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Ilposedeno memponozuyeckoe ucciedoganue pedoKc-nOMEHYUOMEMPULECKO20 Memooa
onpeoenenHus eaHaous 6 Heymu u HepmenpooyKmax Ha coomeemcmeue mpedoeanusmM 6Hyn-
punabopamoproz0 KOHMPOna 6 00nacmu HOOMEEPHCOCHUS COOMBEEMCMEUs YCHAHOGIEHHbIM
Memponozuyeckum xapaxmepucmuxkam. OyeneHvl noKazameau mMoOYHOCHMU (NPAGUNLHOCHD U
NPEYU3UOHHOCHIL) U NOGMOPAEMOCHU (CXOOUMOCHB) PE3YTIbMANO8 AHANU3A, A MAKICE OCYU|e-
CM6N1eH KOHMPOb CMAOUTLHOCHU Memo0oM KonmpoavHbix kapm Illyxapma.

Ki4yeBbie €I0Ba: METPOJIOTMYECKOE HCCIIEAOBAHKME, TOYHOCTH, MPABUIBHOCTB, MPEIU3HOHHOCTE,

CTa0MIIBHOCTB, KOHTpONIbHBIE KapThl [llyxapra

Bompoc pa3paboTku OBICTPBIX M TOYHBIX Me-
TOJIOB JIJIsl ONIPEJIeTICHUs] BaHa sl B CHIpON HedTH u
MPOJIYKTax ee MepepadOTKU SIBISIETCS BECbMa aKTy-
anbHbIM. J[Ns1 onpeneneHus BaHAJUS B YKa3aHHBIX
o0beKTax MPUMEHSIOTCS pasindHble MeTonbl ((oTo-
METPUUYECKUN METOJ, METO/bl aTOMHO-3MHUCCUOHHON
U aTOMHO-abCcOpOIMOHHON crmekTpockonuu, OIIP-
cnekrpockomnus [1, 2] u gp.). bonpmmHCTBO M3 HUX
TPYAOEMKH, JUIUTENbHBI, XapaKTepU3YIOTCS CIOKHOM
MPOOOTIOATOTOBKOM, BRICOKOH CTOMMOCTBIO 000pyI10-
BaHHUA U CIIO)KHOCTBIO SKCILTYaTallHH.

B cBs3u ¢ 3THM, TIeNbIO Hatiel paboThl OBLIO
YIpOIIEHHE criocoda aHain3a, COKpaIleHne BPeMeH!
ero MpOBEJCHHS U YMEHBIIEHNE CTOMMOCTH aHAJIH3a.
BecpMa mepcrieKTUBHBIM ISl PEIIEHUs MOCTaBIICH-
HBIX 3a/a4 SIBISETCS TPUMEHEHHE METOJla PeIOKC-
MTOTEHITMOMETPHUH 0€3 MPOBENIEHUSI TUTPOBAHUS C HC-
MTOJTE30BaHUEM MIPOCTHIX, TOCTYITHBIX HOHOMEPOB.

Hamu paspaboran pemokc-oTeHIIHOMETPH-
YECKUI METOJ OIpeneicHUs BaHAAWS B HeQTH U HED-
Tenpoxykrax [3].

C menpro OIEHKM TPHUTOIHOCTH METoJa Ha
3aKTOYUTENIFHOM dTale IPOBENEHO METPOJIOTHY e-
CKOE HCCIIEZIOBaHHE Ha COOTBETCTBHE TPEOOBAHHIM
I'OCT P UCO 5725 [4] u MU 2336-2002 [5].

