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PaccmoTrpeHa akTyanbHOCTh NMPUMEHEHUS MHEPTHBIX (OapbepHBIX) HAHOIO-
KPBITHIA U1 3alIMTHI (TAaCCHBALMK) JleTallel, H3TrOTOBJICHHBIX M3 HEepyKaBEIOLIUX
craneid. JaHHbIE TOKPBHITHA OOECIIEUYMBAIOT PELICHHE MPOOJIeM, CBA3aHHBIX C
TOYHOCTBIO U JTOCTOBEPHOCTBIO KOJMYECTBEHHOI'O W Ka4EeCTBEHHOTO aHaIn3a Be-
IIECTB PH MUHUMAJIEHOM COJEP)KaHUM aKTHUBHBIX COCAMHEHHH B Mpode, OTCyT-
CTBUEM CTaOMIIBHOCTH COZEp)KaHUS aKTUBHBIX COSJMHEHUH B MPoOe ¢ TeYeHHEM
BpPEMEHH, HEBO3MOXHOCTHIO OOpPabOTKHM OOJNBIIOr0 KOJHWYeCTBa Mpod Oe3 mo-
BTOpHON KanmuOpoBkH. IIpencraBieHbl pe3ylnbTaThl HUCCIEIOBAaHUNH HOBOTO
uHepTHOro nokpbiTusi SilcoPateks, HAHOCUMOro METOIOM XMMHUYECKOTr0 OCaXIe-
HUsSL U3 TapoBoi (asbl C IJIa3MEHHBIM accuctupoBanueM (mpouecc PACVD).
JlaHHOE TTOKPBITHE NPUMEHSETCS IS 3alUThl OT XUMHUYECKH aKTHBHBIX BELIECTB,
CIIOCOOHBIX a/ICOPOUPOBATHCS U B3aMMOJICHCTBOBATh C METAJIOM, U3MEHSTH CO-
cTaB B npobe, 0opbOBI ¢ CynbpUIHON U Apyroi Kopposueil. [IpuBeneH cpaBHU-
TENbHBIA aHamu3 moKpbITHs SilcoPateks ¢ OJIM3KMMU aHANIOraMH — MOKPBITHUSIMH
SilcoNert® u DurSan®, pa3paboTaHHBIMHU BEIYIIUMH MUPOBBIMHA KOMITAHUSIMH —
kopnopatmsimu Restek u SilcoTek (CILIA). TTokpsitie SilcoPateks mmmpoxo mpu-
MEHSieTCS B OTEUECTBEHHOM OOOpYIOBaHMM Ui XpoMaTorpaduu, Macc-
CIIEKTPOMETPHH, B YIBTPa(pUONETOBBIX (IIyOPECHEHTHBIX U APYTHX aHAIU3aTO-
pax BemecTs, B NPOOOOTOOPHUKAX ISl XpaHEHHs], IEPEBO3KU, UCIIBITAHUI U UC-
clieoBaHUs Mpo0 BELIECTB, MU HepiKaBelolleld apMaTypsl (KJamnaHoB, BEHTH-
Jieit), GUTHHTOB U MAHOMETPOB, JJIsl MPOOOOTOOPHBIX CTEHJIOB, CHCTEM KOHIUIIH-
OHHMPOBAHUS, KAIMOPOBOYHBIX IAaHENEeH, KYJIepOB IS OXJIAXKAEHUS 1pob, BOKO-
MACIISTHBIX JIOBYIICK ((PUIBTPOB) U APYrUX WU3JICITHHA.

Kntouesvle cnosa: TO4HOCTH U3MEPEHHUH, XpoMaTorpadpuyeckue n3MepeHus,
HWHEPTHOE MOKPHITHE, OapbepHOEe HAHONOKPHITHE, CYITb(OUHEPTHOE IOKPBITHE,
Cynb(UHEpTHAs MACCHBAIMsA, XMUMHYECKOE OCaXKIEHUE ITOKPBITHI M3 MapoBOii
¢a3sbl ¢ mIa3mMeHHbIM accuctupoBanueM, PACVD.
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PRECISION AND CONFIDENCE LEVEL OF CHANGES
IN MEASUREMENTS OF GAS ANALYTICAL
COMPLEXES BY MEANS OF APPLYING INERT
COVERS ON GAS TRACT ELEMENTS

The relevance of using inert (barrier) nanocoatings for protection (passivation)
of parts made of stainless steel has been considered. Such coatings ensure solving
problems related to the precision and accuracy of the assay and quality testing
of substances with the minimum content of active compounds in a sample, lack of stability
in the content of active compounds in a sample over time, inability to treat large amounts
of samples without repeated calibration. The findings of the research into the new inert
SilcoPateks coating applied by plasma assisted chemical vapor deposition (PACVD
process) have been presented. Such coating is used for protection against chemically active
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substances capable of absorbing and interacting with metals, of changing the sample
composition, for countering sulfide and other corrosion. We present a comparative analysis
of the SilcoPateks coating with its close analogues — SilcoNert® and DurSan® coatings
developed by the world’s leading companies — the Restek Co. and SilkoTek Co. (USA).
The SilcoPateks coating is widely used in the domestic equipment for chromatography,
mass spectrometry, in ultraviolet fluorescent and other analyzers of substances, in samplers
for storage, for transportation, testing and research of samples of substances, for stainless
fixtures (valves, faucets), fittings and manometers, for sampling stands, air conditioning
systems, calibration panels, coolers for cooling samples, water-oil traps (filters) and other
items.

Keywords: measurement accuracy, chromatographic measurements, inert coating,
barrier nanocoating, sulfinert coating, sulfinert passivation, plasma assisted chemical vapor
deposition, PACVD.

