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VIEN NEN ACID MEFENAMIC

Dung dich déi chiéu (3): Hoa tan 10,0 mg tap chét A chuan
cla acid mefenamic bing pha dong va pha lodng thanh
10,0 ml véi cing dung méi. Pha lodng 1,0 ml dung dich
thu durge thanh 100,0 ml bing pha ddng. Tiép tuc pha lodng
1,0 ml dung djch thu dugc thanh 100,0 ml bing pha déng.
Dung dich déi chiéu (4): Hoa tan 20,0 mg acid benzoic
(TT) bing pha dong va pha lodng thanh 1000,0 ml véi
cung dung méi. Pha lodng 1,0 ml dung dich thu dugc
thanh 100,0 ml bing pha ddng.

Diéu kién sdc ky:

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

Detector quang pho tir ngoai dit & budce song 254 nm.
Tdc d6 dong: 1,0 mV/min.

Thé tich tiém: 10 pl.

Cdch tién hanh:

Tién hanh sic ky v6i thoi gian gap 4 1an thai gian luu cua
acid mefenamic.

Sir dung sic ky 46 ciia dung dich dbi chiéu (2) & x4c dinh
pic céc tap chat C va D.

Thoi gian luu twong ddi so véi acid mefenemic (thdi gian
hru khoang 8 min): Tap chét C khoang 0,3; tap chit D
khoang 0,35; tap chét A khoang 0,5.

Kiém tra tinh phd hgp ciia hé théng: Trén sic ky dd cuia
dung dich déi chiéu (2), d6 phén giai giira pic cia tap chat
C véi pic cua tap chat D it nhét 1a 3,0; trén sic ky db cia
dung dich déi chiéu (4), ti s6 tin hiéu trén nhiéu it nhit 1a
10 di véi pic chinh.

Gidi han:

Pé tinh ham luong, nhan dién tich pic cua cac tap chét sau
véi hé s6 hiéu chinh trong img: Tap chit C1a5,9; tap chét
D 1a 4,0.

Tap chét C, D: V6i mdi tap chét, dién tich pic da hiéu
chinh khéng dugc 16m hon dién tich pic chinh thu dugc
trén sic ky dé cua dung djch d6i chiéu (1) (0,1 %).

Tap chét A: Dién tich pic khéng dugc 1ém hon dién tich pic
twong g thu dugc trén sic ky @5 cia dung dich déi chiéu
(3) (100 phin trigu).

Tap don khéc: Dién tich pic ciia mdi tap chat khong dugc
1ém hom dién tich pic chinh trén sic ky d6 cua dung dich
dbi chiéu (1) (0,10 %).

Téng dién tich pic cia tit ca céc tap chit khong dugc lén
hon 2 lan dién tich pic chinh trén sic ky db cua dung dich
dbi chiéu (1) (0,2 %).

B6 qua nhimg pic ¢6 dién tich nhé hon hodc bing 0,5 Ién
dién tich pic chinh trén séc ky 3 cia dung dich déi chiéu
(1) (0,05 %).

Ghi chi:

Tap chit A: 2,3-dimethylanilin.

Tap chit B: N-(2,3-dimethylphenyl)-2-[(2,3-dimethylphenyl)
amino]benzamid.

Tap chét C: Acid 2-clorobenzoic.

Tap chét D: Acid benzoic.

Tap chit E: 2,3-dimethyl-N-phenylanilin.
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Pong

Khéng dugc qué 10 phén triéu.

Phuong phap quang phé hip thu nguyén tir (Phy luc 4.4,
phuong phép 1).

Dung djch thi: LAy 1,00 g ché phim vao trong mét chén
nung, lam dm bing acid sulfuric (TT), dun néng cin than
trén ngon lira trong 30 min va sau d6 nung tir tir dén
650 °C. Tiép tuc nung dén khi mau den bién mét. D& ngudi,
hoa tan cin trong dung djch acid hydrocloric 0,1 M (TT)
va pha lodng thanh 25,0 ml véi cung dung méi.

Ddy dung dich déi chiéu: Chuén bj diy cac dung dich déi
chiéu, ding dung dich dong chudn (0,1 % Cu), pha loing
bing dung djch acid nitric 0,1 M (TT).

