NANG GEMFIBROZIL

BAN BO SUNG DPVN

Tap chat F: 1,4-dimethyl-2-(4-phenylbutoxy)benzen.

Tap chét G: 1,4-dimethyl-2-(prop-2-enyloxy)benzen.

Tap chat H: 1,3-bis(2,5-dimethylphenoxy)propan.

Tap chit I: Methyl 5-(2,5-dimethylphenoxy)-2,2-dimethylpentanoat.

Nwéc
Khong dugce qué ’0,25 % (Phu luc 10.3).
Dung 2,000 g ché pham.

Tro sulfat

Khong duogc qqé O,} % (Phu luc 9.9, phuong phap 2).
Dung 2,0 g ché pham. Sau khi lam 4m, dé yén 1 h truée
khi dem dot nong.

Pinh lwgng

Hoa tan khoang 0,200 g ché pham trong 40 ml methanol (TT).
Thém 10 ml nudc va 1 ml dung dich acid hydrocloric 0,1 M
(TT). Chuan do bang dung dich natri hydroxyd 0,1 N (CP).
X4c dinh diém tuong duong bing phuong phap chuén d do
dién thé (Phu luc 10.2). Poc thé tich dung dich natri hydroxyd
0,1 N (CP) tiéu thu giira 2 diém udn.

| ml dung dich natri hydroxyd 0,1 N (CD) tuong duong
véi 25,03 mg C,sH,,0.

Bédo quan
Trong tranh anh sang.

Loai thudc

biéu hoa lipid mau.
Ché pham

Vién nén, nang.

NANG GEMFIBROZIL

La nang cing chira gemfibrozil.
Ché pham phai dap mg céac yéu cau trong chuyén luan
“Thubc nang” (Phu luc 1.13) va céc yéu cau sau day:

Ham lrgng gemfibrozil, C,sH,0s, tir 90,0 % dén 110,0 %
so vai lugng ghi trén nhan.

Dinh tinh

A. Lic mét luong bot thudc trong nang tuong ung voi
100 mg gemfibrozil voi 10 ml dung dich natri hydroxyd
0,1 M (TT), loc va himg dich loc vao mot dng ly tim dung
tich 50 ml, acid hoa dich loc bang dung dich acid sulfuric
15 M (TT) dén khi tao nhiéu tua. Ly tdm, bo dich trong,
rira tua bang mét lugng nhé nuwde va dé khd trong khong
khi. Phé hip thu hong ngoai (Phu luc 4.1) cta tua thu dugc
sau khi dugc 1am kho bing silica gel trong 4 h va phin
tan trong kali bromid phai c6 cac budc song hap thu cuc
dai gidng v6i cac bude song hap thu cuc dai ctia phé hong
ngoai cua gemﬁbroznl chuén duoc chuén bi twong tu.

B. Trong phan Dinh lugng, pic chinh trén sic ky do cua
dung dich thir phai ¢ thén gian luu twong ung vdi thoi gian
lwu cia pic chinh trén sic ky d6 cta dung dich chuan,
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P hoa tan (Phy luc 11.4)

Thiét bi: Kiéu canh khuay

Méi truong hoa tan: 900 ml dung dich dém phospha’
0,2 M pH 7,5 dugc pha nhu sau: Hoa tan 545 g kalj
dihydrophosphat (T T) trong 5 L nudc, thém 131 g haty
hya’roxyd (T7) va pha loang thanh 19,5 L bang nitgr,
tron déu. Diéu chinh dén pH 7,5 bang dung dijch aciq
phosphoric 1 M (TT) hodc dung dich natri hydroxyq |
M (TT) va thém nudéc vira du 20 L.

Téc d¢ quay: 50 r/min.

Thoi gian: 45 min.

Cdch tién hanh:

Dung djch thir: Sau thoi gian hoa tan quy dinh lay mét
phan dich hoa tan va loc, bo 20 ml dich loc dau, pha lodng
bang a’ung dich natri hydroxyd 1 M (TT) dé thu duoc dung
dich c6 nong d6 gemfibrozil twong duong voi dung dich
chuén (néu cén).