Cmamusa nocmynuna 6 pedakyuio 26.11.2020

B paznuunbix 007acTAX NPOMBIIIIEHHOCTH, CEllb-
CKOM XO03siiCTBE, MEOUINHE, KPUMHHAINCTHKE, CyIe0-
HOM 3KCIIEpTH3€ MHUPOKO MPUMEHSIOTCS TaKUE METObI
KOJIMYECTBEHHOI'0 M KA4EeCTBEHHOI'0 aHAJIN3a BELIECTB,
Kak rasoBas xpomaTtorpadus, Macc-CIIeKTpOMETpus,
ynbTpaduoneroBas QiyopeciieHIus. B oTaenbHBIX
ClIydasiX 3TH METOAbI UCHONb3YIOTCS Ul IOCTOSIHHOTO
MOHHUTOPHUHIA ChIPbS, IPOLYKLNHU U OKpY’KaloIIeH cpe-
npl. TOYHOCTB, JIOCTOBEPHOCTh M CTaOMIBHOCTH pe-
3yJIbTaTOB aHajiM3a JAaHHBIMM METOJAMH 3aBHUCHUT OT
OTCYTCTBHSI B3auMoJieiicTBus (amcopOunn) mpoObl ¢
MTOBEPXHOCTHIO JieTalieil Ta30BbIX TpakToB. OCOOEHHO
3TO BaXKHO B HCCJIEIOBAHUSIX IPHU MHUHHMMAJIBHOM CO-
Jiep>)KaHUM aKTHBHBIX 3JIEMEHTOB B IIPO0OE, AJTUTEIBHBIX
MOHHTOPHUHTaX W 00paboTke OONBIIOro KOIWYECTBa
po6 0e3 TOBTOPHOM KaIHOPOBKH.

B HacTosimee BpeMsi OCHOBHBIM MaTepHalioM JeTa-
JIel aHaJIUTUYECKOro 000pyI0BaHuUs, KOTOPhIe KOHTAK-
TUPYIOT C HCCIEOyEeMbIMH NpPOOaMH, BBICTYIAeT He-
pxaseromas crainb 12X18H10T (ummopTHEI aHANOT —
EN 1.4301, AISI 304). Hecmotrpst Ha TO 9TO JaHHBII
MaTepuai SBISETCS KOPPO3HMOHHO-CTOMKUM, NPH KOH-
TAKTUPOBAHWHU C AaKTUBHBIMH BEILECTBAMH, HAIpHMeED,
COZIEP’KAIlMMHU CEPOBOAOPOI,, PTYTHBIE COEIMHEHUS,
rajJoreHU/Ibl, aMMHaK W Jp., BOSHUKAIOT SIBJICHUS al-
copOImMu 1 KOppo3uu. AACOpOINS Ha TPaHUIE pa3zena
raz—MeTajl CBsI3aHa C MOBBIIICHHOW YHEPTHEN aAre3n-
OHHOI'0 B3aUMOJEHCTBHS IOBEPXHOCTH MeTallia, Lie-
POXOBATOCTBIO, JIOKAIBHBIMU Ae(eKTaMu, pacTsIruBa-
FOIIMH HaNPSOKEHUSMHA U ApYyruMH pakropamu. O6pa-
30BaHUE MUTTUHTOBOM, ILIENEBOM, 3JIEKTPOXUMUYECKOM,
MEKKPUCTAIIUTHOW KOPPO3MH M KOPPO3HMOHHOI'O pac-
TPECKUBAHUS IO HANPSDKEHHEM CBS3aHO C HaJMYUEM
arpecCUBHOM cpelbl B KOHTAKTE C HEp)KaBeroulei cra-
o [1, 2].

Jns 6opeOBI ¢ amcopbumelt n Koppo3uen neraneit
AHAJTUTUYECKOr0 000PYAOBaHHS HCIIONIB3YIOTCS TEXHO-
JIOTMM TIACCHBALMM WJIM HAHECEHUS] TOHKOIUIEHOYHBIX
WHEPTHBIX MOKpBITHH [3 — 7). Llens mokpeiTHil — 0bec-

Received 26.11.2020

redeHne OaphepHBIX CBOMCTB TOBEPXHOCTEH neTale,
PacIoNoXEeHHBIX Ha MYTH CIeI0BaHUs P00, CHIKEHHE
MpEAEIoB 00HAPYKEHUS aKTUBHBIX BELLECTB A0 YPOBHS
MWIJIMAPAHBIX U TPUIUIMOHHBIX JOJIEH B COOTBETCTBUU
C Y)KECTOYEHHEM KOHTPOJIMPYIOLUIMMHU OpraHamy Ipe-
JIe7IOB OOHApY)KEHUS! BEIIECTB B aKTHUBHBIX M CIIOXKHBIX
mpobax. Hampumep, HEOOXOAMMOCTH HCITONB30BAHUS
TaKMX WHEPTHBIX TOKPHITHA B MPoO0OTOOpHUKAX
onpenensercs Tpedosarmsimu 'OCT 31370-2008 (ISO
10715:1997) «I"a3 npuponHsIii (pPyKOBOACTBO MO OTOO-
py mpod)».

