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SAv pziN DRU MO ° TCVR
Xac &jnh ham lugng ch1 tong 8o trong xing T 4247-85
bidng phudng phap thé tich vdi thudc thu :

. cromat . .
' He 7T E nroavRTLi Detruleum Iroducts o q;gu lyc’
. OnPEAEfEMVE OBWEMD cosep. Determination of Lead : tu :
*  xAnMna cBMMUA E BEmavme Content in Gasoline by, 1-1-1987
. XPOMATHBIM _CNOCO5OM Volumetric Chromatre :
: Method. : )

_Tieu chuan nay quy djnh phudng phap xac djnk hamlu¢ng
chi téng s6 trong x#ng cd ham lugng chi tu 0,05- 1,5 g/l.

1. Nguyen thc cua. phudng phap :

Cchi Alkyd (chl tetraetzl -..) Quge chuyen héa  thanh
chi Clorua bing cach chiet hoi luu vdi axit Clohydric dgc.
Phan chiet dugc lam bay hdi td: kho. Cac chat hitu cd duge o
xy hoa blng axit Fitdric d&fc. Chi auge két tua dudi dgng
chi Cromat va @inh lugng bi3ng phudng phap chuan &9 iod.

2. Dyng cy va thuoc tht :
2.1. By dyng cy chiet :

Blgh cau 2 ¢o dung tich 500 ml cé khda thao ddudi dayy
Sinh han hoi luu ;

FPheu hinh tryp dung tich 70 ml ;

Day 46t nbéng cong suat 250W, cé bien trd dieu chinh ;

Pheu 1gc thuy tinn dung ch 25 ml hodc phSu lgc X0p
c6 audng kinh cyc &gi cua 10 xop tU 9 - 15 Mm;

Coc thuy tinh chju nhiet dung tich 400 ml ;
Cng dong dung tick 100 ml thes TCVN 1610-75 ;
Binh djnh mitc 1000 ml theo TCVN 1605-75 ;
Buret dung tich 25 ml theo TCVN 1509-75 ;
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Pipet dung tich 10; 25; 30 ml theo TCVN 1607-

Tung ey chist &uge 18p nh niph vE; rfv k2gog €6 b g
dyng cy nhu hinh ve thi ¢ the dunb binh cau 2 cd chiju nhiet
dung tich 500 ml, 1&p sinh han noi luu, dun nong tren b e p

dien kin va téch axit bdng pheu chiet.
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2.2. Thudc thi va phudng phap chuan bj thuoc thu :

Amon hydroxit (tkpt), dung djch (1:1) pha loang 1 thé

-r -

tich amon hydroxit c¢6 khoi lugng rieng 0,90 g/ml véi 1 the
tich nudc cat ;

Axit clohydric &¥c (tkpt) cd khoi lugng rieng 1,19
B/ml ;
Chl axetat, dung djch 10% :

Axit nitric dfc (tkpt) c6 khoi lugng rieng 1,42 g/ml;

Axit nitric loang,dung djch (1:20); pha loang 1 the
tich axit nitric d&%c vdi 20 the tich nudc cat ;

Kali bicromat, dung djch 10% ;
Kali iodua -(tkpt).;
Chi thi paranitrophensl, dung djch 0,5% ;

Dung m0i cho chi cromat : Hoa tan 300g Natri Clorua
trong nudc cat va them &a 1 1it. Hoa tan 200 ml axit Clohy -
dric &¥c trong 350 ml nudc cat- Tron l&n cac dung djch muoi
va axit ; .

Hon hgp oxy héa': Hoa tan 78g Kali Clorat trong 550 ml
axit Nitric ; \ |

Dung moi pha_loang : Phan cét khang chita chi dugechuw =~
cat tryc tiep ti dau mo ¢d 10% the tich & 2009C va 90%  the
tich & 2300C;

Dung djch ho tinh bot : Hoa tan 1g ho tinh bot trong
100 ml nuwdc cat, dun s5i va loc ndng, théem myt vai gigt to-
luen de bao quan ;

Nude cat 2 lan ;
3. Chuan bj thi :
5.1. Zac &joh 49 chuan cua dung djch chi Nitrat.

