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; TEIT VA SAN PHAM THIT : i ’,

) Phuong phap xac dinh du luong ' 5150-90 )

, hoocmdn thyroxin Y e '

! Meat and meat products 'Khuyé&n khich !

! Determination of thyroxin residues ! ép dung !
1

Tidu chudn nay qui dinh phuomg phép xac djnh hdocmén
thyroxin tdn du trong thjt va sdn pham cia thit dung lam
2 oA .o .
thyc pham cho nguwoi va thuc 3n gia suc.

1. DAC TINH CHUNG

Thyroxin tén hod hoc 1la 3,3,5,5-Tetra-Iodo-Iyroxin 1la
mt loai hoocmén. Trong thyc phdm (chu yé&u la thit ddng
vat) cd chia ham lugng r&t nhd chit nay (thuwong tu co7 nomb-
gam dén micrdgam). D& phan tich dinh lugng, trudc h&t phii
chift nd ra khéi mBu, sau d6 xac dinh béng cac phuong phép
phan tich co d3 nhay cao. Ngay nay dé xdc djnh thyroxin,
nguoi ta thuomg dung phwong phép sic ky 1ldéng cao &p (HPLC).

2. NGUYEN TiC

Seu k¥hi x¥ 1¥ md , thyroxin dugc chi&t vao iung dich
dém phu hqgp. Thi dy dém wmitrat - phftphat. L&y ph3n  dung
dich nap bem vao hé HPLC voi chit nhdi (pha tinh) léinhga
RP - 8, RP - 18 nay Hypersil CDS. Khi do, thyroxin bi hép
thy trén chét nhdi trong cét sdc ky. D& tach va phan tica
thyroxin, ngu&i ta rba giéi né béng hén hqgp dung mdéi ( pha
¢ng) gdm MeOH/H,O voi ty 1§ 65/35 o thém chét dém va chat
phu gie axit propylic. Thyroxin ra khéi cdt siec kﬁ duge
chét hidn bing détécto UV & song 240 nm va ndnz d§ cua no
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dugc xac djinn theo pnuwong phap duong chuan.
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3. LAY MAU
Theo TCVN 4833-89 (ST SEV 2433-80)
4. DUNG CU, THIST BI VA HOA CHAT

4.1

Dyng cy, thi&t bj :
méy HPLC voi detector UV

i

Ny e

+ May 1i tém
+ Méy 1lic B

+ Phéu, chidt c¢& 250 ml

+ Binh dinh mtrc cac loai

Pipét céc loai

+ C8c chju nhiét

+ 8t sic xy logi 250 x 3,2 mm
+ MOt vai dyng cy khac

+

4.2, Boa chft : dung logi tinh khift cho HPLC

+ Chft nhdi cdt RP - 8 hay RP - 18 ¢ ca § = 5 - 7 m
+ Dém itrat - phdt phat pH ~ 8 va 6,4

+ Natrihydro cacbonat (NaHCO,;), dung dich 0,1 va 1 M

+ Thubc th’ Methanalic

+ Trifluoro acetic axit

Metkenol (CH;CK)

Nude cit 2 1an

-Dung djch gdc tiéu chuan cua thyroxin ndng d¢ i mg/ml

t
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5. CHUAN BI THU

- ~ A P x o~ r
1. Chuan bi mau phén t-ch :

()]
.

mau thit cin phan tfch duge thai nhd, nghi®n mjin,
ueng bing 1Cg cho vao binh ndn. Thém
S phétphat pH = 8. Day nut lgi

d

o1 t -

30 pnut. Lo hay ii tam 18y dung dich trong.
s 3 z s ace ~o = 1 L N

1 ml natrizydrocacbonat C,1H va 2ml thuSc thl methano-

ic, ldc k¥ va dé trong chau nudc da trong 30 phut. Sau do
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lam bay hoi &én can & 30 - 35°C. Thém 0,5 ml trifluoTosxetic
axit, 14c nhe va dé & nhiét dd phong trong 30 phﬁt; Seu do
trung hoa bing 2 - 4 ml natrihydrocdcbonat, dung dick 1M.
Ly tam 18y k&t t&a, nod tan k8t tua nay trong hén hgp
methencl/ natrihydrocécbonat O,1 M voi ty 1 1/1 ( v3  thd
tich) va dinh mic bing nuoc ci&t dén 10 ml seu dd ly tam 1Ay

ung djch trong bom vao cit sic ky dé phan tich thyroxin.

5.2. Pha day dung djch chuln :
Dung dung djch gdc tiéu chudn cla thyroxin ndng db

1 mg/ml, tinh 1&y lugmg ph u hgp aéd pha va djnh mic bing
nude cft dén 25 ml sac cho ndng 46 thyroxin trong céc binh
dinb mifc la 2 - 4 - 6 - 8 - 10 = 12 jWg/ml.

(%]

3. MBu tring :
< 7. 2 . : ~ . P R
13u tring phai dugc chuin bj cung mdt diBdu kidn nhw
X s 7 N R - Lo~ I ~ 3 ~ L
mau phén tich nhung khdng c6 mau phdn tich, va vi v3y phai

. < N S " I ‘. x s A !
tiZn hanh lam dong thoi voi mau phén tach,

/1‘ R~ . A 0 “ e A
Cac dieu kién thyc nghiém :

thdng HPLC voi dét8cto UV song cdo 240 nm
+ CBt tédck HPLC : 25C x 3,2 mm nhdi nhya RP - 18 ¢f oo

P s I'q < L’ 4 \ . - -
+ May ghi pic sac xy {recorder) co thé ghi 10 - 20 mV

O

Jet=qe

27

u

va t8c ds gi8y la 5 - 10 mm/phut

’

+ Pha ddng : methancl /qung dich dém m_.Aat—pbOurhat
tH-6 ve ty 18 1a 60/40 (v& thé tich).

+ T8c &8 pha c¢dng : 1 ml/phut

+ Luong mau bem vac <8% : 50 m1/1 1an thf nghiém

- Nhidt d§ th: ngnism 1a 25°C°

+ Céc diBu kién khéc chon phu hgp voi hé HPLC.
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6. IIEN HANH THO

+ Dit cac théng sb da chon & mgc 5.4 cho may HPLC

+ Cho may chagy, bom pha ddng dé dn dinh cét tédch va
dworg ndn. Khi duong ndn thing 1a dugre,

+ Bom 18n lugt cdc mau chudn, miu tring rdi dén miu phén

{ch (m8i mAu bom 3 1&n 18y gié tri trung binh) vao cht
tach va ghi -p{c séc kf tuomng &ng.

+ Hidu chinh gid tri cla miu tring (néu cd)

+ Dung duong chun theo hé tog d§ H - C. Trong dJ H 1la
chidu cao cua plC sic Ky tuong wng voi cac ndng dg C cua
mau chuln.

+ Xac dinh ndng dé Cx cda miu phén tich theo duomg chudn

trén.
7. TINE XBET QUL

Ham luwgng thyroxin, tinh bing dlg/g ,trong miu phén
tich dugc tinh theo céng thic sau

Co = (Cx.V) /a

~

Trong do : a la lugng m3u thjt d8 phan tich (10g) va
dinh mic trong thé tich V ml. Theo myc 5.1
—thi- V= 10-ml. Cx la ndng d§ thyroxin --cua
dung djch pnan tich tim dugc qua duomg chuln.




