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L&i néi ddu

TCVN 13596-5:2022 do Trung tam Phan tich thi nghiém dja chét -
Tdng Cuc Dia chét va Khoang san Viét Nam bién soan, B Tai nguyén

va Mai treéng @& nghi, Tdng Cuyc Tiéu chudn Do luéng Chéat lweng .

thdm dinh, B Khoa hoc va Céng nghé cong bd.

L&i gi¢i thigu

B TCUN 13596 DAt da quang chi kém gdm cac phan sau:

TCVN 13596-5:2022

1 TCWN 13596-1:2022 Phén 1: Xac dinh ham Iwgng silic dioxit bang phwong phap trong Iwgng.

2 TCWN 13596-2:2022 Phan 2: Xac dinh ham lwong chi, kém bang phwong phap chuan dg.

3 TCWVN 13596-3:2022 Ph&n 3: Xac dinh ham lwgng bac, bismuth, cadimi, chi, kém bang
phwrong phap quang phd hép thy nguyén tir ngon Ira.

4 TCVN 13596-4:2022 Phan 4: Xac dinh ham lwgng Iwvu huynh bing phrong phap trong

lwgng.

5 TCVN 13596-5:2022  Phan 5: Xac dinh ham lugng sét tng sé bing phrrong phap quang

phd hap thy phan ti.

6 TCVN13596-6:2022 Phin 6: Xac dinh ham lugng asen bing phwong phap quang phé

hép thu nguyén tlr ngon Ilra.
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Pat da quing chi kém ~ Phan 5: Xac dinh ham lwong sét tong s6
bang phuong phap quang pho hap thu phan tl

Soils, rocks, ore containing lead Zinc — Part 5: Determination of iron confent by spectphotometric method

1 Phamviapdung

Tiéu chun nay quy dinh phuong phap quang phd hip thy phan ti (UV-VIS) dé xac dinh ham lvgng
sat tdng s6 (TFe) trong dét, da quang chi kém tir 0,5 % (theo khdi lugng) dén 5 % (theo khéi lrong).

2 Tailiéu vién din
Cac tai liéu vién dan sau ia can thiét cho viéc ap dung tiéu chuén nay. Déi v&i cac tai liéu ghi ndm céng

b6 thi dp dung phién ban dwec néu. Dbi véi cac tai liéu vién din khéng ghi ndm céng b thi 4p dung
phién ban méinhét, bao gém ca cac stra ddi, bd sung (néu co).

TCVN 4851:1989 (ISO 3696:1987), Nwdc dung dé phén tich trong phong thi nghiém - Yéu céu ki thuét
va phwong phép thi

TCWN 7151:2010 (ISO 648:2008), Dung cu thi nghiém bang thuy tinh - Pipet mét muec
TCVN 7153:2002 (ISO 1042:1998), Dung cy thi nghiém béng thuy tinh = Binh dinh mirc

TCVN 9924:2013, P4t dé, quang - Quy trinh gia cong méu st dung cho céc phirong phép phén tich
héa hoc, héa Iy, ronghen, nhiét.

3 Nguyéntic

Mau sau khi phan hly thanh dung dich bdng cach nung chdy voi kali hydroxit, sat ton tai & dang
hydroxit, hoa tan hydroxit sét réi xac dinh ham lwong sét tdng sb bang phuong phap do quang phé hap
thy phan tlr phirc mau vang clia Fe* vé&i axit sunfosalixilic trong méi trvémg kiém. Tir dé tinh duoc
ham lwong st tﬁng.

4 Héa chét, thubc thir

Trong qua trinh phan tich, chi st dung thuéc thir loai tinh khiét phan tich va nwéc phu hop véi loai 2

clia TCVN 4851:1989 (ISO 3696:1987).
. & 5
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41 Kali hydroxit KOH dang hat.

4,2 Axit clohydric HCI {d=1,19); dung dich HCI 2 % (viv); dung dich HCI (1+1) (v/v); dung dich HCI
(1420) (viv).

4.3 Gelatin, dung djch 1 % duwec pha ding trong ngay lam viéc.

Ngam 1 g gielatin trong 100 mi nwéc c&t néng (60 °C - 70 °C) khodng 30 min, khudy déu cho tan hét.
4.4 Dung djch chun st c6 ndng 46 0,100 mg Fe/ml c6 ban san trén thj trvong.