JIOMONMHUTENBHO ~AKTYaJIbHOCTh  HCIOJNb30BAHUS
Jeraneil ¢ MHEPTHBIMHU MOKPHITUSAMH B aHAJIUTHYECKOM
00opyIOBaHMH CBsI3aHA:

— C HUCKIIOYEHHEM IOBTOPHBIX W3MEPEHHH wWin
MEPENpPOBEPKH COMHHUTENIBHBIX PE3YyJIbTaTOB H3MeEpe-
HUH, IPUBOIAIIMX K BPEMEHHBIM 3aTpaTaM, yMEHbIIIe-
HUIO TIPOU3BOIUTEIBHOCTH PabOT, yXyIIIEHHIO UTOrO-
BBIX TTOKa3aTene;

— C OTCYTCTBHEM JOCTaTOYHOI'0 KOJNMYECTBA HC-
CIIEyeMOT0 BeIIecTBa I MMOBTOPHBIX P00, HEOOXO-
JUMOCTBIO OBICTPOTO W TOYHOT'O MOJY4EHHS pe3yibTa-
Ta aHAJIM3a CKOPOIOPTAILMXCS NPOO NMPH MaJbIX HX
KOJINYECTBAX;

— ¢ KaracTpo(MUECKUMH IIOCJICACTBUSIMH, CBS-
3aHHBIMH C HEHAJIGKHBIMH PE3yJIbTaTaMU B OTHOLLICHUN
0€30MacHOCTH OKpY>KaloIled cpezpl, KauecTBa MUK U
KPUMMHAJIBHBIX 3a1ad.

Haunbonee m3BecTHble MHEPTHBIE HMOKPBITHS, HMPHU-
MEHSEMbIE€ B aHAJUTUYECKOM 00OPYZAOBaHUHM MHPOBBIX
npousBoautenerd (Shimadzu, Bruker, Perkin Elmer,
Thermo Scientific, Markes International u npyrux),
CO3JIaHbl CHenuajgnucTaMu Kopropanuid Restek wu
SilcoTec (CILIA). Hanecenme Takux MOKPBITHH OCY-
LIECTBIISICTCS XUMHMUYECKHM OCaXKACHHEM KpPEMHHICO-
JepXKaImnuX MarepuajgoB W3 ra3oBod  ¢aszer (CVD-
mporecc). Hannas texHomoruss B 2004 1. ormeueHa
amepukanckoil Harpamod R&D100 («Ockap» B TexHO-
morusx) «100 manboJyiee 3HAYNMBIX TEXHOJOTHUECKUX
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MPOAYKTOB Toxa» [8]. PazpaboranHble STUMH KOMITa-
HUSMHU TIOKPBITHS SilcoNert®, DurSan®, Sulfinert®,
Silcosteel®, Siltek® mnpeBocxoaAT 1O XUMHUECKOIH
WHEPTHOCTH BCE M3BECTHBIE METObl ITaCCHUBALMU, Je-
MOHCTPUPYIOT 10-KpaTHOE MOBBILIEHUE KOPPO3HOHHOM
CTOMKOCTH TTO0 CPaBHEHHIO C HEPKaBEIOIIel CTanbio 0e3
NOKpBITHL. OTAENbHBIE CBOWCTBA JAHHBIX IOKPBITHH
MpeacTaBiieHs! B Ta0I. 1 [9].

B mensx cozmaHusi OTeYeCTBEHHOTO aHajiora ymo-
MSHYTBIM TIOKPBITHSM pa3paboTaHo MOKpbITHE Silco-
Pateks, koTopoe obnagaer MOBBIIIIEHHON HHEPTHOCTHIO,
HU3HOCOCTOMKOCTBIO, 3PO3MOHHOCTOMKOCTBIO, KaBUTa-
IIMOHHOCTOMKOCTHI0, a0pa3suBOCTOWKOCTHIO U (PpeTTHH-
FOCTOMKOCTBIO. bnu3koe mo cBOHCTBaM KpEeMHHMCO-

JeprKaliee MOKphITHE, HAHOCHMOE METOZ0OM (PHHUIIHO-
IO IUTa3MEHHOTO YIIPOYHEHNS, Y’Ke HAIUIO IPUMEHEHHE
B mpombiiuieHHoctd [10, 11]. OTmenbHBIE OTIHYN-
TeNbHBIE CBOWMCTBa MOKpBITUS SilcoPateks or mokpsI-
TAW, mpemtaraeMeix kopropamnued SilcoTek, mpen-
CTaBJICHBI B Ta01. 2.

Hns ananm3a >PGEKTUBHOCTH TPUMEHEHHS TI0-
kpeitus SilcoPateks mpoBemeHbl MCcleAOBaHUA, CBS-
3aHHBIE C TOYHOCTBIO, JOCTOBEPHOCTBIO M CTaOMIIBHO-
CTBIO KaYeCTBEHHBIX M KOJMYECTBEHHBIX XapaKTepH-
CTUK aHaJM3a IPH MCIIOIBb30BAHUM U OTCYTCTBHU JIaH-
HOT'O TTIOKPBITHS Ha PAa3JIMYHBIX KOMITOHEHTAX aHAJNTH-
YecKoro 00OpYAOBaHUA H JIETaNAX 0TOOpa, XpaHEHUS U
TPaHCIIOPTUPOBKH Ta30B.

