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Pinh tinh

Phén tan déu mét lugng bt vién twong ing véi khoang
10 mg thiamazol véi 10 ml cloroform (TT) 4m trong 20 min,
loc va béc hoi dich loc trén cach thuy dén khé. Chuan bi
méu do dang dia nén kali bromid. Phé hap thu hfmg ngoai
(Phu luc 4.2) cua mau thir phai phu hop voi phéd hép thu
héng ngoai cia mau chuén dugc chuin bi trong cling diéu
kién, thay bdt vién bing thiamazol chuin.

Pj hoa tan (Phu luc 11.4)

Thiét bi: Kiéu gi6 quay.

Moéi truomg hoa tan: 500 ml nuoc.

Téc dé quay: 100 r/min.

Thoi gian: 30 min.

Cdch tién hanh:

Sau thoi gian hoa tan quy dinh, liy mot phan dich hoa tan
va loc. Pha lodng dich loc bing nude dé thu duoc dung dich
06 nong do thiamazol khoang 5 pg/ml. Do d6 hap thu (Phu
luc 4.1) ctia dung dich thu duoc & bude séng 252 nm, cde do
day 1 cm, diing nwée 1am miu tring, So sanh véi dung dich
thiamazol chuén c6 ciing ndng 46 pha trong nudc.

Tinh luong thiamazol, C,HgN,S, d3 hoa tan dya vao d6
hap thu cia dung dich thir, dung dich chun va ndng d6
cua thiamazol trong dung dich chuan.

Yéu cau: Khong it hon 80 % (Q) lugng thiamazol,
C4HgN,S, so véi lugng ghi trén nhdn duge hoa tan trong
30 min.

D} dong déu don vi liéu (Phu luc 11.9)

Dung dich thir géc: Chuyén 1 vién (da duoc 1am v hodc
nghién thanh bot min) vao binh dinh mirc 100 ml. Thém
50 ml nude, lic bing may lic co hoc trong 30 min. Thém
nieée dén vach, tron déu va loc, boé 20 ml dich loc diu.
Dung dich thir: Pha loang dung dich thir gbc bang nudc dé
thu dwoc dung dich c6 nong d6 5 pg/ml thiamazol.

Dung dich chudn: Dung dich chira 5 pg/ml thiamazol
chuan trong nudc.

Do do hép thu (Phu luc 4.1) cia dung dich thir, dung dich
chuin & budc séng 252 nm, coc do 1 cm, ding nwdc lam
mau tring.

Tinh ham lugng phin trim thiamazol, C4H¢N,S, trong
mdi vién dya vao 46 hép thu cua dung dich thwr, dung dich
chuén va néng do cua thiamazol trong dung dich chuén.

Dinh lrgng

Cin 20 vién, tinh khéi lugng trung binh va nghién thanh
bot min. Can chinh xac mét lugng bot vién twong Ung
vai khoang 120 mg thiamazol vao binh dinh mirec 100 ml.
Thém 80 ml nude, ddy nip, lic co hoc trong khoang 30 min,
thém nudc dén vach, tron déu va loc. Thém 3,5 ml dung
dich natri hydroxyd 0,1 N (CP) vao 50,0 ml dich loc, trdn
déu va thém 7 ml a’ung dich bac nitrat 0,1 N vira thém
vira khudy déu. Tiép tuc chudn do bing dung djch natri
hydroxyd 0,1 N (CD). Xac dinh diém tuong duong bing
phuong phap chuén d6 do dién thé (Phy luc 10.2).

THIAMIN HYDROCLORID

1 ml dung dich natri hydroxyd 0,1 N (CP) tuong duong
vai 11,42 mg thiamazol (C4HgN,S).

Béo qué_n
Trong d6 dung kin, tranh 4nh sang.

Loai thudc
Thubc khang giap dan chét thioimidazol.

Ham lugng thudng ding
5 mg; 10 mg.
THIAMIN HYDROCLORID
L (Y
C12H|7C1N4OS.HC1 P.t.l: 337,3

Thiamin hydroclorid 13 3-[(4-amino-2-methylpyrimidin-5-y)
methyl]-5-(2-hydroxyethyl)-4-methylthiazol clorid hydroclorid,
phai chira tir 98,5 % dén 101,0 % C;,H,,CIN,OS.HCI, tinh theo
ché phim khan.

Tinh chat

Tinh thé khong mau hozc bét két tinh tring hay gén nhu
h'fmg. Dé tan trong nudc, tan trong glycerin, khé tan trong
ethanol 96 %.