3.1.1. Can 3,1970z chi Nitrat chinh xac den 0,0002gck:
vao binh &jnb mitc 1 1f{t hoa tan va them nudc cat téi vechai .
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3.1.2. Ding pipet lay 50 ml dung dich ohl ditrat cho
vao dung tich 400 ml, lam bay hdi téi kho tren aen *lgnxln
Thaen vao cin 4 ml axit Jltrlc loang va 25 ml nude cat . Dun
nonz cho t3i xhi tat ca mudi chi hoa tan.

3.1.3. Lam lanh dung djch, them 6 gigt chi Shi parani-
trophensl va trung hoa dung djch_ baAnz cach them amoni hydro-
xit cho deh kai chi thi chuyen mau. Them 53 sung % - 5 ml a-
monihydroxit, trung hoa lugnz amoni hydroxit du bv3dnz axit a-
xetic ; cho du axit axetic 1 - 2 ml. Fha loang dung dickh’ hAng
nuéc cat %an 300 ml, dun so6i tren bep dien ¥in. u1n§ pipet
 them tun: gigt 10 ml dung di_ch Kalil Bicromat, dun soicho tdi
xhi cnl Cromat ket tua cd mau vang xam (k_hoang S -7 phut) .
J& yen ke* tua 3 - 4 gid hojc sang ngay hon sau, lgc ket tua
*reﬂ ohe, lgc xop 43 duge say & 110 - 120°C va cankzol 1u ng
shudc Un;nh xac den 0,0001 8. Trang coc va rua ket tua bang
nude cat nong cho dan khi nho 1 gigt dung djch chi axetatvao
1 Zth nudc lgc knong thay ayc- uau 0 say kho pneu cod ket -
tua trong tu say ¢ 110 - 1200C khoang 1 gld r01 lay ra binh
chong am ¥& 30 phut trudc khi can. Can chinh xac den O ,0CO01g.

3.1.4. Ham lugng chi M, (g/50 ml) tinh thes cong thic:

Hl = 0,639 Mo
trong 45 : Mo - xhoi lugng chl cromat Xac djnh khi chuan
50 ml dung djch chi nitrat (g).

3.2. Xac ¢jnh 4y chuan cua dung djch natri thiosunfat.

3.2.1. Can 12,4 g natri thiosunfat (Na 8,0, .59,0) hoa

tan trong binh ¢jnh mifc 1 1 va them nudc cat den du 1 1. Bao
quan dung djch trong chai toi mau.

3.2.1. Diung pipet lay 25 ml dung djch chl nitrat cho
vao goc dung djch 400 ml, tien hanh nhu me (3.1. 2) va(3 1.3,
L?c ket tua chi cromat tren pheu lgc, trang coc va rua ket
tua bﬁng nude cat nong cho tdi khi nho 1 gigt dung djch chi
axetat vas 1 giot nudc 1l9c khong taay ayc.

o
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Hoa tan chi cronzat tren pheu lac bﬁng 20 ml dung moi
cho cbl cromat- Them tudr 1t mQt cho ket tua tan boan toan.
Rua coc va pheu 1gc nhieu lan béng nudc cat- The tich cuoi
cung khoane 200 - 250 ml augc chuyen vas blnh noan _dung tich
500 ml. Them vao dung djch 1 g keli iodua roi chuanngay iost
&uge g¢al phons ra b&ng dung dich natri thiosunfat 0,05 &
cho tdl kh¢ xuat hign mau vang rdm. “hem 1l ml dung d;ch ho
tinh bot va tiep tye cauan cho mat mau xanh. Neu mau xanh
kxhong hign 1ai sau 30 giay thil nging chuan 49.

Ghi the tich V (ml) dung djch natri thiosunfat &adung.
Tinh lugng chl tudns dudng v4i 1 ml dung dich natri. thio -
sunfat theo cong thuc sau :

Hy

T = ecoccctae-

2av

trong &0 :

- khoi lugng chi xac &jnh khi chuan vdi 50 ml chi
nitrat, g ;

vV - the tich dung djch natri thiosunfat dung de chuan
a9 25 ml dung djch chi nitrst,ml .