1. XapaKkTepuCTHKU HHEPTHBIX NOKPHITHII kKopriopauuu SilcoTek
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(a-Si:H), [loBprieHHast  agresus
SilcoNert® | ruapupoBaHHBIit 450 >65 0,1...0,5 0,7 14 0...8 | c BepXxHHM cClloeM Kepa-
KpeMHUI MHKH
(a-Si10,:CH,), W3HococToiikoe, THApO-
DurSan® KPCMHHIT, 450 | >81 | 04...1,6 | 0,358 6,13 0...14 | booHoe, BraroorTaiKs-
KUCJIOPOJ, Balollee, C BEPXHUM
yrnepon' CIIOEM KepaMHUKH
(a-Si:H), BricokoremrmiepaTypHoe,
Silcolloy” | rumpupoBaHHBIit 1410 >40 |0,18...0,80| 0,7 14 0...8 | mpoTUB  BHIIIENTAYHBA-
KpeMHUI HUS1, MYJBTUCIIONHOE
(a-Si:H), AHTHHarapHoe, TIPOTHB
SilcoKlean® THIPUPOBAHHBIHA 1100 >65 0,1...0,5 0,7 14 0...8 | 3aKOKCOBaHHOCTH, C BEpX-
KpeMHUIt HHM CJIOEM KepaMHUKU
(a-Si:H) [oBrImeHHBIE OaphepHBIE
SilcoGuard® | ruapuposammeii | 1410 | >20 |0,18...0,60| 0,7 14 0.8 | CBOMCTBA, TPEAOTBpAIa-
DM €T JIerasalyio B BaKyyMe,
P MYJIBTUCIOWHOE
(a-Si0,) WsnHococToiikoe, Biaro-
DurSox” KpeMHHi, 1250 | <40 | 0,4...1,6 | 0,378 6,13 0...14 | CTOUKOS,  SPOSHOHHO-
Kucaopost CTOWKOE, C BEPXHUM
CIIOEM KepaMHUKH

! IlononMHuTENbHO ()YHKIHATN3MPOBAH OPTraHUIECKHMH ¥ HEOPraHMUIECKHMH MOIEKYITaMH.
? CMavHMBAKOMIAs XKHIKOCTh — BOJA, JUTS CPABHEHHMS YrOJI CMAYMBAHKS BOJIBI C HEP/KABEIOIIEH CTATBI0 36°.
3 Jlnst cpaBHeHust Ko3(duimenT Tperns Hepxkaseromei crann AISI 304 cocrasmsier 0,589.

* st cpaBHeHmst KO3 UIMEHT H3HOCOCTORKOCTH HepkaBeromei cram AISI 304 cocrasmsier 13,81-107° m* - H oM.

> Tlokazaresnb pH cpejibl SKCIUTyaTalKH.
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2. OTanunTeNIbHBIE CBOIiCTBA MHepTHOro MoKpbITUs SilcoPateks ot anasioros

XapaKTepucTUKa

[oxprrtue SilcoPateks

okpsitast DurSan®, SilcoNert®™

Meron HaHeCcEeHU

XUMHYECKOe OCaKACHHEe W3 MapoBol (hasbl
¢ a3MeHHbIM accuctupoBanueM (PACVD)

XUMHYECKOe OCAXKJCHUE W3 MapoBOil (ha3bl
(CVD)

Temneparypa aeranei npu
HaHeCeHUH MOKphITHs, °C

<200

400

Hcnonp3yemeie B mporuecce
HAHECEHUsI MaTEePHAJIBI

AproH, a3oT, KpeMHUIcCoAepKAIINE KUIKOCTH

Cunas, 3TWIEH, KUCIOPOX

Marepuan nNOKpbITHA

MynbTUCIONHOE TNOKPBITHE W3 COECAUHEHUM
KPEMHHUS

AMop(dHBII KpeMHUI ¢ BEpXHUM (DYHKIIHO-
. R):

Hamu3upoBaHHbIM  cinoeM  (SilcoNert®),
o ®
amopubIit okcukapoun kpemuus (DurSan™)

LBeT moxphITHSL PanyxHblii SIpko-panyxHblit
TonmuHa MOKPHITHS, MKM Jo 2 0,1...0,5 (SilcoNert®)
KommaectBo cnoes Ot 50 u BBIIIE Jlo 10 (DurSan®)
Koapdunuenr tpenust 0,1 0,36 (DurSan®™)
Koa¢ppunumenr uznoca, 4.6 6,13 (DurS an®)

108 H M

OnpepeneHne cTabUbHOCTU KOHLIEHTPaLUm
cepocopepXalmux KOMNOHEHTOB B ra30BOMA CMeCcH
B NPpo600TOOpPHUKE

B uccnenoBaHusx rasoBasi cMeCh M3BECTHOI'O CO-
CTaBa IeperycKaiach u3 ucxoaHoro d6amiona Luxfer B
6amnonsl-pobooToopuuku BII-I1/] 01 o6semom 1 i,
W3rOTOBJICHHBIE U3 HepxkaBetomed cramu 12X18HI10T.
OpuH 13 6aTOHOB OBUT MACCHBHPOBAH WHEPTHBIM II0-

kpeitieM SilcoPateks. AHanm3 ra3oBoil cMecu IpOBOAH-
nm yepe3 4 u 19 gHell oT Havana ucneitanuil. McxonHas
KOHLIEHTpPALMsl KOMIIOHEHTOB Ta30BOM CMECH U €€ U3Me-
HEHHE CO BpeMeHeM NpHUBe/IeHb! B Tabm. 3 1 Ha puc. 1, 2.

B nuccrnemoBaHMsX TpUMEHsUICS  XpomaTorpad
«Xpomarak-Kpucramn  5000.2» (3AO CKb «Xpo-
MaT3Kk», Momkap-Ona) ¢ Macc-CeKTPOMETPHYECKHM
JETEKTOPOM.

