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CAC PAC TINH LIEN QUAN PEN CONG DUNG
CUA NGUYEN LIEU

Céc dac tinh sau c6 thé lién quan dén viéc sir dung acid
methacrylic va methyl methacrylat dong trang hop (1 : 1)
lam ta dugc bao khang dich vi:

P§ nhot
Xem phén trén.

Tinh chit ciia phim
Xem phan trén.

D¢ tan cia phim

Liy mdt manh phim thu dugc trong phép thir Tinh chét
cua phim va cho vao binh ndén c6 chira dung dich acid
hydrocloric 0,1 M (TT) rbi khudy. Méanh phim khéng tan
trong vong 2 h. Lay mét manh phim khac cho vao binh nén
¢6 chira dung dich dém phosphat pH 6,8 (TT) 16i khuay.
Manh phim tan trong vong 1 h.

ACID METHACRYLIC VA METHYL
METHACRYLAT PONG TRUNG HOP (1: 2)

Acid methacrylic v methyl methacrylat dong tring
hop c6 khoi luong phan tr twong d6i trung binh khodng
135.000. Ty l& nhém carboxylic so véi nhém ester khodng
1.:2.

Ham lrgng
Tl'r_ 27,6 % dén 30,7 % don vi acid methacrylic (tinh theo
ché phdm da lam kho).

Tinh chat

Bot trang hoic gan nhu tring, tron chay rét tdt.

Thuc té khong tan trong nudc va ethyl acetat, dé tan trong
ethanol khan, 2-propanol va dung dich natri hydroxyd 1 M.

Pinh tinh

A. Phd hip thu hong ngoai (Pbu luc 4.2) cia ché pham
phai phu hop véi phd hap thu hdng ngoai déi chiéu cua
acid methacrylic va methyl methacrylat dong tring hop
(1:2).

B. Ché phim phai d4p img c4c yéu cau vé gi¢i han Ham luong.

D{ nhét

Tir 50 mPa-s dén 200 mPa-s (Phu luc 6.3, phuong phép 1)
Hoa tan mot lugng ché phim tuong {mg véi 37,5 g ché
phim da 1am khé trong mét hén hop gdm 7,9 g mwse va
2546 g 2-propanol (TT). Xac dinh d nhét & 20 °C sir
dung nhét ké quay véi toe d trugt 14 10 s-1.

Tinh chit ciia phim

Nhé 1 ml dung dich thu dugc trong phép thir Pé nhét 1én
mét dia thiy tinh va dé kho. Mot 16p phim gion, trong sudt
duoc hinh thanh.

ACID METHACRYLIC VA METHYL METHACRYLAT PONG TRUNG HOP (1 : 2)

Methyl methacrylat va acid methacrylic tir do

Phwrong phap sic ky 16ng (Phu luc 5.3).

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

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

Dung dich thir: Hoa tan 40 mg ché pham trong hén hep
gbm 50,0 ml methanol (TT) va 25,0 ml pha dong.

Dung dich déi chiéu: Hoa tan 10 mg acid methacrylic
chuin va 10 mg methyl methacrylat chuén trong methanol
(TT) rdi pha loang thanh 50,0 ml véi cung dung moi. Pha
lodng 0 1 ml dung dich nay thanh 50,0 ml v&i methanol
(TT) roi trén vai 25,0 ml pha dong.

Diéu kién sdac ky:

Cdt kich thuée (10 em x 4 mm) dugc nhdi pha tinh C
(5 pm).

Detector quang phd tir ngoai & budce séng 202 nm.

Tbc d6 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
va dung dich dbi chiéu.

Kiém tra tinh phi hop cia hé théng: Trén sic ky dé
ciia dung dich d6i chiéu, d¢ phan giai giita pic methyl
methacrylat va pic acid methacrylic khéng dugc nho hon
2,0. Sic ky d6 cua dung dich miu tring khéng duoc c6
cdc pic co thdi gian luu twong irng vdi acid methacrylic va
methyl methacrylat.

Gidi han: Tong ham lugng methyl methacrylat va acid
methacrylic tu do khéng dugce qua 0,1 %.

Mét khéi lirgng do 1am khd
Khéng dugce qué 5,0 % (Phu luc 9.6).
(1,000 g, 105 °C, 6 h).

Tro sulfat
Khéng dugc qua 0,1 % (Phu luc 9.9, phuong phép 2).
Dung 1,0 g ché pham.

Pinh luong

Hoa tan 1,000 g ché phim trong hén hgp gdm 40 ml nuéc
va 60 ml 2-propanol (TT). Vira khudy vira chuin d9 chim
bing dung dich natri hydroxyd 0,5 N (CD), ding dung
dich phenolphthalein (TT) 1am chi thi.

1 ml dung dich natri hydroxyd 0,5 N (CP) tuong duong
vdi 43,05 mg C4HgO, (dom vi acid methacrylic).

Bio quian .
Trong bao bi kin, d€ noi khé mat, tranh anh sang.

Cong dung
Ta duogc.

CAC PAC TINH LIEN QUAN PEN CONG DUNG
CUA NGUYEN LIEU

Céc dic tinh sau c6 thé lién quan dén viéc sir dung acid
methacrylic va methyl methacrylat dng tring hop (1 : 2)
lam ta dugc bao khang dich vi:
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ACID NALIDIXIC

D§ nhét
Xem phén trén.