Po do hap thy & budc séng 324,8 nm, ding dén cathod
rong dbng 1am ngudn birc xa va ngon lira 1a khong khf -
acetylen.

Miit khéi lrgng do lam khé
Khéng duge qué 0,5 % (Phu luc 9.6).
(1,000 g; 105 °C).

Tro sulfat
Khoéng dugc qua 0,1% (Phu luc 9.9, phuong phap 2).
Dung 1,0 g ché phém.

Pinh lugng

Hoéa tan bing cach lic siéu 4m khoang 0,200 g ché phim
trong 100 ml ethanol (TT) 4m d3 duge trung hoa trudc véi
chi thi 13 dung djch dé phenol (TT), thém 0,1 ml dung dich
d6é phenol (TT) va chuin d6 bing dung dich natri hydroxyd
0,1 N (CD).

1 ml dung djch natri hydroxyd 0,1 N (CD) tuong duong
véi 24,13 mg C15H|5N02.

Béo quén
Trong bao bi kin, dé noi mat.

Loai thude
Thudc gidm dau, chong viém.

Ché phim
Vién nén, nang,

VIEN NEN ACID MEFENAMIC

La yién nén chira acid mefenamic.
Che pham phai dép umg céc yéu cau trong chuyén luan
“Thudc vién nén” (Phy luc 1.20) va cac yéu cAu sau day:

Ham lugng acid mefenamic, C,sH,;NO,, tir 95,0 % dén
105,0 % so voi lugng ghi trén nhan.

Dinh tinh

Chiét mot lugng bt vién da nghién min twong (mg véi
khoang 0,25 g acid mefenamic bang ether (TT), 2 l4n, mbi
14n 30 ml, gop dich chiét ether. Rura dich chiét ether thu
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dugc bing medc. Béc hoi dich chiét ether dén kho trén
cich thiy, 1am khé cén & 105 °C. Hoa tan cin thu dugc
trong mét thé tich ethanol (TT) tdi thiéu va bdc hoi dén
khé trén cach thuy.

Phé hap thy hong ngoai cua cin thu duqc (Phu luc 4.2) phai
phu hqp véi phd hong ngoai d6i chiéu cua acid mefenamic
chuan.

2,3-Dimethylanilin

Phuong phép sic ky 16p méng (Phu luc 5.4).

Ban mong: Silica gel G.

Dung méi khai trién: Amoniac 18 M - 1,4-dioxan - toluen
(1:25:90).

Dung djch (1): Lic mot lugng bt vién da nghién min
chira khoang 0,25 g acid mefenamic véi mét hon hop gdm
7,5 ml dicloromethan (TT) va 2,5 ml methanol (TT) trong
10 min. Ly tdm 1y dich trong.

Dung dich (2): Dung dich 2,3-dimethylanilin 0,00025 %
trong hén hop dicloromethan - methanol (3 : 1).

Cdch tién hanh: Cham riéng biét 1én ban méng 40 ul méi
dung dich trén. Sau khi trién khai, ldy ban méng ra, lam
kho bang mot ludng khi néng. Phun bin mong bing dung
dich acid sulfuric trong ethanol 20 % (TT). Siy ban méng
@ 105 °C trong 30 min va ngay ldp tirc dit vao binh thay
tinh kin chira hoi acid nitric trong 15 min [hoi acid nitric
c6 thé dugc tao ra bing cach nhé timg giot dung dich acid
sulfuric 7 M (TT) vao mot dung dich chira 10 % natri nitrit
(TT) va 3 % kali iodid (TT)]. Pt ban mong dudi mét ludng
khi néng trong 15 min va phun dung dich N-(I-naphthyl)
ethylendiamin dihydroclorid 0,5 % trong ethanol 96 %.
Néu cén, dé khé va phun lai mét l4n nira.

Bét ky vét ndo tuong ing véi 2,3-dimethylanilin trong sic
ky @6 thu dugc cua dung dich (1) khéng duge dim hon
vét chinh trong séc ky db thu duge clia dung dich (2) (100
phén triéu).

Tap chét lién quan

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

Ban mong: Silica gel GFs4.

Dung méi khai trién: Acid acetic bang - 1,4-dioxan -
toluen (1 : 25 : 90).