Dung dich chudn: Hoa tan gemfibrozil chuin trong mgt
luong nho methanol (TT), sau do6 pha loang bang moi
trudng hoa tan dé duge dung dich c6 nong d6 0,33 mg/m|
(lugng methanol khong dugc qua 1 % thé tich pha). Pha
loang dung dich thu dugc bang dung dich natri hydroxyd
1 M (TT) @é thu dugc dung dich c6 ndng d6 gemfibrozil
thich hop

Po d6 hap thu (Phu luc 4.1) ctia dung dich chuén va dung
dich thtr & budc séng 276 nm.

Tinh ham lugng gemfibrozil da hoa tan trong nang tir do
hép thu cta dung dich chuén,‘dung dich thir va ham lugng
C,sH,,0; ctia gemfibrozil chuan.

Yéu cau: Khéng it hon 80 % (Q) lugng gemfibrozil,
C,sH,,05, so vdi lugng ghi trén nhan dugc hoa tan trong
45 min.

Tap chit lién quan

Phuong phap sac ky 1ong (Phy lyc 5.3).

Pha dong, diéu kién sac ky, dung dich phan giai nhu md ta
trong phan Dinh luong.

Dung dich thir: Can chinh x4c mot lugng bot thudc trong
nang tuong ung vo1 khodng 500 mg gemfibrozil vao binh
dinh muc 50 ml. Thém 40 ml pha déng, siéu dm va lic
20 min. Pha loang dén vach bang pha dong va loc.
Dung dich chudn: Can chinh xac khoang 50 mg gemfibrozil
chuan hoa tan trong vira dii 50,0 ml methanol (TT). Pha loang
5,0 ml dung dich thu dwgc bang pha dong thanh 100,0 ml,
dung dich thu duoc c6 ndng do gemﬁbrozil 0,05 mg/ml.
Dung dich thir do nhay: Pha loang 10 lan dung dich chuén
bing pha dong, dung dich thu dugc c6 ndng do gemfibrozil
0,005 mg/ml.

Cach tién hanh:

Tién hanh sdc ky véi thoi gian gdp 3 1an thoi gian luu cia
gernﬁbrozil.

Kiém tra tinh phu hgp cia hé théng: Trén sic ky db cia
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VIEN NEN GEMFIBROZIL

dung dich phan giai, d6 phan giai gitra pic cia gemfibrozil
va pic cua p-xylenol it nhat 1a 8,0 va d¢ Iéch chuin tuong
d6i cua dién tich pic gemfibrozil tir 5 I3n tiam I&p lai dung
dich phan gidi khong duoc qua 2,0 %, Trén séc ky b cua
dung dich thir 46 nhay, ty $6 tin higu trén nhidy it nhit 14 10,
Tinh phan trdm _mc‘)i tap chat, néu ¢, trong ché phdm dya
vao dién tich pic tap chat trén sic ky dd cua dung dich
thr, dién tich pic gemfibrozil trén sjc ky do cua dung dich
chuén va ham lugng C,sHy,0; clia gemfibrozil chudn,
Gidi han: Moi tap chat khong dugc qua 0,17 %. Téng céc
tap chat khong dugc qud 1,0 %,

pinh lwgng

Phuong phap sdc ky long (Phu lyc 5.3).

Pha dong: Thém 10 ml acid acetic bang (TT) vao 800 ml
methanol (TT) trong binh dinh mtc 1000 ml, thém nuée
dén vach, tron deéu.

Dung dich thit: Can 20 nang, tinh khéi lwgng trung binh
cia bot thudc trong nang va nghién thanh bot min. Can
chinh xac mét lugng bot thude tuong Ung voi khoang
100 mg gemfibrozil vao binh dinh murc 100 ml. Thém 80 ml
meth,anol (TT) va lac d¢ hoa tan. Thém methanol (T T) vira
da dén vagh, lac déu, loc. Pha loang 10,0 ml dich loc thanh
50,0 ml bang pha djng.

Dung dich chudn: Can chinh xac khoang 50 mg gemfibrozil
chuan hoa tan trong vira & 50,0 ml methanol (TT). Pha
loang 10,0 ml dung dich thu dugc thanh 50,0 ml béng pha
dong.

Dung dich phan giai: Dung dich chita gemfibrozil 0,2 mg/ml
va p-xylenol 0,05 mg/ml trong pha dong.