Tinh chét ciia phim
Xem phén trén.

P{ tan cia phim

L4y m6t manh phim thu dugc trong phép thir Tinh chét
cua phim va cho vao binh nén cé chira dung djch acid
hydrocloric 0,1 M (TT) rdi khudy. Manh phim khéng
tan trong vong 2 h. Ldy mét manh phim khac cho vio
binh nén cé chia dung djch dém phosphat pH 6,8 (TT)
rdi khudy. Manh phim khong tan trong vong 2 h. Liy mét
manh phim khac cho vao binh nén c6 chira dung djch dém
phosphat 0,2 M pH 7,5 (TT) roi khudy. Manh phim tan
trong vong 1 h.

ACID NALIDIXIC
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C2H 2N, O, Ptl: 232,2

Acid nalidixic 1a acid 1-ethyl-7-methyl-4-oxo-1,4-dihydro-
1,8-naphthyridin-3-carboxylic, phai chia tir 99,0 % dén
101,0 % Cy,H,,N,03, tinh theo ché phim da lam khé.

Tinh chét

Bot két tinh mau vang nhat hay gin nhu tring. Thyc té
khong tan trong nudc, tan trong methylen clorid, khé tan
trong aceton va ethanol 96 %, tan trong cac dung dich
hydroxyd kiém lodng.

Néng chay ¢ khoang 230 °C.,

Pinh tinh

Phd hép thu hdng ngoai (Phu luc 4.2) ctia ché phdm
phai phit hop véi phd hip thy hong ngoai cua acid
nalidixic chuén.

P{ hép thy

Hoa tan 1,50 g ché phim trong methylen clorid (TT) va
pha lodng thanh 50,0 ml v&i cing dung méi.

bé h5p thy (Phu lyc 4.1) cua dung djch thu dugc do & budc
song 420 nm khong dugc 16m hon 0,10.

Tap chét lién quan

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

Pha déong A: Dung djch chtra 0,2 g/l natri heptansulfonat
monohydrat (TT) va 2,3 g/l amoni dihydrophosphat (TT),
dugc diéu chinh dén pH 2,5 bang acid phosphoric (TT).
Pha dgng B: Acetonitril - methanol (10 : 90).
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Hén hop dung méi: Acetonitril - methanol (50 : 50).
Dung djch thir: Hoa tan 40,0 mg ché phim trong hén hep
dung méi va pha lodng thanh 20,0 ml véi ciing dung méi.
Dung djch déi chiéu (1): Pha lodng 1,0 ml dung dich thir
thanh 100,0 ml bing hén hgp dung méi. Pha lodng 1,0 ml
dung djch thu dugc thanh 20,0 ml bing hdn hgp dung méi.
Dung djch déi chiéu (2): Hoa tan 5,0 mg tap chit C chudn
cua acid nalidixic trong hdn hgp dung méi va pha loing
thanh 50,0 ml véi ciing dung méi. Léy 1,0 ml dung djch
thu duge, thém 10,0 ml dung djch thir va pha lodng thanh
50,0 ml béng hdn hgp dung méi.

Diéu kién sdc ky:

Cot kich thude (25 em * 4,6 mm) dugc nhdi pha tinh end-
capped octadecylsilyl silica gel dimg cho sdc ky (5 pm),
Nhiét d§ cdt: 40 °C.

Detector quang phé tir ngoai dit & bude séng 230 nm.
Téc do dong: 1,2 ml/min.

Thé tich tiém: 10 pl.

Cdch tién hanh:

Tién hanh sic ky theo chuong trinh dung méi nhur sau:

Thoi gian Pha djng A Pha djngB |
(min) (% t/tt) %ttty |
0-10 80 — 70 20—30
10-20 70 — 65 30— 35
20-35 65 35 |
35-45 65 — 30 35— 70
45-62 30 70 |

Sir dung sic ky 6 cta dung dich d6i chiéu (2) dé x4c dinh
pic tap chét C.

Thoi gian luu twong d6i so véi acid nalidixic (thdi gian luu
khoang 40 min): Tap chét C khoang 1,02.

Kiém tra tinh phit hgp cta hé théng: Trén sic ky db cia
dung dich ddi chiéu (2), 46 phén giai gitra pic acid nalidixic
v pic tap chit C it nhit 1a 2,0.

Tinh ham lugng phin trim tap chit C dya vao ndng do cua
tap chét C trong dung dich déi chiéu (2). Tinh ham lugng
phén trim cac tap don khéc trir tap chit C dya vao ndng o
cta acid nalidixic trong dung dich d6i chiéu (1).

Gidi han:

Tap chét C: Khong dugc qué 0,05 %.

Tap don khéc: V&i mdi tap chét, khéng dugc qua 0,05 %.
Tdng tht ca céc tap chit khong dugc qué 0,3 %.

Bo qua céc tap chit c6 ham lugng bing hoiic dudi 0,03 %.
Ghi chi.

Tap chét A: 6-methylpyridin-2-amin.

Tap chét B: Ethyl-7-methyl-4-oxo-1,4-dihydro-1,8-naphthyridin-
3-carboxylat.

Tap chét C: Diethyl (ethoxymethyliden)propanedioat.

Tap chit D: 1,1"-oxydibenzen.

Mt khéi lwgng do 1dm khd
Khéng dugc qua 0,5 % (Phu luc 9.6).
(1,000 g; 105 °C).