4.5 Amoni hydroxit NH«OH 25 %.

46 Axit sunfosalixilic dung dich 10 % (theo thé tich).

5 Thiét bj, dung cu

Trong tiéu chuln ndy s dung cac thiét bj, dung cu théng thwong trong phong thir nghiém va cac thiét
bij, dung cu sau:

§.1 Can phén tich cé d6 chinh xac 1.10*g.

5.2 Lo nung co kha nang diéu khién nhiét 6 dén 1000°C + 50°C

5.3 Chén niken c6dung tich 30-50 ml.

54 Cbc thuy tinh chju nhigt cé dung tich 250 ml.

5.5 Binhhut dm.

5.6 Thiét bjquang phd hdp thy phin tir UV-1201V hosc thiét bj cé dic tinh ky thuat twong duong
5.7 Gidy loc chay cham, phéu lgc, nap kinh thiy tinh, diia thiy tinh, bép cich thiy.

5.8 Pipet mt mirc theo TCVN 7151,

6.9 Binh dinh mirc theo TCVN 7153.

6 Chudn bi miu thir

Chuén bj va gia cong mau thr theo TCVN 9924:2013,

7 Cach tién hanh
7.1 Phan hiy miu
Ding can phan tich (5.1) can 0,2 g dén 0,5 g (m) mau chinh xa¢ dén 0,0001 g, (mau da dwoc sdy dén
khéi legng khong dbi & 105 °C trong 2 h va 1am ngudi trong binh hit 3m (5.5) dén nhiét do phong) cho

vao chén niken dung tich 30 ml (5.3), trong chén da c6 sdn 5 g dén 6 g KOH (4.1) (da duwoc lam khd
6
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béng cach dun trén bép ndng cho thoat hét nwrée). Tidn hanh rung chdy mau & nhiét do 650°C — 700°C
@én khi duoc khdi chdy linh dgng déng nht (khodng 20 min), thinh thoding Iic chén.

LAy chén ra khéi 16, & ngudi, trang bén ngoai chén bang axit clohydric HCI 2 % (4.2). Chuyén chén
vao cbc thly tinh chiu nhiét dung tich 250 mi (5.4), cho vao chén 30 ml nwérc cét nong, day cée béng
nép kinh thiy tinh. Diing dla thuy tinh cé dau boc nhira va voi tia rita sach chén béng dung dich axit
clohydric HCI 2 % (4.2), sau dé bing nuéc ct néng.

Thém vao céc 25 ml - 30 ml axit clohydric HCI (d=1,19) (4.2), khudy déu cho tan hét két tia. Lam bay
hoi dung dich trén bép céch thiy. Thinh thodng dung dia thuy tinh khudy déu dung dich va 1am toi két
tda cho dén khi thu dwoc mudi &m. Néu quan sét thdy con nhitng hat den do mau chuwa tan hét thi
thém 10 ml axit clohydric HCI (d=1,19) (4.2) ni¥a va lai cd dén mubdi 4m. Lép lai thao tac trén dén khi
mAu tan hoan toan (hét cac hat den).

Thém 10 ml HCI (d= 1,19) (4.2), khudy d&u, tia rira thanh céc bing nwde cét (khodng 10 mi) va dun
néng dén khoang 70 °C, thém 10 ml dung dich gielatin 1 % (4.3), khudy déu trong 5 min, thém khoang
30 ml nwére cét nong va dé yén & nhiét do trén khodng 15 min.

Loc dung dich qua gidy loc chay cham vao binh dinh murc thiy tink dung tich 250 ml (5.9). Rira két tta
9-10 I&n bdng dung dich axit clohydric HCI loang (1+20) (4.2) cho dén khi gidy loc hét mau vang, sau
d6 rira 4-5 1n béng nwdc cét ndng cho dén khi hét ion CI ( thtr bang dung dich bac nitrat). D& ngudi,
dinh mirc béng nwéc cat dén vach, lac déu,

7.2 Tién hanh phan tich x4c djnh sit

Lay chinh xac 2 mi =5 ml dung dich trén vao birh dinh mirc thly tinh 50 mi (hoac 100 mi) tiry theo ham
Iwgng Fe trong mau (c6 thé nhan biét theo dd dam nhat clia mau vang dung dich mAu), thém nwéc cit
dén khoang 25 ml. Thém 10 ml axit sunfosalixilic, dung dich 10 % (4.6), trung hoa bing dung dich
amoni hydroxit NH«OH 25 % (4.5) dén khi dung dich chuyén sang mau vang, cho dv thém 2 ml amoni
hydroxit NHOH 25 % (4.5) niva. Dinh mirc dén vach mirc bing nuéc cét, lic adu. a& yén dung dich
sau 15 min dem do d6 hap thy quang cua phirc mau tai buréc song 430 nm.