Hy

4, Tien hanh thi :

4.1. Do nhiet 49 cua mau th¥ chinh xac tdl 0,5°c. Dsi
vai x#ng co ap suat hdi 1dn hdn 50 kh/ma. can lam lgnh binh
chlta mau dén 159C trudc khi lay mau thu.

_ 4.2. Ding pipet lay 50 ml mau th¥ cho vao blnh cau
chlet : rot qua pheu hinh try. xhem 50 ml dung moi pha 1oang
va 50 ml axit clohydric d#c, &un hon hgp den 80i _manh va deu
trong 3C phut sao cho nhung giet hoi luu chay 11en tye nhung
kbong tao toanh dong. De nguoi hon th vai phut r01 tach 1dp
axit Vao COu dun? tlch 4C0C ml. Chlet mau 1 -2 lan véi 50 ml
nudc cat de rua het chl clorua. Don nudc ruavao cbc axit
chiet ban ®au.

4.3, Lam bay hoi tdi kho coc dung djch chiet tren bep
5
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isn min. Them 2 ml ax1t nitric 42c vao phan cin. DEy céc
bénq n&p xlnh Yong ho va dun ndng nhe e oxXy ho1 cac  chat
uuu cd. Alep tyc oxy hoa vdi axit nitric mgt lan nZa.feusau
2 lan Xy hda cac chat huld cd b§n5 ax:.t nj. tric ma xhong, thu
dugc cin tréng thi s& oxy hoa tiep cac chat hiu cd cdn lai
bdng hon hdp oxy hdéa dé nhgn duge cin tréng.

Ghi chu : Neu c¥n tu boc chay khi dun nong v3i axit
nitric, thZ nghiem b; hcng va phai chiet mau 1ai tu &auvdi
axit clohydrlc Gac- Sau do lam bay hdi tdi gqn klo Then 10
ml hon hgp oxy hda, &ay coc bing n&p kinh 2ong hd, dun ndng
nhe dé thu duge cin tréng.

Then vao c¥n tréng 4 ml axit nitric lodng va 25m1nddc
cat. Dun nong cho _tat ca mudi- cbl hoa tan. Tiep tyc thastac
nhu mye (3.2.1) de uhan duge the tich V (ml) dung djch na-
tri thiosunfat &z dung.

. Gni chi : Viec chiet mau. ¢o cac muoi chi phai auge
tien hanh trong tu hut hdi &gc.

5. ?{nh toan ket qua

Ham lugng chi kim logi tror. ' 1it x#ng dugc tinhbing
g/1 theo cong thiuc sau :

X = 20TV, /7 1+0,0012 (t - 15) _7
trong @6 : T - 49 chuan cia chl theo dung dich patri thio-
sunfat ;

v, - the _tich dung djch natri thiosunfat ding ae
chuan mau thu (ml) ;

t - phiet &) cha x#ng lic 1lay mau thu (°C)
15 - nhigt a9 tieu chuan lya chen (°C)
0,0012 - he 86 gian nd trung binh cida xing & 15°C.

6. Sai 80 cho phep :
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Ket qua cua hai lan thu 1ien tlep khong augce ~ chenh
nhau gué caz gia tri cho trong dang sau :

Ham lugng chi tu 0,05 - 1,3 g/1

e s8 am  aw

Mot ngudi thi nghiem trong : Hai ngudi th¥ nghiem trong
: mQt phong thi nghiem. : hai phong thi nghiem.
: 0,014 + 0,007 x : 0,04 + 0,019 x

7. Bien ban tht : °

Blen ban thi phal phu hgp vdi nhung dieu neutrong tieu
chua" nay. Hhung ket qua khac thu duvc cung nhu nhung chi
tleu khong phu’ th véi tleu chuanva sy co ngau nhien khac
pha1 neu day &u trong bien ban.




