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Petroleum products. Determination of sulfur
by calorimetric bomb method

MKC 75.080
OKCTY 0209

Jlara seenenna 01.01.89

Hacrosiiuii ctaHnapT ycTaHaBIMBaeT METOJI onpeie/ieHust MacCoBoii oM cepbl (He meHee 0,1 %) B
HedTenpoayKTax, BKJIIOUasi CMa304HbIe Macja ¢ MpUcaiKaMu, MJIacTUYHbIE CMa3Ky, MPUCAIKU.

Hacrosiiuii craHgapt He pacnpocTpaHsIeTCsl Ha HepTenpOAYKThI, KOTOPbIE NP CKUTAaHUK 00pa3yioT
cepocojepxalllue, He paCTBOPUMBbIE B BOJE OCaJKM, U Ha OTpaboTaHHbIE Maca.

CyIIHOCTE MeTOola 3aKJIIO4YaeTCsl B CKMFaHUU TPOAYKTa B KajlopUMeTpuueckoii Oombe B cpene
KUCIIOpoAa Mo JaBRIeHUEeM C MOCIEAYIOLUIMM Orpele/ieHUeM cepbl TpaBUMETPUUECKU B BHje cy/b(arta
Oapusl.

1. METOJ OTBOPA IIPOB
1.1. Or6op npod — no 'OCT 2517.
2. AIIMMAPATYPA, PEAKTHBbI, MATEPUAJIbBI

2.1. ¥YcraHoBKa [JisI OIpe/ieieHUs] cepbl (TPUIOKEHHE ).

bomMb6a kanopumerpudeckasi BMecTUMocTbio 250—500 cm?3, paccuMtanHas Ha masieHue 10,0 MIla.
BHYTpeHHsIsSI TOBepXHOCTh OOMOBI TOJDKHA ObITH M3rOTORJIEHA U3 HepIKaBelolero Matepuana. Jonyckaercs
MPUMEHSITbL OOMOBI IpYroro TUmMa.

BDkcukarop 2—190, 250 mo 'OCT 25336.

Twurens Beicokuii 3, 4 mo F'OCT 9147, turens B-10 mo F'OCT 19908 wiu TMreb KBapLEBBIi (BbICOTA
20 MM, BepxHuii guameTp 20 MM, HKHUK — 10 MM).

Mydens sneKTpuUecKuii, obecrieunBarolnii Harpesanue a0 (800 £ 20) °C.

MuMBonbT™METp Kilacca 1,5, obecnieunBalolivii MpoBeaeHe u3mMepeHuil B guarnasone 0—1600 °C,
C TepMO3JIEKTPUYECKUM IpeoOpa3oBaTesieM TUna TXA.

LLyrier aist TUIed ATUHON npubau3nuTebHo 350 MM.

baHs BomsTHAas.

[MnuTka 37MeKTpUUecKast C 3aKPbITOM CIUPATIbIO.

Crakannl BMecTUMOCTBIO 250, 400, 600 cm3 mo TOCT 25336.

Boponku B-56—80, B-75—110 o 'OCT 25336.

IMpombiBanka BMecTUMOCTRIO 500—1000 ¢cM3 ¢ pe3HHOBOI rpyLIei.

Bechl tabopatopHbie ob1iero HazHaye Hust Tuna BJIA-200 unu BJIP-200 unu apyrue ¢ rnorpeiHoCThbiO
B3BElIMBAHMSI HE HIDKE YeM JIJIT YKa3aHHBIX MapoK.

Huwnuaap 1—25 wnm 3—25 o F'OCT 1770.

TepmocTar WK cylIUIbHEINA IKad, obecrieunBaolIni Temrepatypy Harpesa 100 °C.

Cekyngomep no HJI wiM aHalOrM4HBIN ¢ NOrpelHocThio uaMeperus 0,02 c.

H3nanue odunuanbuoe IlepeneyaTka Bocnpeniena
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[1poBosioKa 3amnajibHasl Xele3Hasl, HUKeJIMHOBasl, MelHas WM IJaTHHOBas ITUaMeTpoM He Golee
0,5 MM; TIPOBOJIOKY pa3pe3aroT Ha paBHBIE OTpe3KW IHHOU 60—120 MM (B 3aBUCMMOCTH OT YCTPOICTBa
BHYTpPEHHE apMaTypbl 60MOBLI M CUCTEMBI 3ariajia).

baljioH ¢ KMCITOPOAOM YKUCTOTOM He MeHee 98 %.