Pinh tinh

C6 thé chon mét trong hai nhém dinh tinh sau:

Nhom I: A, C.

Nhém 1I: B, C.

A. Ph hép thy hong ngoai (Phu luc 4.2) cua ché pham
phai phu hop véi pho hap thu hong ngoai cua thiamin
hydroclond chuin. Néu phd hdng ngoai & trang thai ran
ctia mau thir va chuin khéc nhau thi hoa tan riéng ré ché
phdm va chuén trong nwéc, bée hoi toi cén rdi tién hanh
ghi lai phd cta can méi.

B. Hoa tan khoang 20 mg ché phim trong 10 ml nuée, thém
1 ml dung dich acid acetic 2 M (TT) va 1,6 ml dung dich
natri hydroxyd 1 M (TT), dun néng trén cach thuy 30 min,
dé nguodi. Thém S ml dung dich natri hydroxyd 2 M (TT),
10 ml dung dich kali fericyanid 5 % (TT) va 10 ml n-butanol
(TT), lic manh 2 min. Lop butanol & trén cho huynh quang
xanh lam 15, dac biét khi quan sat dudi anh sang tir ngoai &
budc séng 365 nm.

Lam lai phan ‘mg nhung dung 0,9 ml dung dich natri
hydroxyd 1 M (TT) va 0,1 g natri sulfit khan (TT) thay cho
1,6 ml dung dich natri hydroxyd 1 M (TT), 16p butanol
khéng c6 huynh quang.

C. Ché phim cho phan tmg (A) cta clorid (Phu luc 8.1).
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P{ trong va mau siic cua dung dich

Dung dich S: Hoa tan 2,5 g ché phim trong nwede khong
co carbon dioxyd (TT) va pha lodng thanh 25 ml v6i cing
dung méi.

Pha lodng 2,5 ml dung djch S thanh 5 ml bing nuwéc. Dung
dich thu dugc phai trong (Phy luc 9.2) va cé mau khong
dugc dam hon dung dich mau miu V; hay VL, (Phu lyc
9.3, phuong phap 2).

pH )
Tir 2,7 dén 3.3 (Phu luc 6.2). ‘
Pha loang 2,5 ml dung dich S thanh 10 ml bing nudc.

Tap chit lién quan

Phuong phép sic ky 1ong (Phu luc 5.3).

Pha déng A: Dung dich natri hexansulfonat 0,3764 % da
dwoc chinh dén pH 3,1 bing acid phosphoric (TT).

Pha dong B: Methanol (TT>). o

Dung dich thir: Hoa tan 0,35 g ché pham trong 15,0 ml
dung dich chira 5 % (tt/tt) acid acetic bang (TT) va pha
loang thanh 100,0 ml bing nwdc.

Dung dich déi chiéu (1): Hoa tan thiamin chudn ding dé
kiém tra tinh phi hop ciia hé théng (chira tap chét A, B va C)
c6 trong mot lo chuin trong 1,0 ml dung dich chira 0,75 %
(tt/tt) acid acetic bang (TT).

Dung dich déi chiéu (2): Pha lodng 1,0 ml dung dich thir
thanh 100,0 ml bing nuwdc. Pha lodng 1,0 ml dung dich thu
dugc thanh 10,0 ml bang nude.

Piéu kién sdc ky:

Cét kich thuée (25 cm x 4,0 mm) dugc nhdi pha tinh end-
capped octadecylsilyl silica gel diing cho sdc ky (5 pm).
Nhiét d6 cot: 45 °C.

Detector quang pho tir ngoai & budc séng 248 nm.

Téc d6 dong: 1,0 ml/min.

Thé tich tiém: 25 pl.

Cdch tién hanh:

Tién hanh sic ky theo chwong trinh dung mdi nhu sau:

Thoi gian PhadjngA | PhadjngB I
(min)  Cewt) | (%w) |
0-2 90 o0
2.27 9070 | 10-30 |
27-35 7050 30550 |
35-42 ' 50 ' 50 |

Sir dung sic ky dd cung cap kém theo thiamin chuén diing
dé kiém tra tinh phi hop cua hé thong va sic ky dd cua
dung dich di chiéu (1) dé xac dinh pic cua tap chit A, B
va C.

Théi gian luu tuong d6i so voi pic thiamin (khoang 30 min):
Tap chit A khoang 0,3, tap chat B khoang 0,9, tap chét C
khoang 1,2.