B I'OCT P UCO 5725 u MU 2336-2002 nns
OIMCaHUSl TOYHOCTH METOJa M3MEPEHHH HCIOIb3Y-
IOTCS IBa TEPMUHA: IIPABWIHHOCTHY M «IIPEIU3HOH-
HocTbY. Ilpu oueHke mokaszarenaedl MpaBUIBHOCTH,
MPEM3UOHHOCTH METOJ[a OIpENeNeHnusT B paMKax
MIPUHSTON MOJEIN HAMH CIeJaHbl CIEAYIONUe J10-
MyIIEHHS: COCTaB MPOOBI HE OKA3hIBAET 3HAYHTEIBHO-
T'O BIUSHUS Ha MOTPENTHOCTh PE3Y/IbTaTa U3MEPEHHIA;
00pas1pl IS OIEHWBAHUS METPOJIOTHYECKUX Xapakx-
TEPUCTUK CTAOWIILHBI BO BpEeMs IPOBEICHUS DKCIIe-
pUMEHTa; TpPUMEHEHHE MeTona J00AaBOK IT03BOJISET
YCTPaHUTH JU00 CHU3UTH /0 MPHUEMIIEMBIX 3HAYCHUI

MOrpC€uIHOCTU I/ISMepeHHﬁ, BBI3BAHHBIC BJIWSIHUEM Ha
MOTEHIMAN 3JIEKTPOJa NMPUMECEH, MPUCYTCTBYIOLIMX
B aHAJIH3WPYEMOM DPacTBOPE;, PACTBOP CTaHJIAPTHOM
J00aBKM OTHOPOIHBIA M HE BIUSET Ha COCTaB M3Me-
pPAEMBIX 06pa3u013, MOrp€UIHOCTh €TI0 MPUTOTOBJICHUA
HE M3MCHACT BCINYUHY CHUCTEMaTUYECKON norpeu-
HOCTH METOJIa OTPEICICHUSI.

Hamu anamisumpoBamch oOpasmbl Manocep-
Hucroir Hedtm (I'pO3HEHCKOE MECTOPOXKIACHHE) C

miotHocThio p=0,831 r/em’ n conepKaHuEM Cepbl
~0,2 mac. % (obpazert Nel) u BEICOKOCEpHHUCTOH HEd-
t™a (HoBoamuTpumeBckoe MecTopokacHue KpacHo-
JAPCKOro Kpast) ¢ IIOTHOCTBI0 p=0,93 T/eM’n coxmep-
JKaHHeM cepbl ~2 mac. % (oOpazer No2); cymoBoro
MasoBsizkoro torumBa mo TY 38.101567- 87 ¢ muiot-
Hoctbio p=0,82 r/cM® u comepxanuem cepsl ~1,5 Mmac.
% (obpazer Ne3). Pe3ynmbTaTsl onpeaeneHus CpeTHIux
3HAYCHUH CoJepKaHWs BaHamus B Hehtm u HedTe-
MPOAYKTaX MPEICTaBIEHBI B Tabm. 1.

Tabnuuya 1
PesyabTaThl onpeneseHusi BAaHAAUA B He)TU U HedTe-
nmpoayKrax. Yucj10 onbITOB I KAKA0ro oﬁpasua
N=20. P=0,95
Table 1. Results of vanadium determination in an oil
and oil products. Number of experiences for each
sample is N=20. P=0.95

Ne 06- ATOoMHO- Penokc-noreHnmomerpus
pasua |abcopOrmoHHas Cucrema Cucrema
CIIETPOCKOTIHSI V(V)-KI | V(V) - Ce(Ill)
Bssaro, mr/kr  |Haiineno, mr/kr|Haiimeno, Mr/kr
1 1,0 0,99 -
2 58,0 57,35 57,62
3 0,44 0,45 -

B kauecTBe NMPHUHATOrO OMOPHOI'O 3HAYCHUS
HPUHSATHI Pe3yJbTaThl, NOJTy4YE€HHBIE METOJOM aTOM-
HO-a0COpOILIMOHHOM CHEKTPOCKONHUU B COOTBETCTBUH