Kucnora consinast mo FOCT 3118, x. u. Uy 4.j.a.

bapwuii xmopucteiit no F'OCT 4108, 10 %-Hblil pacTBOp.

Cepebpo azotHokucyoe 1o 'OCT 1277, 3 %-Hblii pacTBOp.

Bona mucrummuposanHas o FOCT 6709,

MeTunoBblii opamkeBblil (MHIUKaTop), 0,02 %-Hblii pacTBOp.

DOunbTpel 00€330/IeHHBIE TUIOTHBIE («CHUHSS JIeHTa») auameTpoM 70—90 mm.

bymara ¢punsrpoBanbHast tadoparopHast o 'OCT 12026.

Harpuii yrnekucneiid o F'OCT 83, u. n. a., 5 %-Hblil pacTBOD.

Macno BasenuHoBoe MeauuuHckoe no 'OCT 3164, ucnonb3yemMoe Kak pa3baBUTEIb.

Hedpacsr C2—80/120 u C3—80/120 o HJ/I wnm npyroii ¢ conepxkaHueM cepsl He Gosiee 0,02,

CnupT 3THIOBLINA peKTH(pUKOBaHHBIA TexHuvyeckuii no FOCT 18300.

BDdpup neTponeiHbIA.

PacTBop GpoMHOIA BOABI HACKILLEHHBIA: 3 r 6poMa pactBopsiioT B 100 r BOEL.

JlonyckaeTcsl MCIONIb30BaTh PeAKTUBLI KBATM(UKALIMM He HUXE YKa3aHHOM B CTaHIApTe.

3. MIOATOTOBKA K UCITBITAHUIO

3.1. Ilpu ucronb30BaHUKU HOBO GOMOBI UJTH TTOCIIE €€ PEMOHTA BHYTPEHHIOK YaCTh 0OMOBI M KAHAJILI
B KpbILIKe OOMOBI TIIATEBHO MPOMBIBAIOT OEH3UHOM, CIIUPTOM (3(PUPOM), BBICYLIUBAIOT U MPOMBIBAIOT
NTUCTUJIMPOBAHHOM BOJOM. [lepeld MOBTOPHBLIM IMpOBEIeHUEM aHalu3a 60MOY MPOMEIBAIOT ropsiueil auc-
TUJIMPOBAHHOM BOJIOM.

3.2. IlpoBepsilOT TEXHUYECKOE COCTOSIHUE YacTeid KaJopUMeTpUIecKoii OOMOBI, He JOMycKast 3a001H
Ha pe3b0OBBIX COEJMHEHUSIX U MEXaHUYECKUX MOBPEXKICHUN LITYLIEPOB U 3JIEKTPOMA.

[TpoBepsIOT repMEeTUYHOCTh COEIMHEHUA KMCIOPOIHOM CUCTeMBI U anrapartypbl. [IpumeHeHMe yrie-
BOJOPOJHOM CMa3KM ISl COGIMHUTEIbHBIX YacTeid amrmapaTypbl NMpU paboTe cO CXKAThIM KUCJIOPOJOM
3arpeniaeTcs.

3.3. Kanopumerpuueckue 60MOBI MepUOIUYECKH MOABEPTalOT TMIPABINYECKOMY UCIIBITAHUIO, PYKO-
BOJICTBYSICh MPaBUJIAMM YCTPOICTBA U O€30MAaCHOI 3KCIUTyaTallMu COCYI0B, paboTaIOIIMUX MO/ TABIeHUEM,
U YKa3aHUSIMM, U3JI0KEHHBIMU B MAcnopTe, MpUIaraeMoM K arrmapary.

3.4. B turens noMeliaiT obpasell, B3BELIEHHBII C IMOrpelHocTeio He 0osee 00,0002 r.

Macca obpa3sua ykasaHa B Tabu. 1.

