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L&i néi dau

TCVN 9555:2013 hoan toan twong dwong voi ISO 13365:2011.

TCVN 9555:2013 do Ban k¥ thuat tiéu chudn quéc gia TCVN/TC 120 Sdn phédm
da bién soan, Tdng cuc Tiéu chudn Do lwdng Chét luong d& nghi, Bo Khoa hoc
va Cong nghé cong bb.
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Da — Phép thir hoa —

Xac dinh ham lweng cac chat bao quan (TCMTB, PCMC, OPP,
OIT) c6 trong da bang sac ky léng

Leather — Chemical tests — Determination of the preservative (TCMTB, PCMC, OPP, OIT)
content in leather by liquid chromatography

1 Pham vi ap dung

Tiéu chuén nay quy dinh phurrong phap xac @inh ham lvong cac chéat bdo quan sau:
— 2-(thioxyanometylthio)-benzothiazol (TCMTB),

— 4-clo-3-metylphenol (PCMC);

— 2-phenylphenol (OPP);

— 2-octylisothiazol-3(2H)-one (OIT);

c6 trong da bdng séc ky Iong.

Chét bdo quan cn thiét dé bao vé da tranh khdi su tdn cong clia cac vi sinh vat.

CHU THICH Cb thé xéc dinh chdt bdo quan 4-clo-3-metylphenol (PCMC) va 2-phenylphenol (OPP) theo I1SO 17070 va
dinh lrong bing phwong phéap sic ky khi/khdi phd (GC/MS).

2 Tailiéu vién dan

Céc tai lidu vién dén sau rat can thiét cho viéc ap dung tiéu chuan nay. Béi véi cac tai liéu vién dan ghi

nam cong bd thi 4p dung phién ban dugc néu. Déi véi cac tai liéu vién dan khdng ghi ndm cdng b thi
ap dung phién ban m&i nhat bao gdém ca céc sira ddi, bd sung (néu co).

TCVN 7117 (ISO 2418), Da — Phép thir vét Iy, co ly, héa hoc va do bén mau — Vi tri Idy méu
TCVN 7126 (1ISO 4044), Da - Phép thtr héa — Chuan bi mau thir héa

ISO 4684, Leather — Chemical tests — Determination of volatile matter (Da — Phép thir héa — Xac dinh
chét dé bay hoi).
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3 Nguyén tac

Mau da duwgc chiét bang dung méi thich ho'p str dung séng siéu 4m. Dich chiét sau khi loc duwoc phan
tich bdng séc ky 16ng hiéu nang cao (HPLC) voi bd phat hién tir ngoai (UV)

4 Thuéc thir

4.1 TCMTB, i thiéu 99,7 %.

4.2 Dung dich géc TCMTB, 500 mg/l trong axetonitril.

4.3 PCMC, téi thidu 99,5 %.

4.4 Dung dich géc PCMC, 500 mg/l trong axetonitril.

4.5 OPP, thi thiéu 99,5 %.

4.6 Dung dich géc OPP, 500 mg/l trong axetonitril.

4.7 OIT, t6i thiéu 97,0 %.

4.8 Dung dich gdc OIT, 500 mg/! trong axetonitril.

4.9 Axetonitril, Loai HPLC.

4.10 Nwéc, Loai HPLC.

5 Thiét bi, dung cu va vat liéu

St dung cac thiét bj, dung cu phang thi nghiém théng thudng va cac thiét bi, dung cu sau day.
5.1 Can phan tich, can chinh xac dén 0,1 mg.

5.2 Hé may HPLC, v&i bd phat hién UV hodc detector thich hop khac.
5.3 Cdttach, pha ddo C8 hodic C18 v&i cot diéu ché tuwong (rng.

5.4 Bé siéu am, vi du 40 kHz.

5.5 Mang loc, polyamit, 0,45 um.
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6 Cach tién hanh

6.1 LAy miu va chuin bi miu

Néu co thé, 14y m&u theo TCVN 7117 (ISO 2418) va nghién da theo quy dinh clia TCVN 7126
(ISO 4044). Néu khong thé 1ay mau theo quy dinh ctia TCVN 7117 (ISO 2418) (vi du trong treeng horp
da duoc |4y tir cac san phdm da hoan thién nhw gidy, quén 4o), thi chi tiét vé viéc 1ay mau phai duoc
néu trong bao cao thtr nghiém.