Tién hanh 1am ddng théi mau trdng véi loat mdu phan tich (st dung cling mét lwgng tat ca cac héa
chét, thuéc thir nhung khdng c6 mau the).

7.3 Xay dwng dd thj chudn

Lan Iugt &y vao binh dinh mirc thily tinh dung tich 50 ml cac thé tich 0, 1, 2, 3, 4, 5 ml dung dich tiéu
chudn TFe 0,100 mg/ml (twong tng véi 0,00-0,05-0,10-0,15-0,20-0.25 mg TFe). Thém tAt ca cac héa
chét, thubc thir va tién hanh phan tich nhw myc (7.2).

Tién hanh do mau theo thir tw nhu sau:

- Do dd hap thy cla day dung dich dwéng chudn: Do db hdp thu cla dung dich chuan trang rdi do cac
dung dich chudn cé ndng d6 tir thap dén cao.
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- Po d9 hap thu clia dung dich mAu trang, dung dich mau thi.

- Dyng db thi sy phy thudc gilra d6 hap thu quang D (tryc tung) va lwgng (mg) Fe (truc hoanh) (sau khi
da trie tin higu mau tring).

Néu ham Iwgng TFe trong mau Ién, c6 thd m& rong pham vi ddy dung dich chudn hodc tién hanh pha
lodng dung dich mau thir. Thém t&t cac héa chét, thube thir nhw muc 7.2 rdi tién hanh phan tich,

8 Tinh két qua

8.1 Tinh ham lwgng tdng sat

Néu thiét bi quang phd hip thu phan t&r cé chuong trinh ty déng tinh két qua thi dwa tham sé can thiét
vao thiét bj va ghi gia tri % TFe.

Néu theo phwong phap db thi thi ham legng phan tram (%) cla TFe trong m3u dwoc tinh theo cong

thirc sau:
a. Vdm B K
%TFe = ——e— x100
1000 .m . Vh
trong do:
a: 1a lwgng TFe clia mAu twong (ng véi d6 hp thy quang do dwgc theo db thi, mg;

Vim:  lathé tich dinh mirc dung dich mAu, mi;
Vi la thé tich dung dich 14y d& xac dinh sit, ml;
K: la hé sb pha lodng mAu thi¥;
m: 14 khéi Iwgng mau can dé phan tich, (g).
8.2 Dgchéch phép thir song song

Sai léch 16n nhét gitra hai két qua xac dinh song song hodc déi song khdng vurot qua gia trj D trong
Béng 1:
Béng 1-D§ chéch cho phép clia phwong phap déi véi TFe

Cip ham lwong TFe (%) Sai léch ?ﬂ:;mg asi D
Tir 0,50 @é&n nhd hon 1,00 30
Tir 1,00 dén nhd hon 2,00 25
Tir 2,00 dén nhd hon 5,00 16
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9 Bao cdo thir nghiém

Bao céo thlr nghiém bao gbm cac thdng tin sau:
a) Vién dan tiéu chun nay;

b) Nhén dang mau thi;

¢) Tén va dja chi phong thir nghiém;

d) Ngay tién hanh thr nghiém;

e) Két qua thir nghiém;

f) Bét ky cac diic diém da ghi nhan trong qua trinh xac dinh, cac thao tac khdng quy dinh trong tidu
chudn nay céthé anh hudng dén két qua cta mau ther.
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Thi muc tai ligu tham khao
[1] Tiéu chuan nganh, DA4t, d4 silicat - Phuong phap do quang xac dinh ham Iwong sét tdng sb
(ky hiéu tiéu chuén: TCN 01-V1 PTH/94)
[2] Quy trinh ndi bé: DA, da quang chi kém - Phuong phép do quang xac dinh ham legng sét
tdng s6 (ky hiéu QTCS - Pb, Zn: Fe/2018)
[3] Tap I, Quy trinh phan tich quang, mau khong kim loai, Cuc Pia chéit va Khoadng san Viét
Nam, 2006.

[4] Hoang Minh Chdu, Co s& phan tich héa hoc. Nha xuét bdn khoa hoc k§ thuét.
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