3. KoHueHTpanus KOMIIOHEHTOB MCCJIeyeMOii ra3oBoii cMecH

KoHueHTpamus/morpentHocTs, ppm MoJb
Ne KomnoHeHTsI Ta30Boi cMecH yepe3 4 qHA yepe3 19 nHei
Ucxonnas
0€3 MOKPBITUS | C MOKPBITHEM | 0€3 MOKPBITUS | C IIOKPBITHEM
1 | HS [cepoBomopoxn] 0,071/0,018 | 0,038/0,011 0,073/0,022 <0,02/0,01 <0,02/0,01
2 | COS [xapOonmicynbhun] 0,053/0,013 0,046/0,015 0,050/0,015 0,041/0,012 0,042/0,012
3 | CH;SH [meranTnon] 0,057/0,014 | 0,046/0,016 0,052/0,016 0,010/0,003 0,010/0,003
4 | C,HsSH [sTanTnon] 0,055/0,014 | 0,035/0,011 0,037/0,011 <0,01/0,01 <0,01/0,01
5 | i-CsH;SH [2-nponmanTron 0,043/0,011 0,031/0,009 0,031/0,009 0,011/0,003 <0,01/0,01
(m3omponaHTHON)|
6 | tert-C4HoSH [2-meTmn-2- 0,035/0,009 | 0,024/0,010 0,034/0,010 <0,01/0,01 <0,01/0,01
MIPOMAaHTHON (TpeT-0yTaHTHON)]
7 | CsH;SH [1-nponanTtuon] 0,033/0,009 | 0,026/0,010 0,040/0,012 <0,01/0,01 <0,01/0,01
8 | sec-C4HySH [2-O6yranTnon 0,033/0,008 | 0,025/0,009 0,026/0,007 <0,01/0,01 <0,01/0,01
(BTOp-OyTaHTHOMT)]
9 | i-C4HoSH [2-mermn-1-pomantion | 0,032/0,008 | 0,021/0,007 - <0,01/0,01 <0,01/0,01
(m300yTanTHON)]
10 | C4HySH [1-6yranTHON] 0,029/0,007 | 0,012/0,005 0,015/0,005 <0,01/0,01 <0,01/0,01
11 | CH, [meraH] OcranpHOE




M. A. TononaHckun, C. A. EpmakoB, A. IN. TononAHCKMN «TOYHOCTb U AOCTOBEPHOCTL U3MEPEHUN ra3oaHaNIMTUYECKUX KOMMIEKCOB...»
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0,08 = é
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0,01 —-10
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JHu
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0,08
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0,04
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0 -10
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JHu
0)

Puc. 1. U3MeHeHNe KOHIEHTPALMH BeleCTB HMCXOIHOW ra3oBOii cMecHM B 3aBHCHMOCTH OT BpPeMeHHM HaXOXKIeHUs
B NIp0o000TOOpHUKE 0e3 MOKPhITHA (@) U ¢ mokpbiTHeM SilcoPateks (6):

1 — 10 yxa3ansl B Ta01. 3

Conepxanne H,S, oTH.ep.

2,0
1,8
1,6
1,4
1,2

C nokpsITHEM

0,4
0,2 be3 nokpeiTus
0,0 o e = <
2 3 6 7
Bpewms, nau

Puc. 2. H3meHeHHe cofep:KaHUS KOMIIOHEHTOB
B npoGooTGopHuKe ¢ mokpsiTuem SilcoNert® [12]

Ha ocHOBaHMM JaHHBIX HCCIEAOBAHUI BUAHO, YTO
coJep)KaHue CepoBONOpoAa B OaliOHE C IOKPHITHEM
SilcoPateks 3a 7 nueit mamaer Ha 10 % — ¢ 0,071
no 0,063 ppm. [Ins cpaBHEHUS NpPU HCIOIb30BAHUU
nokpeiTist SilcoNert” or kommnannn SilcoTek 3To ma-
neHmne coctaBmger 8 % (puc. 3, cuHss kpuBasg) [12].
HeGonbmoe orniune nageHus CoAEpKaHUs CEpOBOAOPO-
J1a CBSI3aHO C Pa3HOM TOJIIIMHON HAHOCUMBIX MOKPBITHIA.

[Ipy uUCHONAB30BaHMM HWHEPTHOIO IOKPBITUSA
DurSan®, HaHeceHHOro BHYTPH NpPOGOOTOOPHHKA,

ceponouoponconepmameﬁ razoBoii cMecu co BpeMEHEM

OTHOCHUTEIIBHOE COZEP’KaHUE CEPOBOAOPOAA B Ia30BOMH
CMECH HE U3MeHseTcs uepe3 75 4.

B mpobootrbopHuKke 06€3 MOKPHITHS COAep)KaHue
CEepoBOJOPO/Aa PpE3KO Imajgaer yxe mocie 25 4
(cM. puc. 3) [13]. U3BecTHO, uTO mokpbiTHe DurSan®
3¢ ()EeKTHBHO TPOTUBOCTOMT MHOTUM XHMHYECKHM
COEAMHEHMSM B YCIIOBHSAX HCIBITAHUN TNOTPY>KEHHEM
mo ASTM G31, mpoBeneHHBIM C HCIIOIB30BAHUEM
Pa3JIMYHBIX KUCIOT B Te4eHHE 24 4 Mpu KOMHATHOH
Temnepatype (Tabmn. 4).

8 KoHTponb. [inarHocTuka, 2021, Tom 24, Ne 5
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Conepxanne H,S, oTH.ex.

120

100

80 \

e

-~

60 \

C moKpHITHEM

N\

___ Bes nokpoitust

40 =
20 \\
0
TIponomKUTEIbHOCTh HAXOXKAECHHA B MPOOOOTOOPHUKE, U
Conepxanne H,S, oTH.ep. 0:00 25 50 75
Hep:xaseroras cranb 100 19 10 4
Kapboxkcuian 100 98 96,6 98,3

Puc. 3. OTHOCHTE/IbHOE cOlep:kaHHe CEPOBOAOPO/Aa B ra30BOH CMeCH CO BpeMeHeM B NMP0600TOOpPHUKe §e3 MOKPBITHSA

H C IOKPBITHEM DurSan® [13]

4. CpaBHUTeJIbHbIE XapaKTEPUCTUKH KOPPO3UOHHOM
cToiikocTu HepskaBeromeii ctaau AISI 316L SS
¢ nokpbiTHeM Dursan® [13]

=R
s | B
Sl &l 2|8 % e
CkopocTh g | 8 ‘é% S sl £ | &
S X X
KOppO3HUH, mpy & g i % % a =
<=
Cram 114 | 3,4 | 54,6 0,78 | 0,62 | 120
AIST 316L SS ’ > > )
Dursan® Ha cramu
AISI 316L SS 2,7 | 08| 54|01 |0,08] 80,4

B cooTBercTBUM ¢ MPOBENEHHBIMH HCCIIEIOBAHHSA-
MU pa3paboTtaHHOro nokpeitus SilcoPateks (cm. puc. 1),
SABIIAIONIErocs GIM3KHM aHaJIOroM MOKpEITHS DurSan”,
coJep)KaHue CEpOBOIOPOJa B Ta30BOM CMECH TAaKKE HE
WU3MEHSETCS B TeueHne 75 .