Da wét ban thanh phdm nhu da thudc crom va da thudc trdng phai dugc lam khd theo TCVN 7126
(ISO 4044) trworc khi nghién.

6.2 Chuén bi dung dich phan tich

Can (1 £ 0,01) g mau da da dwoc nghién chinh xac dén 0,001 g trong binh nén 100 ml. Dung pipet lay
20 ml axetonitril (4.9) cho vao méu da trén. Chiét mau da trong bé siéu am (5.4) trong 1 h £ 5 min
(80 % cdng suét siéu am) & nhiét A0 phong. Trong qua trinh chiét, nhiét dd hén hop ting dén
khodng 35 °C.

Sau dé, loc mét phan dich chiét qua mang loc (5.5) vao mdt lo nhd thich hop.

Phan tich dich loc bing phuwong phap HPLC (5.2) va dinh ligng chéat bdo quan phét hién dugrc.

6.3 Diéu kién sac ky

Bé nghi:

Cot tach: odt pha déo (RP) (C18 HD, 250 mm/4 mm, 100 A°, 5 ym) véi cit diéu
ché

Téc do dong: 0,8 ml/min

Pha déng: A: nudc, B: axetonitril

Gradient: dang hé 60 % B trong 6 min, sau d6 tuyén tinh dén 90 % B trong 9 min

Nhiét 40 cot: 30°C

B phat hién UV 275 nm

Thé tich bom 20 ul

6.4 Hiéu chuan

Thc hién hiéu chudn theo phwong phap chudn ngoai. Chuén bi cac dung dich géc chét bao quén
(4.2, 4.4, 4.6 va 4.8) duoc pha loang thich hop (trong axetonitril). S& dyng it nhéat sau mirc néng d6
trong qua trinh hiéu chudn. Thc hién hiéu chuan béng cach vé @b thj viing pic (peak) chét bdo quan
twong quan voi ndng d0, tinh bang microgram trén mililit (ug/ml).

Khi nbng d6 chat bao quan khac xa véi dy kién, thi khéng thé biéu thj toan bd pham vi chi bdng mot
dwdng cong hiéu chuén.
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7 Tinh toan

Tinh toan phan khéi luong, w;, clia tAt ca cac chat bao quan c6 trong da phat hién duoc, tinh bing
miligam trén kilégram (mg/kg), theo cdng thirc sau:

_ p.V.F x 1000
M= T x 1000
trong dé
"f’* la phan khéi lvong clia chat bdo quan co trong da, tinh bing miligam trén kilégam
(mg/kg);
la ndng 46 khdi long clia chat bao quan thu dwoc tir qua trinh hiéu chudn, tinh bing
microgram trén mililit (ug/ml);
v lathétich dich chiét, tinh bang mililit (ml);

' 1a hé sb pha lodng;

.. laknhdi lwong clia mau dugc can, tinh bing gam (g);
Phan khéi legng cia mbi chat bdo quan dwoc lam trdn dén 0,1 mg, tinh bing miligam trén kildgam
(mgfkg).

Phan khdi lwamg cia chét bao quan dwa trén chét khd, theo ISO 4684, ¢ thé dugc tinh theo cong thire
sau.

Wim = w.D

trong do

=
(=[]

la phan khéi lugng chét bdo quan clia mau dwa trén chét kho, tinh bang miligam trén
kildgam (mg/kg);

adm

la phan khdi lugng chit bdo quan cla mau dwegc thlr, tinh bang miligam trén kilégam
(mglkg);

la he g4 tirh toAN lai cho chéat khe;

_100__
T100- "V

F&l

la phén khdi lugng clia chét bay hoi, theo ISO 4684, tinh bing mot phan tram.

eV
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8 Bao cao thir nghiém
Bao cao thtr nghiém phai bao gdm cac théng tin sau:
a)  vién dén tiéu chuan nay, vi du “TCVN 9555:2013 (ISO 13365:2011)";
b) loai, ngudn gbc, ky hiéu clia sdn phdm dugc phan tich va phwong phap Ay mau d3 sir dung ;
c) loai bd phat hién séc ky I6ng;

d)  két qua phan tich clia m&i phan khéi lvong chat bdo quan dugc 1am tron dén mét sb thap phan,
tinh bdng miligam trén kilégam (mg/kg);

e)  bétky sai khac nao so véi quy trinh phan tich.
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Thw muc tai liéu tham khao

(1] 1SO 17070, Leather — Chemical tests — Determination of pentachlorophenol content.
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