Tadnuua 1
Maccosas nons cepel B obpaste, % Macca obpasua, r Macca macna (pazdbasutensi), T
Ho 5 Ot 0,6 no 0,8 0,0
CB. 5 Or 0,3 no 0,4 Or 0,3 no 0,4

3.5. B 6om0y HanusaoT 10 cm3 5 %-Horo pacTBopa YrJeKUCIOro HaTpusi. Tureib ¢ HepTenpoayKTOM
YCTAHABJIMBAIOT B TUreJib — JIePKaTes b KPBIIIKKA 6OMOBI.

Ortpe3aloT 3anajlbHYI0 NPOBOMOKY JUIMHON 60—120 MM ¥ 3aKpeIUIsSioT ee B KJIeMMax JIBYX CTepXKHel
TaK, 4YTOOBI cepeiMHA MPOBOJIOKH MOTpyXalach B TUTe/ib ¢ He(TENPOIYKTOM.

BCTapasiioT KpBILIKY B CTAKAH O0MOBI M 3aBUHYMBAIOT HAKWIHYIO FAaiiKy BPYYHYIO.

OueHb OCTOPOXKHO, YTOOBI He pa3nyTh Maccy MccheayeMoro HedTenpoIaykra, 3arojHSIOT 6oMOy
KUCIopoaoM jio aaeiieHust 2,5—4,0 MIla. [JlasieHure MoxkKeT ObITb YTOUHEHO 110 paboveid TOKYMEHTALMKA Ha
6oM0Oy. OrcoenuHsIIOT HOMOY OT Da/IoHA C KUCOPOIOM U MOrPYKAKT B BONY Ui IPOBEPKU HA FrepMeTHY -
HOCThb.

Hnst cxxrradust odpasia MoAKIIYaT TOKOBEAYIIMA MPOBOJ K 3JIeKTpoay 60MOLI.
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4. NTPOBEJEHUWE UCIIBITAHUA

4.1. [MpoBepsitlOT TOTOBHOCTb YCTAHOBKHM K CXKUraHuio Hedrernponykra. Bkmouator Tok. [TpuszHakom
cropaHust HehTeNPOOYKTa SIBJISIETCSI 3aropaHue CUTHANILHOM JIaMIbl U HarpeBaHWe Kopriyca GOMOBI.

4.2, OxnaxpaioT 6omM0y B TeueHre 10 MUH B BOJASIHOM OaHe, BRIHUMAKOT U OCTOPOXHO BBITYCKHBIM
KJIarlaHOM COpachIBalOT AaBleHUe 10 aTMOC(EPHOTro B TEUEHUE 5 MUH.

OTBUHYMBAIOT ralKy, BEIHUMAIOT KPBILIKY C TUTJIEM — JiepKaTesieM U3 60MOBI, TIATeIbHO MPOBEPSsI-
0T Ha BHYTpeHHEil MOBEpPXHOCTM KOpITyca M KPBIILIKKA OOMOBI OTCYTCTBUE CJIENOB HE(MTENpOAyKTa WU
caxXeoOpa3HbIX OTIOXKEHUIA.

[Tpu HanuuMK caxxeoGpa3HOTO HajleTa Ha BHYTpe HHEM MOBEPXHOCTH WM apMaType 6G0o0MOBI UCITBITAHUS
MOBTOPSIIOT, HAMNOJIHSISE 0oMOY KucloponoM 1o aasineHust Ha 0,5—1,0 MIla 6onbiie npenbiayiiero. [oTosst
6oMOy K HOBOMY OnbITy no rm. 3.1—3.3.

[Tpu npoBeleHUM MMOBTOPHOIO UCIBITAHMS NONMYCKAETCS YBEJMYUBAThL JAaBI€HHE B COOTBETCTBUM C
TpeOOBaHUSIMU, MPEABSIBISEMBIMU K cocylaM, paGoTaloiiuM noja aaeieHueM. [Ipy HEBO3IMOXHOCTH MO-
BBILLIEHUSI IABJIEHUSI YMEHBIIIAIOT MACCy UCIBITYEMOro HedTenpoayKra.

4.3. Tlpu OTCYTCTBMU HaJleTa HA BHYTPEHHEl MOBEPXHOCTH TIIATEIbHO MPOMBIBAIOT rOpsiYeit TUCTUI-
JIMPOBAHHON BOJOM BHYTPEHHUE 4acTU OOMOBI, B TOM YUCJIE TUTEJIb.