AR

OueHKa xemocopbLuun cepocoaepxalumx
CoegUuHEHUN B MHXEeKTope GecLunpuueBoro BBoga
npo6 B pa3genutenibHYH KOJIOHKY XpomaTorpada

B xauectBe oOBeKTa WCCIeNOBaHWN BBIOpaH HH-
XKEKTOp OeCIINpPUIIEBOrO BBOAA — IOPIIHEBOH KpaH
C MOJABMXHBIM LHIMHAPUYECKUM IITOKOM M JIO3UPYIO-
mel koibleBod kaHaBkor 0,25 Mkn. OCHOBHBIM 3lie-
MEHTOM HHXEKTOpa, KOHTAKTUPYIOLIUM C arpecCUBHON
Mpo0OOH, ABISETCA KOPITYC, M3TOTOBIEHHBIA M3 HEpiKa-
Betomieil cramu AISI 304 (puc. 4, a). [IBa xopmyca
ObUIM NACCUBUPOBAaHbI MHEPTHBIM IMOKpbITHEM Silco-
Pateks. Ha omnoM mu3 xopmycoB ObLT cAenaH MpOIOIb-
HBII pa3pe3, KOTOPbIH HCCIEA0BAIN O MUKPOCKOIIOM
(puc. 4, 6). MHUKpPOCKOITHYECKHIA aHAIIN3 TOATBEPIUI
PaBHOMEPHOCTh HAHECEHHOI'O IIOKPHITHS Ha BCEH BHYT-
pEHHEN OBEPXHOCTH.

Martepuan uccrnenyemoi mpoObl — HecTaOMIHHBIN
ra3oBbId KOHJEHCAT, COCTOSIINHN U3 KUIKHX U Ia3000-
Pa3HBIX YIJIEBOLOPOJOB C KOHLEHTpalMell IO IpHUro-
ToBNeHMIO 3 ppm. Ilpm uCHBITAaHMSIX HCHONIB30-
Bamn  xpomatorpad «Xpomatdk-Kpucramm  5000»
(3A0 CKbB «Xpomarsk», HMomkap-Omna), HOpIIHEBOit

a)

0)

Puc. 4. O01uuii BUA KOPNYCOB MH:KEKTOPa feclIMPULIEBOro BBO/IAa MPo0 (4) M MPOAOJIbHbIN pa3pe3 KOpIyca ¢ NOKPbITHEM

SilcoPateks ()
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aKTHBHBIX BEILECTB NPOObI HA MO-
BEPXHOCTAX U3 HEpXKaBerlleH
cranu. [Ipyu 3TOM HacklmeHus mo-
BEPXHOCTH HE MPOUCXOIUT, BEPO-
SITHO, M3-3a HU3KUX KOHIICHTPALMH
coenuHeHuid. Ilpu aHamuze xpo-
MaTOrpaMMbl, IIOJy4eHHOH MpH
UCIOJIb30BaHUM KOPILyCa HHIKEK-
TOpa OecLINPHUIIEBOrO BBOAA C IO-
kpeitieM SilcoPateks (puc. 5, 6),
HaONfo/IaeTcs CYyIECTBEHHOE T10-
Beienue nuka COS, Oonee 4erT-
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MepHI).

Takum oOpa3om, mocie HaHe-
ceanst mokpeiTUst SilcoPateks BEI-
cora mmka COS cymecTBeHHO
BbIpocna, a ik H,S cram Gomee

«nnogup

YETKUM.
JlonoNHUTENEHO  NPOBEACHA
OLICHKA OCTaTOYHBIX  ITHKOB

(puc. 6) mocne BBOJA HECTAOWITb-
HOI'0 ra30BOTO KOHJIEHcaTa C yr-
nesogopomamu Cl —C22 6e3 me-
Ta”Hona. Mcnonp3oBanu Xxpoma-
Torpad «Xpomatak-Kpucramn
5000, HHXEKTOp OEeCUIpPUIIEBOTO
BBOJIa C JTO3UPYIOLIEH KOJIbLEBOH
KaHaBKkOM 0,25 MKJI U KOpIycOM

L c mokpeitieMm  SilcoPateks, tura-

0)

Puc. 5. XpomaTorpaMMbl HCHOBITAHHI NMPOOBI NMPU MCIOIB30BAHMM KOpIyca
WHKEKTOpa OecHINPUIEBOr0 BBOAA 0e3 MNOKPBHITHA (@) M € NOKPbITHEM

