https://nhathuocngocanh.com/

VIEN NEN DOMPERIDON

v&i 5 ml ether (TT). Bé 16p ether. Liy 0,1 ml 16p nudc,
thém dung dich gébm 10 mg resorcinol (TT) hoa tan trong
3 ml acid sulfuric (TT), dun néng trén céch thay 15 min,
dung dich khéng dugc c6 mau. Liy 16p nuéce con lai &
trén, thém 2 ml nwdc brom (TT), dun néng trén cach thuy
15 min va sau d6 dun dén séi, lam ngudi. Ly 0,1 ml dung
dich thu dugc, thém dung dich gbm 10 mg resorcinol (TT)
hoa tan trong 3 ml acid sulfuric (TT), dun néng trén céch
thiy 15 min, mau tim xuét hién.

P§ trong va mau sic ciia dung dich

Hoa tan 0,20 g ché phim trong dimethylformamid (TT) va
pha loéng thanh 20,0 ml v6i ciing dung méi. Dung dich thu
duoc phai trong (Phu luc 9.2) va khéng duoc ddm mau hon
mau méu V, (Phu luc 9.3, phuong phép 2).

Tap chit lién quan

Phuong phap sic ky long (Phu luc 5.3).

Pha déng: Hon hop methanol va dung dich amoni acetat
05%@3:7), chuyen thanh methanol bﬁng gradient tuyén
tinh trong 10 min, tiép theo rira giai bang methanol (TT)
trong 2 min.

Dung dich thir: Hoa tan 0,10 g ché phim trong dimethyl-
formamid (TT) va pha loang thanh 10,0 ml vé&i cing dung méi.
Dung dich déi chiéu: Pha loang 1,0 ml dung dich thu
thanh 100,0 ml bang dimethylformamid (TT). Pha loing
tiép 5,0 ml dung dich thu dwoc thanh 20,0 ml bing
dimethylformamid (TT).

Dung dich phadn giai: Hoa tan 10,0 mg domperidon maleat
chuinva 15,0 mg droperidol chuan trong dimethylformamid
(TT) va pha loang thanh 100,0 ml véi cing dung moi.
Piéu kién sdc ky:

Cotkich thudc (10 cm x 4,6 mm) dugc nhdi base-deactivated
octadecylsilyl silica gel ding cho séc kj (3 pm).

Detector quang phd tir ngoai & budc séng 280 nm.

Tbc 46 dong: 1,5 ml/min.

Thé tich tiém: 10 pl.

Cdch tién hanh:

Can bang cét bang methanol (TT) it nhat 30 min, sau d6
bang thanh phan pha dong ban dAu it nhat 5 min.

Tién hanh sic ky dung dich d6i chiéu, diéu chinh d6 nhay
cta hé théng dé chiéu cao cta pic chinh it nhit bing 50 %
thang do.

Tién hanh sic ky dung dich phan gjai, thoi gian luu cia
domperidon maleat khodng 6,5 min va cua droperidol
khoang 7 min. Phép thir chi cé gia tri khi d§ phén glal
gilta pic domperidon maleat va pic droperidol it nhit 13
2,0. Néu can, diéu chinh ndng d6 methanol ciia pha dong
hay chuong trinh thai gian cho gradient tuyén tinh.

Tién hanh sic ky voi miu tring 1a dimethylformamid,
dung dich thir va dung dich déi chiéu.

Gidi han: Trén ;éc ky d6 cta dung djch thir:

Dién tich cua bat ky pic phu nao khong dugc 16n hon dién
tich cia pic chinh trong sic ky d6 ciia dung dich déi chiéu
(0,25 %).
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Tdng dién tich caa cac pic phu, khong dugc 16n hon 2 l4n
dién tich ctia pic chinh trong sic ky dd cia dung dich déi
chiéu (0,5 %).

Bo qua cdc pic thu dugce voi mdu tring, pic acid maleic &
ddu sic ky d6 va cdc pic c6 dién tich nh6 hon hodc bing
0,2 lan dién tich cta pic chinh trong sic ky d6 cia dung
dich déi chiéu.