Kiém tra tinh phi hop cia hé thong sic ky: Trén sic ky
dd cua dung dich dbi chiéu (1), 46 phan giai giira pic tap
chét B va pic thiamin it nhat la 3,0 va d6 phan giai giira pic
thiamin va pic tap chit C it nhat 1a 2,0.

1146

DUGQC PIEN VIET NAM VI

Gidi han: Trén sic ky d6 cua dung dich thur:

Tap chét B: Dién tich pic tap chit B khong dugc 16m hon
3 lan dién tich pic chinh trén sic ky d6 cua dung dich déi
chiéu (2) (0,3 %).

Tap chit A, C: Véi mdi tap chét, dién tich pic khong dugc
16n hon 1,5 Ian dién tich pic chinh trén sic ky d4 cua dung
dich déi chiéu (2) (0,15 %).

Tap don khéc: V&i mbi tap chit, dién tich pic khong duge
1én hon dién tich pic chinh trén sic ky db cua dung dich
d6i chidu (2) (0,10 %).

Téng dién tich cac pic tap chat khéng dugc 16n hon 5 lan
dién tich pic chinh trén sic ky d5 cia dung djch dbi chiéu
(2) (0,5 %).

Bo qua céc pic c6 dién tich nho hon hoac bang 0,5 1an dién
tich pic chinh trén sic ky dd cua dung djch dbi chiéu (2)
(0,05 %).

Ghi chzi.:

Tap chat A: 3-[(4-amino-2-methylpyrimidin-5-yl) methyl]-4-
methyl-5-[2-(sulphonatooxy) ethyl]thiazol (ester thiamin sulfat).
Tap chét B: 3-[(4-aminopyrimidin-5-yl)methyl]-5-(2-hydroxyethyl)-
4-methylthiazol (desmethylthiamin).

Tap chit C: 3-[(4-amino-2-methylpyrimidin-5-yl)-methyl]-5-
(2-cloroethyl)-4-methylthiazol (clorothiamin).

Tap chét D: 3-[(4-amino-2-methylpyrimidin-5-yl)methyl]-5-(2-
hydroxyethyl)-4—methylthiazol-2(3H)—on (oxothiamin)

Tap chat E: 3-[(4-amino-2-methylpyrimidin-5-yl) methyl]-5-(2-
hydroxxethyl)-4—methylthiazol-2(3H)—thi0n (thioxothiamin).
Tap chat F: 3-[(4-amino-2-ethylpyrimidin-5-yl)-methyl]-5-(2-
hydro:syethyl)-4—methylthiazol (ethylthiamin).

TapchatG: 5-[2-(acetyloxy)ethyl]-3-[(4-amino-2-methylpyrimidin-
5-yl)methyl]-4-methylthiazol (acetylthiamin).

Tap chit H: (3RS)-3-[[[(4-amino-2-methylpyrimidin-5-yl)methyl]
thiocarbamoyl]sulphanyl]-4-oxopentyl acetat (ketodithiocarbamat).

Sulfat
Khong duge qué 0,03 % (Phu luc 9.4.14).
Pha loang 5 ml dung dich S thanh 15 ml bang nude cdr dé th.

Kim loai ning

Khong dugc quéa 20 phan triéu (Phu luc 9.4.8).

Ly 12 ml dung dich S dé thir theo phurong phéap 1. Ding
dung dich chi mau 2 phan triéu Pb (TT) dé chuén bj miu
d6i chiéu.

Nuée
Khéng dugc qua ’5,0 % (Phu luc 10.3).
Dung 0,400 g ché phim.

Tro sulfat
Khong dugc qgé 0,1 % (Phu luc 9.9, phuong phap 2).
Dung 1,0 g ché phim.

Pinh lugng

Hoa tan 0,110 g ché phdm trong 5 ml acid formic khan
(TT), thém SO ml anhydrid acetic (TT). Chuin d¢ ngay
bing dung dich acid percloric 0,1 N (CP). Xac dinh diem
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két thic bang phuong phap chuin do do dién thé (Phu
Iyc 10.2), thoi gian chuin d6 trong vong 2 min. Lam miu
tring song song trong cing diéu kién.

1 ml dung dich acid percloric 0,1 N (CD) tuong duong vai
16,86 mg C,,H,,CIN,OS.HCl.

Béao quin
Trong bao bi kin (khéng 1am bing kim loai), tranh 4nh séng.