XUMUA U XUMWNYECKASA TEXHOJIOI'MA 2013 tom 56 BbINL 10 33



¢ ASTM D5863 - 00a (2011) «CranaapTHbIC METOJIBI
Olpe/ieTIeHNs] HUKeNs, BaHaAus, jKele3a W HaTpus B
ChIpOoii HepTH W HE(TAHBIX TOIUIMBAX C MOMOLIBIO
IJJAMCHHOM  aTOMHO-a0COPOIIMOHHON — CIEKTPOCKO-
NUU» B HE3aBHCUMON aKKPEAWTOBAHHOW J1abopaTo-
pun. CpaBHeHHE pe3yJIbTaTOB IMOKa3bIBaeT HE3HAUH-
TENBPHYI0 CHCTEMAaTHYECKYIO TMOTPEUIHOCTh Mpeaja-
raeMoro MeTo/a, YTO MOATBEPKAACT XapaKTEPUCTUKY
€ro MpaBUJIbHOCTH.

I[HSI OLCHKHN IMPCHU3UMOHHOCTU MCETOJa HaMHU
ObUTM pacCUMTaHbl CIENYIOUIME I[OKa3aTend IpH
P=0,95 [5,6]:

- nokazarenb nostopsiemoctn (CKO moBTo-
pAEMOCTH);

- mnokasarenb BocrpouszBogumoctn (CKO
BOCIIPOU3BOJIUMOCTH);

- TIpe/ieN MOBTOPSEMOCTH (Il IBYX PE3YJib-
TATOB MIAPAJUIENBHBIX OMpeIeIIeHHH);

- IIpeJieN BOCIPOU3BOANMOCTH (IJIs1 IBYX pe-
3yJBTAaTOB MapajuIelbHBIX ONpeeNeHNH );

- CpeIHsis KBaJpaTHuecKas MMOrPEelIHOCTh pe-
3yJIbTaTOB €MHUYHBIX H3MEPEHUH;

- CpeIHsis KBaJpaTHuecKas MMOrPEelIHOCTh pe-
3yJIbTaTa U3MEPEHUH CpemHero apu(pMeTnyecKoro;

- IOBEPUTENbHBIEC [PAHULIBI TOTPEITHOCTH pe-
3yJIbTaTa U3MEPEHUH.

[Mpu ananm3e coOOMIOAANHCH CIEMYIOIINE yC-
JIOBUSL BHYTPHIJIA0OPATOPHON MOBTOPSIEMOCTH: €Ke-
JTHEBHO TPOBOJIMIIOCH TI0 JIBa MapaJuIEbHBIX U3Mepe-
HUS KaXA0ro o0paslia OJHUM ONEepaTopOM, HCIIOIb-
3YIOIIMM OJTHO U TO K€ 000pyI0BaHKE, B OTHO M TO K€
Bpemst B Teuenune 20 nueil. [lomydeHnsle meTponoru-
YECKUE XapaKTEPUCTUKHU TIPENCTaBIICHBI B Ta0. 2, 3.

[Tpu oneHke CTaOMIBHOCTU PE3yJIbTATOB H3-
MepeHHuil B Ipeaenax J1adopaTopuu HaJO0 MONAEPIKH-
BaTh Ha TpeOyeMOM YpOBHE M IOKa3aTellb Mpelnu3h-
OHHOCTH, U MOKAa3aTellb MPAaBUIbHOCTH, TaK KaK HEllb-
3sl TapaHTHPOBATH, YTO METOJl U3MEPEHHS YIOBIIETBO-
pSieT 3HAYEHUIO MPAaBUIBHOCTH, JAXKe €CITU OH YJIOB-
JIETBOPUTEJICH C TOYKHU 3PEHHS MTPEU3UOHHOCTH.