Kim loai niing

Khong duoc qua 20 phan triéu (Phu luc 9.4.8).

L4y 1,0 g ché phim tién hanh thur theo phuong phép 4.
Dung 2 ml dung dich chi mdu 10 phén triéu Pb (TT) dé
chuin bj miu di chiéu.

Mt khoi lrgng do lam khd
Khong dugc qua 0,§ % (Phu luc 9.6).
(1,000 g; 100 °C dén 105 °C).

Tro sulfat
Khéng dugc qué 0,1 % (Phu luc 9.9, phuong phap 2).
Diing 1,0 g ché phim.

Pinh Iurgmg

Hoa tan 0,400 g ché phim trong 50 ml acid acetic khan
(TT). Chuin d6 bang dung dich acid percloric 0,1 N (CD)
dén khi mau chuyén tir vang cam sang xanh l4, diing
0,2 ml dung dich naphtholbenzein (TT) lam chi thi.

1 ml dung djch acid percloric 0,1 N (CD) twong duong voi
54,20 mg szH24CIN502.C4H404_

Bdo quin
Trong d6 dung kin, tranh anh sang.

Loai thudc
Thudc chéng nén, d6i khang dopamin.

Ché phim
Vién nén.

VIEN NEN DOMPERIDON

La vién nén chira domperidon maleat.
Ché pham phai dap ing céc yéu cau trong chuyén luan
“Thudc vién nén” (Phu luc 1.20) va cic yéu ciu sau day:

Ham lrgng domperidon, C,,H,,CIN;O,, tir 95,0 % dén
105,0 % so vi lugng ghi trén nhan.

Pinh tinh

A. Phuong phap sic ky 16p mong (Phu luc 5.4).

Ban mong: Silica gel GF;s4

Dung djch natri acetat pH 4,7: Hoa tan 1,36 g natri acetat
(TT) trong 50 ml nuée, diéu chinh dén pH 4,7 bing acid
acetic lodng (TT) va thém nwdc vira di 100 ml.

Dung mbi khai trién: Dung dich natri acetat pH 4,7 -
methanol - dicloromethan - ethyl acetat (5 : 18 - 23 : 54).
Dung djch thir: Lic k¥ mdt lugng bdt vién twong duon
khoang 10 mg domperidon véi 10 ml hdn hop ddng thé
tich dicloromethan (TT) va methanol (TT), loc qua phéu
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lpc thuy tinh (Whatman GF/C la thich hgp).

Dung dich déi chiéu: Dung dich domperidon maleat chuin
0,127 % trong hén hgp dgng thé tich dicloromethan (TT)
vi merhanol‘ (TT).

Cach tién hanh: Chdm riéng biét 1én ban mong 10 pl mdi
dung dich trén. Sau khi trién khai, iy ban méng ra, dé khé
ngoai khong khi, quan sat dudi anh sang tir ngoai & budc
song 254 nm, sau d6 phun dung dich kali iodobismuthat
(TT) va quan sét. Trong cé hai l4n quan sat, vét chinh trén
séic ky d6 cua dung dich thir phai twong (mg vé vi tri v mau
séic vai vét chinh trén sic ky do cua dung dich ddi chiéu.
B. Trong phén Dinh lugng, pic chinh trén sic ky d6 cua
dung dich thir phai c6 thoi gian luu tuong (ng véi thoi
gian lwu cia pic domperidon maleat trén sic ky d6 cia
dung dich chuan.

P§ hoa tan (Phu luc 11.4)

Thiét bj: Kiéu canh khudy.

Moi truong hoa tan: 900 ml dung dich acid hydrocloric
0,1 M (TT).

Toc dg quay: 50 r/min.

Thai gian: 45 min.

Cdch tién hanh: Liy mét phan dung dich méi truong sau
khi hoa tan, loc, bo dich loc diu. Pha lodng t&i néng do
thich hop v6&i dung dich acid hydrocloric 0,1 M (TT) (néu
can). Do 46 hap thu (Phu luc 4.1) cia dung dich thu dugc &
buéc séng 286 nm, cde do day 1 cm, dung dung dich acid
hydrocloric 0,1 M (TT) 1am mAu tring. So sanh v&i dung
dich domperidon maleat chuén 0,001 % pha trong dung
dich acid hydrocloric 0,1 M (TT).