Loai thudc
Vitamin nhém B.

Ché phim
Vién nén, thuéc tiém.

THUOC TIEM THIAMIN HYDROCLORID
Thudc tiém vitamin B,

La dung dich vé khuin cua thiamin hydroclorid trong
nudc dé pha thude tiém.
Ché phim phai dap {mg cic yéu ciu trong chuyén ludn
“Thudc tiém, thudc tiém truyén, thudc cdy” (Phu luc 1.19)
v cic yéu clu sau day:

Ham lwrgng thiamin hydroclorid, C;;H,,CIN,OS.HC], tir
95,0 % dén 110,0 % so véi lugng ghi trén nhan.

Tinh chat
Dung dich trong, khong mau.

Pinh tinh

A. Ly mot thé tich ché phdm tuong {mg véi khoang 20 mg
thiamin hydroclorid, pha loang v&i nwdc thanh 10 ml.
Tiép tuc tién hanh nhu mé ta & phép thir dinh tinh B trong
chuyén luan “Thiamin hydroclorid”, bat du tir “thém 1 ml
dung dich acid acetic 2 M (TT)...”.

B. Trong phén Pinh lwgng, thoi gian luu cla pic chinh trén
sic ky dd thu dwoc cua dung dich thir phai trong (g véi
thoi gian luu cua pic thiamin hydroclorid trén sic ky dé
thu dugc cua dung dich chuin.

C. Ché pham cho phan (g (A) cia ion clorid (Phu luc 8.1).

pH )
Tir 2,5 dén 4,0 (Phu luc 6.2).

Ni djc tb vi khuin
Khong dugce qua 3,5 EU/mg thiamin hydroclorid (Phy luc
13.2).

Dinh lugng

Phuong phap sic ky long (Phu luc 5.3).

Pha dong: Hoa tan 1 g natri heptan sulfonat (TT) trong
hén hop gém 180 ml methanol (TT) va 10 ml triethylamin
(TT), pha lodng vé&i meéc thanh 1000 ml. Diéu chinh téi
pH 3,2 véi acid phosphoric (TT).

THIAMIN NITRAT

Dung dich chudn: Dung dich thiamin hydroclorid chuan
trong dung dich acid hydrocloric 0,005 M (TT), c6 nong
d¢ chinh xac khoang 0,05 mg/ml.

Dung dich thir: Lay chinh xac mét thé tich ché phim twong
g voi khoang 100 mg thiamin hydroclorid, pha lodng v&i
dung dich acid hydrocloric 0,1 M (TT) thanh 100,0 ml,
lic déu. Pha loang 5,0 ml dung dich thu dugc thanh
100,0 ml véi nude, lic déu.

Diéu kién sdc ky:

Cot kich thuée (10 cm x 4,6 mm) dirge nhéi pha tinh C
(5 pm). .

Detector quang pho tir ngoai dit & buéc song 244 nm.
Téc d6 dong: 2,0 mI/min.

Thé tich tiém: 20 pl.

Cdch tién hanh: Tién hanh sic ky 1an lugt voi dung dich
chuén va dung dich th.

Tinh ham lugng thiamin hydroclorid, C,,H,,CIN,OS.HCI,
trong thudc tiém dua vao dién tich (hay chiéu cao) pic chinh
trén sic ky dd thu duge cia dung dich thir, dung dich chuén
va ndng d6 C,H;;CIN,0S.HCl ciia dung dich chuén.

Bio quin
Noi kho mat, trénh dnh sang.

Loai thudc
Vitamin.

Ham lugng thwong dung
2,5 %.

THIAMIN NITRAT

S\” NYCHS
N\ N | N NOg
HO

HaC NH,

C2H7NsO,48 Ptl: 3274

Thiamin nitrat 12 3-[(4-amino-2-methylpyrimidin-5-yl)
methyl]-5-(2-hydroxyethyl)-4-methylthiazol nitrat, phai
chira tir 98,0 % dén 101,0 % C,,H;N;0,S, tinh theo ché
pham di 1am kho.

Tinh chit

Bot két tinh tring hay gin nhu tring hodc tinh thé nho
khéng mau. Hoi tan trong nuéc, dé tan trong nudc soi, kho
tan trong ethanol 96 % va methanol.

Pinh tinh

C6 thé chon mot trong hai nhém dijnh tinh sau:
Nhém I: A, C.

Nhém II: B, C.
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