Tabnuya 2

OTHOCHTEJBHBIE 3HAYECHHS MOKA3aTeIeH MOBTOPAECMOCTH, BOCIIPOM3BOAMMOCTH, MPEACT0B MOBTOPHAECMOCTH, BOC-
MPOU3BOIUMOCTH METOAA PEAOKC-MOTCHIIUOMETPHICCKOI0 OIIPEeaACJICHUS BaHAAUA B 06pa3uax l-[e(l)Tl/l ) /1 He(l)Tel'lpO-
aykros, P=0,95
Table 2. Relative values of indicators of repeatability, reproducibility, limits of repeatability, reproducibility of a
method of redox-potentiometric defermination of vanadium in samples of oil and oil products, P=0.95

Tokasaress nosTo- | [okasatelb BOCIPOU3BO- | [[pesien moBTopsiemoctd | [Ipesies BOCTIPOH3BO-
pAEMOCTH JUMOCTH (anst IBYX pe3yabTaToB JTMMOCTH
Ne obpasua | (CKO nosropsiemo- | (CKO BOCIPOM3BOAMMO- | japasensHeIx onpeserne- | (15 ABYX pe3ybTa-
cTn) CTH) HUiA) TOB U3MEPEHHIA)
o) % ool s % r, % R, %
1 (cucrema
V(V)-KI) 1,64 2,77 4,55 7,68
2 (cucrema
V(V)-KI) 2.4 35 6,6 9,7
2 (cucrema
V(V)-Ce(lll)) 2,3 2,7 6,1 7,5
3 (cuctema
V(V)-KI) 3,35 4,9 9,4 13.4

Taonuua 3

3HaveHuUs cpeHel KBaJpaTHYeCKOl MOrpelIHOCTH Pe3yabTATOB eIHHUYHBIX H3MePeHUid, cpeHell KBaAPATHYHOI
MOrpelIHOCTH pe3yjabTaTa H3Mepel—[l/ll7[ CpeaHero apnq)Meanecxoro, AOBEPUTEJBbHBIX 'PAHUI MOI'PEIIHOCTH pe-
3YyJbTATOB mmepeﬂnifl MeETOoJa PEAOKC-MOTCHIIMOMETPUYECKOI0 onpeae/eHusi BaHAIUusl B 06pa3uax l-le(l)Tl/l H Heq)-
Tenpoaykros, P=0,95
Table 3. Values of root-mean-square error of results of single measurements, root-mean-square error of result of
measurements of arithmetical mean, confidential borders of error of results of measurements of a method of re-
dox-potentiometric determination of vanadium in samples of oil and oil products, P=0.95

Ne o6pasua S S, JloBepHUTENbHBIE TPAHUILIBI,
1 (cucrema V(V)-KI) 0,0302 0,0067 +0,014
2 (cucrema V(V)-KI) 2,1347 0,477 40,995
2 (cuctema V(V)-Ce(l11)) 1,8525 0,414 +0,864
3 (cucrema V(V)-KI) 0,0214 0,0048 +0,01
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Jis  KOHTpONsi CTaOWJIBHOCTH pPE3yJIbTaTOB
M3MEPCHUN B Tpenenax jJabopaTopuul HaMU KCIOJb-
30BaliCh KOHTpoNbHBIE KapThl lllyxapra. Anamuszy
©KEIHEBHO MOABEPrajuCh T€ XK€ TPHU HCCIEIYEMBIX
o0pasia B YCJIOBHSX MOBTOPSIEMOCTH: OJJHUM OIlepa-
TOpOM, Ha OJHOM OOOPYIOBaHHHU, B OJHO U TO XKe
BpeMs. Uucino mapajuiebHbIX U3MEPEHUM I TOTy-
YEHHS pe3ysbTaTa PaBHSIOCH ABYM. M3Mepenus mpo-
BOIMINCEH B TeueHue 20 qHei.
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Ne moarpymnmst
Puc. 1. Kapra npenenoB copepxanus BaHaaus B oOpasie HepTH
I'posnenckoro mecropoxaenus st cucremsl V(V)-KI, nonyden-
HbIX B ycnoBusx nosropsiemoctu: UCL (36) — npenen neicrsus,
pasHslii 0,1024; UCL (26) — npeznen npeynpeskieHus, paBHbIH
0,0788; CL — cpennsist manus (0,0314)

