH-
tpauuu 0,1 H pacTBOpa ruapookucu Harpus (K =1
MIPY UCTIONIB30BaHUU cTanaapT-Tutpa «0,1 °H pacTBOp
TUJPOOKHCH HATPHS»);

m | —Macca HaBECKH NPOOBI COOTBETCTBYIOIIENO
quankuiaMetmidochonata, B3sTast A1 U3MEPEHUH,
r (cM. Tadm. 1);

11, —Macca HaBECKH MPOOBI COOTBETCTBYIOLIETO
auankuMetmidocdoHnara, B3sATas It U3MEpEHNH
IPU XOJIOCTOM OTIPEJICNEHNUH, T;

0,9615 — ko3 urnenT, yanTHIBaIOMmuNi CHCTe-
MaTHYECKYIO MOTPEUTHOCTh METOIUKH.

B Tabn. 2 npuBeneHbl pe3yabTaThl ONpese-
neHus ocHoBHOTO BemecTBa B I'CO HekoTOphIX
JTUATKIIMETHII(HOC(HOHATOB IO JTBYM METOAHMKAM.
YcTaHOBIEHO, UTO TP BU3YAIBHOM W ITOTEHITHOME-
TPUYECKOM TUTPOBAHUHU B KaXJIOM CIIyuae pa3iudue
MEXJy CTAaHAAPTHBIMU OTKJIOHEHUSIMH HAXOIUTCS
B IPaHUIAX BO3MOXKHBIX CIIy9alHBIX KOneOaHui, a
pa3nudne MeXIy CPEAHUMH PE3yNbTaTaMHi METOIUK
HE SIBJISICTCS 3HAYMMBbIM.

Tabnuya 2
Pesyabrarsl onpeesieHHs1 MaccOBOM 10JIM OCHOBHOI'O BeleCTBA AHAJKUIMeTHI(ocHATA
10 aTTeCTOBAHHLIM [14] U paspadoranubiv MeTogukam (N, =N, =113 P =095, F . =297;¢ . =1,96)
TurpoBanue
Oopazen BU3YyaJIbHOE MMOTEHIIMOMETPHYECKOE Fen Lyen
M, % S, M,, % S,
0,0’-mumonpMd 98,08+0,1546 0,50 98,20+0,1325 0,36 1,00 0,79
0,0’-1un306ytM® 97,95+0,1719 0,53 98,09+0,1435 0,39 1,19 0,98
0,0’-aunueM® 96,99+0,1537 0,52 97,13+0,1324 0,34 1,25 1,02
O-MeTI/IJ'[-O/-I/BOHqu) 97,554+0,1456 0,61 97,75+0,1342 0,45 1,21 1,12
JAMO 98,15+0,1656 0,47 98,28+0,1463 0,29 1,06 0,87
O-metu-O/-muaM®d 98,02+0,1743 0,59 98,12+0,1665 0,51 1,19 1,09
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B

B xozne mpoBeneHus BaTugani METOAUKH BBI-
MOJTHEHUSI U3MEPEHUI MacCOBOHM J0IM OCHOBHOTO
BellecTBa B AuajkuiMeTuidochonarax 6bu10 ycra-
HOBJICHO, YTO YKa3aHHOE ypaBHCHHE MOXET OBITh
MIPHUHSITO 32 OCHOBY M3MepeHusi. OHO BKJIFOYAET BCE
3HAYMMBIC JIJIs pe3yibTara onpeaeneHus (hakTopsl
(M3MepeHre Macchl HAaBECOK, HETMHEHHOCTH B3Be-
UBaHUs, 00BEMOB PACTBOPOB, CTENEHb YHUCTOTHI
CTaHJApTOB, YCTAHOBIICHHE KOHEUHON TOUKH TUTPO-
BaHUs), a TaKKE MTapaMeTPhl, KaK JABJICHHE U TEM-
reparypa He SBJISIOTCS 3HaUUMbIMU IPU yKa3aHHBIX
TPaHUYHBIX YCIOBUSAX U3MEPCHHUN C MPUMEHCHHEM
TUTPUMETPUUYECKOTO METOJIA.

CrnenyeT OTMETUTH NMPEUMYIIECTBA METOIUK
MOTCHITUOMETPHYECKOTO TUTPOBAHUS C TIPUMEHE-
Huem aBrorurparopa ATII-02 nepen arrecToBaH-
HBIMH METOAMKAMH BH3YaIbHOTO THTPOBAHUS: BO3-
MOKHOCTh aBTOMAaTH3allMH aHaJIM3a, YMCHbBIIICHHUE
Macchl HaBECKH, MMOCTOAHHBII U TOUHBIH 00BEM
KaIlIi TUTPaHTa, COKPAIICHUE BPEMEHH OIpee-
JIEHUs1, UCKJIFOUCHHUE HUCIIOIb30BaHUSI XUMUUYECKUX
WHAUKATOPOB, YIIyUIICHHE IPEIIM3UOHHOCTH OIIpe-
nenenus [15].

[IpoBenénnas Banupauus [17] paszpaboraH-
HBIX TPOTOJHTOMETPUUCCKUX METOAHMK aHAIH3a
JuaNKuIMeTun(hochHoHaATOB MOKa3aia, 4To JaHHbIE
METOAMKHU JOCTATOYHO XOPOIIO OMpEelesIeHbl U
BKJIFOUAIOT BCE HEOOXOMMBbIC TPEOOBaHUS 110 TIPO-
CIIEKMBAEMOCTH, OTIPEIEIEHHBIC MEXKyHAPOAHBIMH
CTaHIAPTaMH, U MOTYT OBITh PEKOMEHIOBAHBI JIJIs
rOCYJJapCTBEHHON METPOJIOTHYECKON aTTeCTAIIMU 1
BHEJpPEHHs] HA O0BEKThI TPaXJAaHCKOH U BOCHHOM
MIPOMBITITICHHOCTH.
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