Diéu kién sdc ky:

Cot kich thudce (15 cm x 4,6 mm) duge nhdi pha tinh C
(5 pm). 7

Detector quang pho tir ngoai ddt ¢ budc song 276 nm.

Téc d6 dong: 1 ml/min.

Thé tich tiém: 10 pl.

Cdch tién hanh:

Kiém tra tinh phui hop cuia hé théng: Trén sic ky do6 cna
dung dich phan giai, do phan giai giira pic gemfibrozil va
pic p-xylenol it nhét 1a 8,0. P§ léch chuin tuong ddi cua
dién tich pic gemfibrozil tir 5 lan tiém 13p lai dung dich
chuén khéng dugc qua 2,0 %.

Tién hanh sic ky lan luot voi dung dich chuan va dung
dich thur.

Tinh ham lugng gemfibrozil, C;sH,,0s, trong nang dua vao
dién tich pic trén sic ky dd cua dung dich chuan, dung dich
thir va ham luong C,sH,,0; cia gemfibrozil chuén.

Bdo quan

Trong d6 dung kin, tranh 4nh sang.

Loai thuée
biéu hoa lipid mau.

Ham lwgng thudong dung
300 mg, 600 mg.

VIEN NEN GEMFIBROZIL

La vién nén chira gemfibrozil. ‘
Ché pham phai dap (mg cac yéu cau trong ?huyén ludan
“Thudc vién nén” (Phuy luc 1.20) va cac yéu cau sau day:

Ham lugng gemfibrozil, C,sH,,0;, tir 90,0 % dén 110,0 %
so voi lugng ghi trén nhan.

Pinh tinh

A. Lic mot lugng bot vién twong img véi 100 mg gemfirozil
v6i 10 ml dung dich natri hydroxyd 0,1 M (TT), loc va
hing dich loc vao mot ong ly tam dung tich 50 ml, ac’id
hoa dich loc bang dung dich acid sulfuric 1,5 M (TT) den
khi tao nhiéu tia. Ly tdm, bé dich trong, rira tua !)én’g mot
lwvgng nhé nude va dé kho trong khong khi. Pho hap thu
héng ngoai (Phu luc 4.2) clia tua thu dugc sau khi dugc
lam kho bang silica gel trong 4 h va phén tan trong kali
bromid phai c6 cac budc song hap thu gu’c‘dai giong vai
cac bude song hap thu cuc dai cia pho hong ngoai cua
gemfibrozil chuan dugc chuin bi tuong tu. ’ ‘

B. Trong phan Pinh lugng, pic chinh trén sac ky do cua
dung dich thir phai c6 thoi gian luu tuong ng voi thqb'i gian
Iuru ctia pic chinh trén sic ky d6 cua dung dich chuan.

D¢ hoa tan (Phu luc 11.4)

Thiét bi: Kiéu canh khuay.

Moi truong hoa tan: 900 ml dung dich dém phosphat
0,2 M pH 7,5 dugc pha nhu sau: Hoa tan 545 g kali
dihydrophosphat (TT) trong 5 L nwoc, thém 131 g natri
hydroxyd (TT) va pha loang thanh 19,5 L bang nudc,
tron déu. Pieu chinh dén pH 7,5 bing dung dich acid
phosphoric 1 M (TT) hoac dung dich natri hydroxyd I M
(TT) va thém nwoc vira du 20 L.

Téc dg quay: 50 r/min.

Thoi gian: 30 min.

Cdch tién hanh:

Dung dich thi: Sau thoi gian hoa tan quy dinh ldy mot phin
dich hoa tan va loc, bo 20 ml dich loc dau, pha loang béng
dung dich natri hydroxyd 1 M (TT) dé thu dugc dung dich c6
ndng 49 tuong duong voi dung dich chuan (néu can).

Dung dich chudn: Hoa tan gemfibrozil chudn trong mot
lugng nhoé methanol (TT), sau d6 pha lodng bing méi
truong hoa tan dé duge dung dich c6 ndng dé 0,33 mg/ml
(lrong methanol khong duge qua 1 % thé tich pha). Pha
loang dung dich thu dugc bang dung dich natri hydroxyd
I M (TT) dé thu dugc dung dich c6 nong do gemfibrozil
thich hop.

Do d6 hap thu (Phu luc 4.1) cua dung dich chuin va dung
dich thtr & budc séng 276 nm.
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