Fig. 1. Card of limits of the vanadium content in an oil sample of
the Grozny field for system of the V (V) - Kl received at the con-
ditions of repeatability. UCL(3c) limit of action is equal to
0.1024; UCL (20) —limit of notice is equal to 0.0788;

CL — mean line (0,0314)
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Ne moxrpymnmst
Puc. 2. Kapra npenenoB comepxanusi BaHaaus B obpasiie HepTu
HoBonmurpuesckoro mectopoxkaenus 1 cucremsl V(V)-KI,
noiy4eHHbIX B ycnoBusax nosropsemoct: UCL (36) — npenen
neiictust, paBHbli 7,497; UCL (20) — npenen npenynpexaeHus,
paBHs1ii 5,764; CL — cpenusis munust (2,294)

Fig. 2. Card of limits of the vanadium content in an oil sample of
Novodmitriyevsky field for system of the V (V) - Kl received at
the conditions of repeatability. UCL(3c) limit of action is equal to
7.497; UCL (20) —limit of notice is equal to 5.764; CL — mean
line (2,294)
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Ne nmoxrpynmst
Puc. 3. Kapra npenenos conepxanus BaHaus B 00pasiie HedhTH
HoBoaMurpuesckoro mecropoxaeHus jurst cucreMst V(V)-
Ce(IIl), moryyenHsIx B yenosusix nmosropsemoct: UCL (30) —
nipenen aeiictus, paBHbIi 5,86; UCL (20) — nmpenen npemymnpex-
nenws, pasHelit 4,505; CL — cpennsis muaust (1,793)
Fig. 3. Card of limits of the vanadium content in an oil sample of
the Novodmitriyevsky field for system of the V (V) - Ce(lll) re-
ceived at the conditions of repeatability. UCL(3c) limit of action
is equal to 5.86; UCL (2c) —limit of notice is equal to 4.505;
CL — mean line (1.793)
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Ne nmonrpynmst
Puc. 4. Kapra npenesnoB copepxanus BaHaaus B 00pasie CynoBo-
ro MajoBs3koro Tommsa st cuctemsl V(V)-KI, nomydeHHbIX B
yenosusix iopropsiemoct: UCL (36) — npezen aeiicTBus, pas-
Hbiit 0,0796; UCL (20) — npezen npeaynpexaeHus, paBHbIi
0,0612; CL — cpennsist tunums (0,0245)

Fig. 4. Card of limits of the vanadium content in an oil sample of
ship low-viscous fuel for system of the V (V) - Kl received at the
conditions of repeatability. UCL(3c) limit of action is equal to
0.0796; UCL (20) —limit of notice is equal to 0.0612; CL — mean

line (0,0245)

IIpumenuB Meron KOHTpoJbHbIX KapT Ily-
xapra (R-amarpamMm), Mbl TPOBEpUIN CTaOWUIHLHOCTH
PE3yJIbTATOB H3MEPEHUIl W OLEHWINM CTaHZApTHOE
OTKJIOHEHHE MoBTOpsieMocTu. IIpu pacuere cpenHeit
nuHUM U KoHTponbHbIX mpenenos (UCL u LCL) uc-
NOJIb30BaIN KO3((UIMEHTH, IPUBEICHHBIC B Ta0IU-
e 4 'OCT P UCO 5725-6-2002. KapTsl mpenenos
JUISL KCCIIeTyeMbIX 00pa3ioB HepTH U HePTEmpoIyK-
TOB, NMPEICTABICHHbIE HAa pUC. 1-4, CBUIETENbCTBYIOT
0 CTaOMJIBHOCTH PE3yJbTaTOB HM3MEPEHHUI, TaK Kak
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BCE TOYKHM HAXOIATCA HIDKE MPEACIOB MPEeaympexe-
HUS U JCUCTBUS.