4.4. Bce npOMBIBHBIE BOIbI, 00bEM KOTOPLIX He HOJDKEH TMpeBbIaTh 350 ¢M3, coOBUpPalOT B XMMHUEC-
KMIA cTakaH, oOpaliasi ocoboe BHUMaHHUE HA TO, YTOObI pa30dpbI3riBaHUEM UJIM MHBEIM 00pa30M He pacTepsiTh
4acTH KUAKOCTHU M3 60MOBI, U OT(UILTPOBLIBAIOT Yepe3 OYMaKHBIM (PUIILTP OT MPUCYTCTBYIOILIMX MeXa-
HUYECKUX 3arpsi3HeHU (KYCOUKOB OKAMHBI U T.1.).

DuibTp TIIATEIBHO MPOMBIBAIOT TUCTUILTMPOBAHHOM BOMOI, a MPOMBIBHBIE BOJbI MPUCOEINHSIIOT K
dbunbTpary. s MOMHOTH OKUCTEeHUsI (pUbTpaTa nonyckaercs: nobasisitTe B Hero 10 ¢cM3 HACHILLIEHHOTO
pactBopa 6poMHOIM Bonbl. B cityuae nosnydyeHust Gosbliiero o6bemMa NMpOMBIBHBIX BOJ AOMYCKAETCsS YrapH-
BaHMe 10 oowema 200 cm3.

4.5. B nonyyeHHbI GUILTpaT NpubaBIsiOT 2—3 Karjy pacTBOpa METUJIOBOTO OPaHXXEBOro U Ipu-
JIMBAIOT KOHLIEHTPUPOBAHHYIO COJISIHYIO KMCIIOTY 10 clabokucioi peakuuu (pH 5), nocie yero pactsop
HaTpeBaloT 10 KUIeHMUSI.

K ropsuemy pacTBOpy NpPUJIMBAIOT 10 KAIUISIM INPA NMOMELIMBAHWM CTEKJISIHHOM manoukoir 10 cm3
ropsiuero pacTBopa XJIOPUCTOro Oapust (MPU 3TOM BBINMANAET B OCAAOK O0pa30BaBIIMICS CEPHOKHUCIBIN
Gapwuii), rocjie Yero cTakaH C pacTBOPOM CTaBSIT HA KUISIIIYIO BOIsIHYIO OaHi0. Korma ctaHeT CBETJIBIM
pacTBOp, TPOBEPSIIOT TMOJHOTY OCAXIeHUsI cyibdara, npubaBisisi K PacTBOPY ellleé HEeCKOJIbKO Karelb
pactBopa xjopuctoro Gapusi. Eciu mpu 3Tom He oOpasyeTcsi MyTh, OCAXKIEHME CUMTAEeTCSl MOJTHBIM, B
MPOTUBHOM Cllyyae MPUOaBISIIOT TOPSIYMiA paCTBOP XJIOPUCTOro Gapusl 10 TeX Mop, MOKa BHOBb MPUIUTASI
MOPLHUSI HE MepecTaHeT AaBaTh MyTh.

CrakaH HarpeBalOT Ha KWIsiiei GaHe B TedeHMe 2 4, TOCJIe 4ero OCTaBSIIOT ero Ha 2 4 mpu
temrmepatype 60—70 °C 1 Ha 20—30 MMH NpM KOMHATHOM TeMmIlepaType WM OCTABISIIOT Ha 12—16 4 nipu
KOMHATHOM TeMriepaType.

4.6. OTCTOSIBIIYIOCS B CTAKaHE XXMIKOCTh (PUIBLTPYIOT Yyepe3 0e330JbHBIN (DUIILTP, CIIUBasi pacTBOP
Ha (GUALTP MO CTeKISIHHOM nanouke. OcaloK B CTaKaHe MPOMBIBAIOT ropsiueil UCTUTMPOBAHHON BONOM
CHauajia JieKaHTalMel, 3aTeM OCalloK KOJIMYECTBEHHO MEePEeHOCST Ha (PUILTP M MPOMBIBAIOT 10 TMOJTHOIO
yaajeHUs XJIOP-UOHOB.

