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161 NOI PAU
TCVN 5489-1991 phu hgp véi ISO 4313-1976.

TCVN 5489-1991 do Trung t&m Tidu chufin - Chdt lugng bién soan,
T8ng cuc Tiéu chuin - Po luomg = Chét lugng d® nghi va duoe
Uy ban Khoa hoc Nha nuéc ban hanh theo quyét dinh s8 487/QD
ngey 8 thang 8 nim 1991.
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TIEU CHUAN VIET Nan PGVN 5482-1991

BT GILT
Xdc dinh tdng ham lugmg photpho (V) oxit
Phuong phdp kh8i lugng

WASHING POWDERS
Determinagtion of total
phosphorus (V) oxide
Content = Uuinoline phosphomolybdate
gravimetrie method

Tiéu chufn nay qui dinh phuong phap khéi lugng xﬁc.dinh téng haun
lugng photpho (V) oxit d48i voi ede logi bot gilit thuong phim,

Tiéu chuin nay phu hgp voi IS0 4313-1976.

1. WGUYBN TAG

Thiyy phén cdc poliphotphat bing axit nitric k&t tda phdt phit
duoi dang quinolin photpho molipdat trong dung dich axeton. Sfy
va cén k&t taa.

2. Tdc THO

Ding thudc thi loai tinh khi&t phan tfch va nude cfAt hay nudc of
dd tinh khi&t tuong duwong d& phan tich.

2.1. Axit nitricd1,40 g/ml, dung djch 68% (m/m) hofc 14M.

2.2. ThuSc thi xitromolipdic.

2.2.1. Hoa tan 20 g natri molipdat ngém nuoc (Nayho0, . 2H,0)
trong 150 ml nuoc trong cSc dung tich 400 ml.

2.2.2, Hoa tan 60 g axit xitric ngém mt phén tl nucc
{GEHBGT . HEG} trong 150 ml nudec trong cfc 1000 ml va thém vao ce
85 ml dung dich axit nitric (2.1).

2.2.3. D6 dung djch (2.2.1) vao dung djch (2.2.2) ddnp thoi
khudy . '

2.2.4. Ly 100 ml nuoe vao mdt cdc dung tich 400 ml, thém vio
do 35 ml dung dich axit nitric (2.1), sau do thém vao 5 ml quinolin
tinh khi&t.

2.5.5. b8 dung djch (2.2.4) vao dung djch (2.2.3) ddng thod
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khudy rdi dé yén qua dém. Khéng thém nwoec, dem loc tAt ca chit
long qua chén lge (3.5) vao mdt binh djnh mic dung tfch 1000 ml.

Chu thich. N&u cin nhimg phin da lgc dwge 1dc dfu cho lgoc  lai
qua chén lgc dén khi thu duge dung tich trong sudt.

2.2.6. Thém 280 ml axeton veo dung djch (2.2.5), pha lo&ng bing
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nuwoe toi vach mire va 1lic dBu.

3. THIET B] e
Cic dung cy thdng thuong dung trong phong thi nghiém va :

3.1. Cac cBc polietylen cé dung tich 400, 600, 1900, va  2000ul.
C8c polletylsn thich hgp hon cdc thuy tinh vi dung diﬂh co hoat
tinh se khong thd tidp xug voi thiy tinh khi cBn xdc dnh him
lugng silic.

3.2. Binh dinh mic dung tich 100 va 1000 ml. |
3.3. Cdc pipet mt vach ngdn, dung tich 5, 10, 20, 25 vi 50 ml.
3+4. Binh 1gc dung tich 500 ml. : i

3.5. Chén lgc voi 1op thiy tinh x8p logi P 16 (kfch thuse 15 |
rdng th 10 dén 15‘Fm}. Truoe khi dem sfy khd cheén 1 gio trong tu
sy (3.6) o nhigt d§ 260 + 20°C va d& ngudi trong binh hut im.
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Lidu tad duge 18y, chuén bj va bao quén theo TCVN 5454+1951 1
(I50/1% €£0T-1967). LIy -

5. TTEN HANH THO . it

. d

5.1. Cin 10g wlu chinh xac dén 0,01g.

5 2% Lhuyen mi&u (5.1) vao cdc 2000 ml. Lho nuoc & nhl?t dg
35 - 40°C vao binh djinh méc 1000 ml dén vach mic ddi d3 vao miu
thi. Che vai gifly cho nuoe thém vao mau. Khufy mgnh bing may |
xhudy (3.7) khoéng 3 phit d& hoa tan mau. Dung djch thu dugec 1la |
L1, mg t lugng nhd ¢d thé khﬁng tan la silicat v.v... Dﬁng pipet |
1u3 250 ml dung dich L, cho vao binh dinh mic 100 ml va pha loang
bing nudc dén vach mure (dung dich LEJ
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Dung mdt trong cdc pipet 3.3. 18y mdt lugng dung djch L., chira

tu 5 ~ 20 mg photpho (V) oxit (20 ml voi wdi 10@1 th gid t chira
% (m/m) photpho. (V) oxit). Chuyén dung djch nay vio cBc 60OOmL.