Taxum 00pa3oM, MPOBEIEHHOE METPOJIOTHYE-
CKO€ UCCIIeIOBaHUE MTOKa3bIBACT, YTO pa3pabOTaHHbIH
HAMH PEIOKC-TIOTEHIMOMETPHUCCKII METOA Ompere-
JIeHus BaHa Ul B HeTH U Hedrenmpoaykrax oOnagaer
BBICOKOM YYBCTBUTCIIbHOCTHIO, TOYHOCTBHIO U YIOBJIC-
TBOpSieT TPEOOBAaHUSAM BHYTPHIA0OPATOPHOIO KOH-
TpoJisi B 00aCTH MOATBEPKICHUSI COOTBETCTBUS yC-
TAaHOBJICHHBIM METPOJIOT'MYCCKHUM XapPaKTCPUCTUKAM.
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Cunmesupoeano Koopounayuonnoe coeounenue cocmasa [LaL,(NO3);][Cr(NH3)2(NCS),/, 20e
L = OP(NMe,); u uzyuena ezo mepmuueckas ycmouuugocns Ha 6030yxe u 6 UHepmMHoOU ammocgepe.

KiroueBble cj10Ba: penko3eMeabHbIC 3IEMEHTHI, TekcaMeTHihochopTpuamMul, TEpMOrpaBUMETPHUS

CuHTE3 COCAMHEHHM, COIEpKalluX B CBOEM
COCTaBE€ HECKOIBKO Pa3IMYHBIX METAIJIOB, PUBJIEKa-
eT WccieIoBaTeNneil, Kak Crocod MPUTOTOBICHUS HO-
BBIX CTapTOBBIX OOBEKTOB IS TIOTyYEHHs] COBpEMEH-
HBIX ()YHKIIMOHAJIBHBIX MaTepHayioB. [|BOWHBIE KOM-
miekcHble conu (JKC), comepkamue B kauecTBe oc-
HOBHBIX COCTABJISIONINX 3apsDKEHHBIE KOOP/IWHAIIH-
OHHBIE YaCTHUIIbI, YPE3BBIYAHO yMOOHBI ISl CO3/a-
Hus Takux npeamectseHHUKOB. JIKC nerko npuroro-
BHUTH KaK B BUJe MHIUBUIyalIbHOHU (ha3bl, Tak U B (a-
3e MOpHUCTOro Hocurtens. VX TepMudeckoe pasioxe-
Hue nporekaeT npu 100-500 °C u npakTHdecku Bce-
r/la 3aKaH4YMBaeTcss OoOpa3OBaHWEM METAJUTHYECKHX

(a3 (kak B BOCCTAHOBHUTENHHOH, TaK U B WHEPTHOU U
JlaXkKe B OKUCIHTENBHON aTMocdepax), 4To 0COOEHHO
BaXHO IPU MOJIYYEHHH BBICOKOAUCIIEPCHBIX MeETaJl-
JMYECKUX cucTeM [1-4].

B HacTosmmelr pabore mpUBOIATCS pe3yibTa-
TBl JIETAIBHOIO HCCIIEAOBAHMS MPOLECCOB TEPMUYUE-
CKOIO Pa3joXeHUsl TeTpa(M30THOLNAHATO)INAMHH-
xpomara(lll)  muHUTpaToTeTpa(rekcamermiocdop-
tpuamu)nanTana(lll), momydeHHoro mpu cmemvBa-
HUM YMEPEHHO KOHLIEHTPHPOBAHHBIX BOJHBIX PACTBO-
poB 3,45 t (0,01 monb) NH4[Cr(NH;),(NCS)4]-0,5H,0
u 1,75 mu. (0,01 momb) [(CH3),N]sPO HMPA B uH-
tepBane pH 4-6 ¢ mocnemyronwm nodasneHnem 4,33 .
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