Dung dich (1): Dung dich (1) & muc 2,3-Dimethylanilin.
Dung djch (2): Lay 0,1 ml dung dich (1) pha lodng thanh
50 ml bing hén hop dicloromethan (TT) - methanol (TT)
G:1).

Cdch tién hanh: Chim riéng biét 1én ban méng 20 pl mbi
dung dich trén. Sau khi trién khai, ldy bin mong ra dé kh
ngoai khong khi. Pat ban moéng vao binh thuy tinh kin
chira hoi iod trong 5 min va quan sat dudi dnh sang tir
ngoai & budc song 254 nm. Bit ky vét phy nao trén sic ky
d6 thu dugc cua dung dich (1) khéng dugc ddm hon vét
chinh trén sic ky do thu dugc cia dung dich (2) (0,2 %).
Bo qua bat ky vét nao c6 gia tri Rynhé hon hoic bing 0,04.

bj I;ba tan (Phu luc ll.fl)
Thiét bj: Kiéu canh khudy.

ACID METHACRYLIC VA ETHYL ACRYLAT DPONG TRUNG HGQP (1 : 1)

Moéi truong hoa tan: Dung 40 ml ethanol (TT) va thém
dung dich dém phosphat pH 8,0 t&i 800 ml.

Dung djch dém phosphat pH 8,0: Hoa tan 5,59 g dikali
hydrophosphat (TT) va 0,41 g kali dihydrophosphat (TT)
trong 1000 ml niroc.

Téc d quay: 75 t/min.

Thoi gian: 45 min.

Cdch tién hanh:

Dung djch thi: Sau thoi gian hoa tan quy dinh, liy mt
phan dich hoa tan, loc. Pha loang dich lgc véi dung dich
dém phosphat pH 8,0 dé thu dugc dung dich c6 nong do
10 pg/ml.

Dung djch chudn: Cén chinh xac khoang 20 mg acid
mefenamic chuan vao binh dinh mac 100 ml, thém 5 ml
ethanol (TT) dé hoa tan, thém dung djch dém phosphat pH
8,0 dén vach, tron déu. Pha lodng dung dich thu dugc véi
dung dich dém phosphat pH 8,0 dé thu dugc dung dich c6
nong do 10 pg/ml.

Po d% hip thu cua dung dich thir va dung dich chuin &
286 nm (Phu luc 4.1), dung dung djch dém phosphat pH 8,0
lam mAu tring. Tinh lrong acid mefenamic, C sH,sNO,,
dugc hoa tan trong mai vién.

Yéu cau: Khong it hon 60 % (Q) lugng acid mefenamic,
C,sH,sNO,, so véi lugng ghi trén nhdn dugc hoa tan trong
45 min.

Pinh lugng
Can 20 vién, tinh khdi lwvong trung binh cia vién va nghién
thanh bot min. Can mét lugng bot vién tuong ung khoang
0,5 g acid mefenamic vao binh dinh mirc 100 ml, thém
khoang 80 ml ethanol (TT) 4m da duoc trung hoa trude,
sit dung dung dich do phenol (TT) lam chi thi. Hoa tan
bang cach dun néng va siéu Am xen k& nhau. Lam ngudi,
thém ethanol (TT) da dugc trung hoa trrde vira dia 100 ml,
tron déu va chuin do bing dung dich natri hydroxyd 0,1 N
(CD) véi chi thi 1a dung dich do phenol (TT).

1 ml dung dich natri hydroxyd 0,1 N (CD) tuong tmg voi
24,13 mg C15H|5N02.

Bdo quin
Trong bao bi kin, dé noi khé.

Loai thube
Thuoc khang viém khong steroid, giam dau.

Ham lugng thudng diung
250 mg, 500 mg.

ACID METHACRYLIC VA ETHYL ACRYLAT
PONG TRUNG HQP (1: 1)

Acid methacrylic va ethyl acrylat ddng tring hop c6 khéi
lugng phén tir twong d6i trung binh khoang 250.000. Ty
1¢ nhém carboxylic so v6i nhém ester khoang 1 : 1. Ché
pham c¢6 thé & dang acid (loai A) hodc duqc trung hoa mét
phin bing natri hydroxyd (loal B), c6 thé chira chét dién
hoat nhu natri dodecyl sulfat va polysorbat 80.
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