https://nhathuocngocanh.com/
DUQC PIEN VIET NAM VI

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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ACID METHACRYLIC VA ETHYL ACRYLAT DONG TRUNG HOP (1 : 1)

Ham lugng
Loai A: Tir 46,0 % dén 50,6 % don vi acid methacrylic
(tinh theo ché pham da lam khd).
Loai B: Tir 43,0 % dén 48,0 % don vi acid methacrylic
(tinh theo ché phim da lam khd).

Tinh chat

Bot triing hodc gan nhur tring, tron chay rat tét.

Thyec té khong tan trong nudc (loai A) hoéic phan tin trong
nudc (loai B), thuc té khong tan trong ethyl acetat, dé tan
trong ethanol khan va dung dich natri hydroxyd 1 M.

Pinh tinh

A. Phd hép thu héng ngoai (Phu luc 4.2).

Hoa tan 0,1 g ché phim trong 1 ml ethanol 90 % (TT) rdi
nho 2 giot dung dich thu dugc 1én dia natri clorid, 1am kho
dé 16p phim duge hinh thanh rdi phi mét dia natri clorid
khéc 1én trén. Phd hip thu hong ngoai thu dugc cia ché
pham phai phai phi hop véi phd hip thy hdng ngoai cia
acid methacrylic va ethyl acrylat dong trung hop (1 : 1) dbi
chiéu (loai A hoic loai B).

B. Ché phim phai dép (mg cic yéu cau vé gidi han Ham
luong.

C. Ché phim phai dap img yéu ciu cia phép thir Tro sulfat.

Ethyl acrylat va acid methacrylic

Phuong phap sic ky long (Phu luc 5.3).

Pha dong: Methanol - dung dich dém phosphat pH 2,0
(30 : 70).

Dung dich mau trang: Tron déu 50,0 ml methanol (TT) va
25,0 ml pha dong.

Dung dich thir: Hoa tan 40 mg ché phdm trong hén hop
gdm 50,0 ml methanol (TT) va 25,0 ml pha déng.

Dung dich déi chiéu: Hoa tan 10 mg acid methacrylic
chudn va 10 mg ethyl acrylat chuén trong methanol (TT)
roi pha loang thanh 50,0 ml véi ciing dung moi. Pha loang
0,1 ml dung dich nay thanh 50,0 ml véi methanol (TT) rdi
tron véi 25,0 ml pha ddng.

Diéu kién séc ky:

Cot kich thudc (10 cm * 4 mm) dugce nhdi pha tinh C
(5 um). )

Detector quang pho tir ngoai & budc séng 202 nm.

Téc d¢ dong: 2,5 ml/min.

Thé tich tiém: 50 pl.

Cdch tién hanh:

Tién hanh sic ky véi dung dich mau tring, dung dich thir,
dung dich dbi chiéu.

Kiém tra tinh phd hop ciia hé thong: Trén sic ky dé cua
dung djch d6i chiéu, 6 phén giai giira pic ethyl acrylat
va pic acid methacrylic khong dugc nhoé hon 2,0. Sic
ky db cia dung dich mau tréng khong dugc cé céc pic
c6 thoi gian luu tuwong Ung vdi acid methacrylic va
ethyl acrylat.
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Gidi han: Téng ham lugng ethyl acrylat va acid
methacrylic ty do khong dugce qué 0,1 %.

Mit khoi lwgng do 1am khé
Khong duge qué 5,0 % (Phu luc 9.6).
(1,000 g, 105 °C, 6 h).

Tro sulfat

Khéng dugc qua 0,4 % (loai A), ho#ic tir 0,5 % dén 3,0 %
(loai B) (Phu luc 9.9, phuong phap 2).

Diing 1,0 g ché phéam.

Pinh lw¢gng

Hoa tan 1,000 g ché phém trong hén hgp gdm 40 ml rrée
va 60 ml 2-propanol (TT). Vira khudy vira chuén 46 chim
bing dung dich natri hydroxyd 0,5 N (CD), ding dung
djch phenolphthalein (TT) 1am chi thi.

1 ml dung dich natri hydroxyd 0,5 N (CD) tuwong duong
vaGi 43,05 mg C4HgO, (don vi acid methacrylic).

Bio quin
Trong bao bi kin, dé noi khé mat, tranh 4nh sang.

Nhin
Phai ghi o loai A hay B.

Cong dung
Ta duge.

CAC PAC TINH LIEN QUAN DPEN CONG DUNG
CUA NGUYEN LIEU

Céc dic tinh sau c6 thé lién quan dén viéc sir dung acid
methacrylic va ethyl acrylat dong tring hop (1 : 1) lam ta
dugc bao khang dich vi:

P nhét bidu kién

Tién hanh theo Phu luc 6.3, phuong phép III.

Loai A: Tir 100 mPas dén 200 mPas. Hoa tan mdt lugng
ché pham tuong tmg v&i 37,5 g ché pham da 1am khé trong
mot hon hop gom 7,9 g nueée va 254,6 g 2-propanol (TT).
Xéc dinh d¢ nhét & 20 °C sir dung nhét ké quay véi toe 49
trrot 1a 10 s-1, )
Loai B: Khong 16n hon 100 mPa-s. Phédn tan mét lugng che
phé'im twong tmg vai 80,0 g ché pham d3 1am khé vao trong
nuwée rdi didu chinh dén 320 g v6i cing dung méi. Khuay
trong 3 h rdi xac dinh d6 nhét s dyng nhét ké quay ¢
23 °C va téc d6 quay 100 r/min (rotor 2).

P§ tan cua phim

Nho 1 ml dung dich (loai A) hodc dich phéan tén (loai B)
thu dugc trong phép do do nhét biéu kién 1én mot dia thiy
tinh va lam khd. Mgt 16p phim gion, trong sudt dugc hinh
thanh. LAy mét manh phim thu dugc cho vao binh nén
c6 chira dung dich dém phosphat pH 6,8 (TT) rdi khuéy.
Manh phim phai tan.