SilcoPateks ()

npobootoopuuk [11-1000, myascupyromuii IaMeHHo-
(hOTOMETPUYECKHI IETEKTOp, KOJIIOHKY KalWUIAPHYIO
GS-GasPro 30 M 0,32 MM. YciI0BUS UCIBITAHUI: TEM-
nepatypa MHXekropa OecmmpuiieBoro Beoga 100 °C;
TemnepaTtypa koionku 60 °C 2 MWH; IporpamMMmupye-
Mast CKOpocTh Harpesa komoHku 20 °C/mua mo 200 °C;
ra3-HocuTeldb — Telui, Mapka A, ¢ pacxogoM
1,8 mur/mMuH; pacxop raza yepes3 HHKEKTop 9 MiI/MHH.
AHanu3 XpoMmarorpaMMbl, INOJYYeHHOH NpH HC-
MOJIb30BAHUHM KOpITyca MHYKEKTOpa OeCIIIpPHUIIEBOIO
BBOZa 0e3 MOKpHITUS (pHC. 5, @), MOKa3all, 9TO BhICOTa
muka COS (cepoyriepoa) HEmOCTaTOYHA MO CpaBHE-
HUIO C IPYTUMH [TUKaMH — HaJIM4Ue Pa3MbIBaHUS MHKa
H,S (cepoBomopom), KOTOpHIIi MMeEET HEMpaBUIBHYIO

5§ 65 7 75 & 5 5 85 10 105 N 5 12 85 B B5 W 15 15 15 %6 &5 0 15 W 15 © W5 2 A5 2 A5 2 25 5 25 4 us B B B 23 77 75 B A3 B 35 0 i

MEHHO-NOHU3ALMOHHBIN J1€TEKTOp
U KanwusipHyro KojoHKy RTX-1
30m 0,53 MmMm. YcmoBusa aHammza:
Temnepatypa waxekropa 350 °C;
temneparypa kononku 0 °C 4 muH;
MporpaMMHpyeMasi CKOpOCTh Harpe-
Ba kojJoHKH 15 °C/muH 10 290 °C; ra3-HocHTEIb —
renuii, Mapka A, ¢ pacxogom 60 MI/MHUH U pacxoioMm
raza uepe3 urkextop 170 mu/mMuH.

Kak mnokazanu pe3ynbraThl IaHHOTO aHAIN3A,
nHepTHOE TOKphITHE SilcoPateks Ha Koprryce mHMKek-
TOpa HE OKa3bIBAET CYLIECTBEHHOTO BIMSIHHA Ha U3Me-
HEHHE BBICOTBI OCTATOYHBIX ITUKOB, YTO FOBOPUT KaK 00
OTCYTCTBHH ajcopOumm (MoTepe COeTWHEHUi), Tak U
necopOruu  (YBETHUSHHH KOIMYECTBA COETMHEHUN).
[losiBeHne OCTaTOYHBIX IMKOB (COOTHOLIEHHE OT
500:1 mo 1000:1) B OompIneit cTemeHW CBS3aHO C 3a-
I'PA3HEHMSMH, ITOCTYIAIOIIMMHU B KOJIOHKY M3 Ta30BbIX
JTUHUM — perynsTopa pacxoma Ta3oB M TPyOOk Oe3
HWHEPTHOT'O NOKPBITHSL.

10 KoHTponb. [inarHocTuka, 2021, Tom 24, Ne 5
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Puc. 6. XpOMaTOl"paMMa KOH/IEHCATA ra30Boro HeCTA0OUJIBLHOIO MPHU UCITOJIB30BAHUU KOPITYyCAa HHXKEKTOpa 6ecmnpuue30m

BBO/a ¢ nokpsiTueM SilcoPateks

AHaiu3 MOJIy4YEeHHBIX XPOMaTorpaMM KOHJAEHcaTa
ra3oBOro HECTaOWMIIBPHOTO C HHU3KOH KOHIIEHTpalunei
BEILECTB II0Ka3a]l HAJIMYME Y3KUX U CHMMETPUYHBIX
MIUKOB, YTO XapaKTEpU3yeT BBICOKOE KaueCTBO KOJINYE-
CTBEHHOI'0 aHAJINM3a M IOKa3blBaeT BAXKHOCTb HAJIMYHUS
nHepTHOro NokpeITHs SilcoPateks.

OueHKa cTabunbLHOCTU onpeaeneHus cepbl
B cepocopepiKallen razoBomn npoode
MeToaoM yrnbTpaduoneroBon cnyopecueHLmm

B wuccnenoBaHMsX HCIIONB30BAIM aHAIM3ATOP HJe-
MeaTHBIH «CIIEKTPOCKAH META-S» (OO0 «HIIO
«Cnextpon», Cankr-IlerepOypr), npuHimn padoTel KO-
TOPOr0 OCHOBAaH Ha CXXHTaHUM 00pasiia MpoOkI ¢ TOCIe-
JYIOIMM OIPEAETICHHUEM COIEP)KaHMs CEPhI B MIPOAYKTAX
CTrOpaHusi METOJIOM YIIETPa(HOIETOBOM (ITyOpECIIEHITHH.

WneprHoe mnokpeitue SilcoPateks Hanocunm Ha
YCTPOMCTBO Ta30NpOBOJHON CHUCTEMBI MOXYJS BBOJA
ra3oB, KOTOpOE MpPeEACTaBiisieT COOO0H CBEPHYTYIO B
cnupans TpyOKy u3 Hepikaetowieil cramu AISI 304 ¢
BHemHUM awamerpoMm 3,18 mm (1/8") m TommmHOI
crerku 0,02 mm (puc. 7).

Martepuanom npoObl SBISUICS CTaHAAPTHBINA 00pa-
3er; comepkanusi cepbl B n3ooktane — CONOSTAN S
in Isooctane 10 ppm. B kadecTBe HONMOTHHUTETHHBIX
MaTepHajOB MCIOJIb30BAIN Ta3-OKUCIUTENb — KHCIIO-
poxn BeICOKOW 4HCTOTHI (99,999 %) u ra3-HOCHTENH —
aproH BBICOKOI 9ncTOTHI (99,999 %).