Them 15 ml axit nitric pha loang t&i 100 ml. Bay cfc blng kinh
ddng ho, dun nhe dén s6i va gilr s6i khcang 30 phut. Néu c3n o
thé lgc dung djch d3 tdch silic da duge k&t tua va ris k&t taa
hkng mgt lugng nuoe da bay hoi khi duy s8i nhe trong qua trinh
thu:,r phén.

Dt cBc chua dung dich nong vao tu hit, thém vao 50 ml thude
th xitromolipdic (2.2), khng dugc khudy. Day cbe bing kinh ddng
hd va dun ngay trén bgp thich hgp (khéng cé nggn 1ka) 10-15 phiit
d&n khi nhiét 48 dat 75°C (gaﬂ bat dBu s6i). Liy cfc ra vi dd
nguji dén nhiét d§ phong. Khuay 2 hay 3 1lBn trong thoi ginn ad
ngui. D& k&t tla 1ling xubng Hét,

Lip chén lgc x8p (3.5) da dugc cén truce vao binh (3.4) va hut
chéin khéng.

Gan dung djch vao cnén lge sao cho k&t tha vén con trong oo
cang nhiBu cang t6t. Ria k&t tda 6 1kn bing cdch ggn nhu viy,m5i
1&n dung 30 ml nuoc. Chuydn toan by lugng k&t taa vao chén lqc
=bﬁng cach dung tia. Ria c8c 4 1in b;ng nuoe, chi thém nudec rio
vao chén sau khi nude trong chen da chﬁy hét va kh6. Cudi cung
sy toan bj lqug k€t tha da chuyen véo chén lge & ti sfy voi
nhigt dg 260 + 20 ¢ trong 1 gio'. LAy chen ra, dé nguji trong binh
hut &m va cén. Lip lgi qua trﬁnh uay, aé ngudi va cdn cho dén khi
chénh 1éch gitta 2 .18n cin khong qua O ,001g.

Chi thich. Thoi gian d8 ngudi chén trong binh hit Am trude mii
1&n cfin nén gil nhu nhau.

5.J. Thi nghiém tréng

Song song voi phép thlr trén cBn tifn hanh m$t thi nghidm trdng,
theo dung qui trinh trén va dung cung nhiung lmqng thuBe thir nhuw
nhau nhung khéng e mau. thi lugng cua k8t tia khéng lon hon
1,5 mg. Néu kh8i lugng lom hwn cBn pha 1lgi thude thi,

6. TINH KBT QUA

6.1. Phuong phép tinh - |
Téng ham lugng photpho (V) axit trong bt gigt, tinh blng pliEn
tram kh6i lwgmg, theo cdng thuc :
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(m,-m,) x 0,03207 x 1000 x 100 x 100

T Ph ¥ m,

l[m.II - mz) x 12828

¥V x m

Trong do 3 m, - Kh8i lugng méu thw, tinh hang g3
m, = Kh8i lugmg k&t tua quiﬂbliﬁ phofphn
molipdat thu duqc fﬁfﬁ), rfhhiﬁiﬁg £;
- Kh8i lugng cua k&t tug{%rnngﬁth'nghiém
tr&hg, t{nh bing, g:. B e CR i _
vV - Té tich dung dlch ', tlnh'%qng ﬁi 'fm
0,03207 - Kh8i lugng photphé o) oxit ot vwi 1 e
quinolin photphé milipdat TR ERTY. Ty
(Collil) By (PO, - 12 MoO5 ) . :
6.2. DG lép lﬁl e Sl @Bl e
Chénh 1l&ch l¢n nhdt gmuu hai k8t qﬁﬁ”cua hai 1&a: x6c djnh duge
ti&p hinh lién ti€p véi cung mdt miu do’ cung m@t*ngnwilphan tich,
Atng cung mit by thit bj, khéng vu?t qué’ 0,5% d8i wod: cac ham
Lugng photpho (V) oxit niim trnﬁg khdﬁhg'1ﬂ :EEQ% (n/m) .

*w i 1

63, -,_}{:5 td.l ]_?p R Lt
Chénn léch gitu hai k&t qua thu- dufo: Vol cung mdt mAu & hai
phgng thi nghidm khac nhal, khong qut-qua 1,1% ﬁ51 ?Qi cac ham

lugng photpho (V) oxit trong khoang 18 = 30% (m/m)..

7. BAO CAO KET QUA
Bin Lio cdo k&t qua gdm :
it ca céc théng tin cdn thi&t vé djc tinh mau;
?hi 1iéu tham khdo v& phuong phép si dyng;
Cic k€t qua va cac cach tinh;
Cho diBu kién thi nghiém.

iloi thao tac khéng dugc qui djinh trong tiéu chuén néy hoj:c cac.
sy viéc c6 thé cd anh hudmg dén k&t qua thi.