Jlnst onpenelieHUs] MOMHOTHI YAAJIEHUSI XJIOp-UOHOB OepyT B NpoOMpKy 3—5 cm3 ¢unbrpata or
rnocjieiHel MPOMBIBKHM 1 100aBJISIIOT K HeMy 3—4 Karuii pacTBopa a30THOKHUCIoro cepedpa. Eciiu npu aToM
He BBIMANAET OCAAOK XJOPUCTOro cepedpa MMM 00pa3yeTcsl TOMBLKO JierKasl OnajieCLeHLMsI, MPOMBIBKY
CUMTAIOT 3aKOHYEHHOM.

4.7. BnaxHblif GUIBTP C OCAIKOM CEPHOKHUCTOro Hapusi CHavasa clierka rnoJCylInBaT, He BRIHUMasT
U3 BOPOHKH, B CYIIMJILHOM wiKady npu Temreparype ao 100 °C, a 3arem (PUILTP CHUMAIOT C BOPOHKH,
CKJIAbIBAIOT BYETBEPO M MOMEIIAIOT B IOBEAEHHBIN 0 MOCTOSIHHOM Macchl (pappopoBbIil TUTrelNb, CllErKa
YIUJIOTHSISL €TO0.

OCTOPOXKHO MOJOTPEBAIOT TUreNb (Ha TJIUTKE WM ropesike), GUILTp CHavyaja BLICYIIWBAKOT, 3aTeM
O0YIIIMBAIOT, HE JlaBasi 3aropeThesl.

[Mpokanueaior Turesib ¢ ocagkom B Myderne rpu (800 £ 20) °C mo Tex rop, IMoKa OCTaTOK He CTaHeT
coBepleHHO OenbiM. [Tocie 3Toro TUresib NepeHoCIT Ha achecT, OXJIAXIAOT MPU KOMHATHOM TeMIlepaType
B TeueHHWe 5 MUH, MOMEIIAIT B 9KCUKATOpP, BblIepkKuBaloT 30 MUH M B3BELIMBAIOT C MOTPELIHOCTHIO HE
6onee 0,0002 r.
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4.8. OnHOBpeMEHHO IMPOBOAAT KOHTPOJILHBIN OMBIT, UCIIOBL3Ysl U IMPUMEHSISI BCE YKa3aHHBIE peak-
THBBI M Macjo, He colepkailliee cepy. BRITONHSIOT Bce onepalvy coracHo mir. 4.1—4.7.

5. OBPABOTKA PE3YJIbTATOB
5.1. MaccoByio 1010 cepsbl (.5) B UCITBITYeMOM HeTeNpoayKTe B MPOLEHTAX BRIYUCIISIOT 110 (hopmyie

32,06 - (m; — my) - 100 13,73 - (m; — my)
B 23342-m, m, ’

rjie m; — Macca CEpHOKUCIOro 6apus, NMojiydeHHas IPU aHAJIU3e UCTIBITYeMOTO HedTenpoayKTa, T;
m, — Macca UCIbITYeMOTo HeTenpoIyKTa, T;
my — Macca CepHOKHCJIOro Gapwusi, rmojliydeHHasl Mpy MPOBEJIeHUH KOHTPOJBHOTO OIbITA, T;
32,06 — aToMHas Macca Cephbl;
233,42 — MoneKkyjIsipHasi Macca CepHOKHUCIIOro Gapusi.
3a pe3yabTaT UCHBITAHUST IPUHUMAIOT cpeHeapru(pMeTUUECKOe Pe3y/IbTaTOB JABYX MOC/eN0BaTeIbHBIX
onpejeneHUA. Pe3ynbTaT clieiyeT OKpYIIISTh JI0 BTOPOTO HeCSITHMHOTO 3HAKa.
5.2. CXoouMocCThb
JlBa pesynbraTa OIpeaesieHHH, Moy4eHHbIE OJIHUM MCITOJIHUTEIEM, TIPU3HAKOTCS JOCTOBEPHBIMH (C
95 %-Hol NOBEepPUTEILHON BEPOSITHOCTBIO), €C/IM PACXOXKAECHUST MEXIY HUMM He MPEBBIIIAIT 3HAYe HUMA,
YKa3aHHBIX B TabI. 2.

Tadbnuua 2

Maccosas nons cepsl, % CxoauMMocTs, %
Or 0,1 mo 0,5 0,04
Ce. 0,5 » 1,0 0,04
» 1,0 » 1,5 0,10
» 1,5 » 20 0,14
» 2,0 » 5,0 0,27
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