Wsmepenust comepkaHusl cepbl MPOBOIAMIIN 4YEpE3
30 MHH TOCIIe BBIXO/Ia aHAlIM3aTopa Ha PEXKUM TPeMs
cepuaMu. B kaxxmol cepum IS CTaTUCTHKH 0Opaser|
Mpo0Obl BBOOWIM 3 pasza moapsia. B ycnoBusax mepBoit
cepuH ra3o00pasHble MPOAYKTHI CrOpaHMs IMOCTYHAIN
13 OJIOKa IeY B IETEKTOP CEpbl HEIOCPEACTBEHHO Ye-
pe3 KaHajl mojadu npoObl, BO BTOPOH CepUM — yepes
cnupanb 0e3 MOKPBITHS, B TPETbEH CepUn — 4epe3 Clu-
panb ¢ nokpeitieM SilcoPateks. Pesynbratsl namepennii
coniep KaHus Cephl MMPUBEIEHBI B Ta0J. 5 U Ha pHC. 8.

Puc. 7. Uccienyemble cnupanau 0e3 mMOKpbITUSI (cpaBa)
u ¢ nokpeiTHeM SilcoPateks (ciieBa)

5. Coaep:xaHue cepbl B CTAHAAPTHOM 00pa3iie
CONOSTAN S in Isooctane 10 ppm

% IInomans Coagg;}c’allﬂne Cpennee
O6pasen g I;,[Pgi’ B OmbITE, c&iegmsgfne
ppm ’
1 3655 9,62
bes cnimpanu | 2 3767 9,91 9,81
3 3764 9,91
Crirpasib 1 3397 8,94
Ge3 mokpermi | [ 3585 8.64 8,86
3 3417 8,99
Crirpasib 1 3693 9,72
oot (2] | oo | o
3 3666 9,65

1"
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— Jl0Ka3aHa CTaOMJIBHOCTD
OIIPE/ICNIEHHsI CEPhl B CEpPOCOIep-
JKamlel Ta30BOH MpoOe METOI0M
yIbTpaduonIeToBor ¢IryopecieH-
. UM, 4YTO ONpelenser MaKCH-
MaJIBHYIO IOCTOBEPHOCTh aHAJIN3a

Puc. 8. OTKIUKM JeTeKTOpa Ha cepy NMPH MPOXOKAEHUM ra3000pa3HoOi MPoodbI
yepe3 cnupaJjib ¢ nokpbiTueM SilcoPateks (1) u 6e3 nokpsiTs (2)

AHanu3 pe3ynbTaToB MOKa3aJ, YTO NPU KOHTAKTe
cepocofepkaieil ra3000pa3Hoii MpoOBI C TIOBEPXHO-
CTBIO criMpay u3 Hepxkasetomnerd cranu AISI 304 cepa
BCTYIIaeT BO B3aUMOJEHCTBHE C TIOBEPXHOCTBIO METaJI-
Ja. DTO NMPUBEJIO K YMEHBIIEHUIO U3MEPEHHOI'0 COAEp-
XKaHus cepbl B npobe mpumepHo Ha 9,7 %. Ilpu uc-
MOJIb30BAHUH CIHPAJIM MOIYJIsl BBOZJA Ta30B C MHEPT-
HbIM TOKpbITHEM SilcoPateks ymenbieHue comepika-
HUS Cephl B Mpo0e mpakTuieckn He Habmromaercs. Ta-
KM o0pa3oMm, mHepTHoe mokpeiThe SilcoPateks ad-
(DEeKTHBHO TNIPEIATCTBYET B3aMMOJCHCTBHUIO CEPhI C He-
prKaBeroIell CTajablo U CIOCOOCTBYET MOMYYEHHIO J10-
CTOBEpPHOI'0 aHAJIM3A.

Ha ocHOoBaHMM [aHHOrO 3KCIIEPUMEHTa MOXKHO
3aKJIIOYNTh, YTO TOYHOCTH pE3yJbTaTa H3MEPEHus,
T.e. OJIN30CTh M3MEPEHHOI0 3HAYEHHsI K HCTUHHOMY
3HaueHuio u3Mepsemoit Bemuunabl 1o 'OCT P MCO
5725-1-2002, 3a c4eT HaHECEHUSI UHEPTHOI'O MTOKPBITUS
noBbIcHiIach npakTuuecku Ha 10 %.

BbiBOAbI

1. CpaBHHTENBHBI  aHaMM3  pa3pabOTaHHOTO
nHepTtHOro TOKpbITHs SilcoPateks mpomemoncTpHpO-
BaJ ONM30CTh CBOICTB C aHAJIOraMHd — HMOKPBITHSIMU
SilcoNert® n DurSan®, ncnonb3yeMbIMH KOMITAHHSIMA
Restek m SilcoTek mma wmckmouenus aacopOuu, ae-
copOIMM M KOPPO3UH JeTalieil aHATUTHIECKOTO 000py-
JOBaHUSL.

2. Ilpwm ncnionp3oBannn NokpeITUs SilcoPateks:

— Jl0Ka3aHa CTaOWJIBHOCTb COIEP)KaHHs aKTUB-
HBIX COeMWHEHWil B Tpobe B TedeHWe 7 CyT MpH
ONpeleNeHNH KOHLIEHTPAllud CEePOCOAEPIKAIINX Be-
IIECTB B Ta30BOM CMeCH B MPOOOOTOOPHHKE, UTO 0bec-
neyuBaer npaxkrtudeckd 100%-Hyro MOBTOPSIEMOCTh

Mpy  MUHUMAIBFHOM  (CJIEIOBOM)
COJICP)KAHUM AKTUBHBIX KOMIIO-
HEHTOB B Tpooe.
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