Tinh lugng domperidon, C,,H,4 CIN;O,, da hoa tan trong
mdi vién tir O hép thu do dugce cua dung dich thir, dung
dich chuin va ham lrgng domperidon, Cy,H,4CIN5O,,
trong domperidon maleat chuin.

Yéu cau: Khéng it hon 70 % Ilugng domperidon,
C,H,4CIN;O,, so vé&i lugng ghi trén nhdn dugc hoa tan
trong 45 min.

Dinh lugng

Phuong phép séc ky long (Phuy luc 5.3)

Pha dong: Nudc - acetonitril - acid acetic bdang -
triethylamin (500 : 500 : 5 : 5).

Dung dich chudn: Can chinh xic khoang 63,5 mg
domperidon maleat chuin vao binh dinh mirc dung tich
100 ml, hoa tan va pha lodng véi pha dong dén vach. Lic
déu. Lay chinh x4c 5 ml dung dich trén cho vao binh dinh
mirc dung tich 50 ml va pha loang vé&i pha dong dén vach,
lic déu.

Dung djch thir: Can 20 vién, tinh khdi lugng trung binh
vién va ughién thanh b6t min. Can chinh x4dc mét lugng
bt vién twrong duong véi khoang 25 mg domperidon vao
binh dinh mirc dung tich 50 ml, hoa tan va pha lodng v&i
pha dong dén vach. Lic déu, loc. Ly chinh xac 5,0 ml
dich loc trén cho vao binh djnh mirc dung tich 50 ml va
pha loang véi pha dong dén vach, lic déu, loc.

Diéu kién sdc ky:

DOXYCYCLIN HYDROCLORID

Cot kich thuéce (25 cm x 4,6 mm) dugc nhdi pha tinh C
(5 pm).

Nhiét d§ cot: 40 °C.

Detector quang phd tir ngoai dit & budc séng 280 nm.
Téc d6 dong: 1 ml/min.

Thé tich tiém: 20 pl.

Cdch tién hanh: ,
Kiém tra tinh phii hop ctia hé théng sic ky: Tién hanh sic
ky véi dung dich chuin, d¢ léch chuin tuong d6i cta dién
tich pic domperidon giira cac 1an tiém lap lai khéng dugc
16m hon 2,0 %.

Tién hanh sic ky lan lugt voi dung dich thir va dung
dich chuén.

Tinh ham lugng domperidon, C22H24CIN502, dua vao
dién tich pic chinh thu dugc trén sac ky d cua dung dich
thir, dung dich chuin va ham lwong Cy,H,,CIN;O, trong
domperidon maleat chuén.

1 mg domperidon maleat twrong ung voi 0,7858 mg
domperidon.

Béo quén
Trong bao bi kin, tranh anh sang.

Loai thudc
Thuoc chong non.

Ham lugng thudng ding
10 mg.

DOXYCYCLIN HYDROCLORID
Doxycyclin hyclat

HCI
Hic™  TCH,
) C2H5 -OH 112H20
szstClNzOg.%CzHGO.VZHzo Ptl: 5 12,9

Doxycyclin hydroclorid la (4S,4aR,5S,5aR,6R,12aS)-4-
(dimethylamino)-3,5,10,12,12a-pentahydroxy-6-methyl-
1,11-dioxo-1,4,4a,5,5a,6,11,12a-octahydrotetracen-2-
carboxamid hydroclorid hemiethanol hemihydrat, duoc
téng hop tir oxytetracyclin hodc metacyclin hodc bing cic
phuong phép khac, ché phdm bén tong hop trmét san phim
Ién men, phai chira tir 95,0 % dén 102,0 % Cy,H,sCIN,Os,
tinh theo ché phdm khan va khong c6 ethanol.

Tinh chit

Bt két tinh mau vang, hit 4m. D& tan trong nudc va trong
methanol, hoi tan trong ethanol 96 %, tan trong cac dung
dich kiém hydroxyd va carbonat.
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