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TINH DAU NGHE

10 ml mwedre. Say phéu thity tinh xdp chira tua trong tu say
& 80 °C trong 1 h. Dé ngudi trong binh hat 4m, rdi can tua
2 4-dinitrophenylhydrazon thu dugc.

| g nia twong img véi 0,458 g camphor (C,H,60).

Ham lugng phﬁn trdm camphor trong tinh dau (X%) duge
tinh bang cong thirc:

K34 - @458)

b

Trong do:

a 1a khoi lugng tia thu dugc (g);

b 14 khi lugng tinh dau lay dé thir (g).
Tinh dau phai chira it nhit 35,0 % camphor.

Bio quan
Trong lo thiy tinh nit kin. Dé chd mat, tranh 4nh séng.

TINH DAU NGHE
Curcumae longae aetheroleum

Tinh dau thu dugc tir than ré cay Ngh¢ (Curcuma !onga
L.), ho Gung (Zingiberaceae) bang phuong phap cat kéo
hot nudc.

Tinh chét

Chat long trong, mau vang nhat dén vang cam, mui nghé
dic trung, dé tan trong ether, cloroform, ethyl acetat,
aceton, methanol, ethanol.

Ty trong twong dbi_
3 20 °C: Tir 0,925 dén 0,935 (Phy luc 6.5).

th 50 khic xa ’
(0 20°C: Tuir 1,485 dén 1,525 (Phu lyc 6.1).

Goéc quay cyc riéng
(3 20 °C: Tir -53° dén -17° (Phuy luc 6.4).

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

Ban mong: Silica gel G.

Dung dich thir: Dung dich tinh dau 1 % trong cloroform
(T7) ‘

Dung djch déi chiéu: Dung dich tinh dau Nghé (méu
chuan) 1 % trong cloroform (TT).

Dung mai khai trién: Toluen - ethyl acetat (97 : 3).

Céch tién hanh: Chadm riéng biét 1én ban mong 5 pul moi
dung dich trén thanh vach dai 3 mm. Trién khai séc ky cho
téi khi dung méi di duoc khoang 10 cm. LAy ban mong ra,
dé kho & nhiét 4 phong va phun dung djch vanilin - acid
sulfuric (TT). Siy ban méng & nhiét d6 105 °C trong 5 min.
Quan sat dudi anh sang thuomg. Trén sic ky do6 cua dung
djch thir phai c6 cac vét chinh trong duong vé vj trf va cling
mau vai cac vét trén sic ky db cua dung dich ddi chiéu.

Ciin sau khi bay hoi
Khong qua 350 g/l (Phy lyc 12.8).
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Bao quin
Po6ng day, dung trong chai nut kin, dé noi khé mat, tranh
anh sdng.

TINH DAU QUE
Cinnamomi cassiae aetheroleum

Tinh dau thu dugc tir vo than, vo canh hodc canh va la cua
cdy Qué (Cinnamomum cassia Presl., syn. Cinnamomum
aromaticum Nees), ho Long ndo (Lauraceae), bing cach
cat kéo hoi nudc.

Tinh chit

Chat 16ng trong, mau vang dén nau do (qhuyén mau din
theo thai gian). Mai thom, vi cay nong rat dac trung. Dé
tan trong ethanol 70 % va acid acetic khan.

Ty trong ,
0 20 °C: Tir 1,040 dén 1,072 (Phu luc 6.5).

Chisé khicxa
& 20 °C: Tir 1,590 dén 1,610 (Phu luc 6.1).

Gébc quay cye riépg
O 20 °C: Tir-1° dén +1° (Phu luc 6.4).

Pinh tinh
A. LAy 4 giot tinh du trén v&i 4 giot acid nitric (TT) &
nhiét d9 dudi 5 °C, xuét hién tinh thé tring hodc vang sing.
B. Phuong phiép sic ky 16p mong (Phu luc 5.4).

Badn mong: Silica gel G.

Dung méi khai trién: Cyclohexan - ethyl acetat (9 : 1).
Dung dich thir: Dung dich tinh dau 0,1 % trong ethanol
Dung dich chat doi chiéu: Hoa tan aldehyd cinnamic chuan
trong ethanol (TT) dé duoc dung dich ¢6 ndng do 1 mg/ml.
Dung dich tinh dau doi chiéu: Néu khéng c6 aldehyd
cinnamic chuan, dung dung dich tinh diu Qué (méu chuén)
0,1 % trong ethanol (TT).

Dung dich 2,4-dinitrophenylhydrazin 1,5 %: Hoa tan 1,5 g
2,4-dinitrophenylhydrazin (TT) trong 20 ml dung djch
acid sulfuric 10 % (TT), thém ethanol 95 % (TT) vira du
100 ml va lgc.

Cdch tién hanh: Cham riéng biét 1én ban méng 3 pl méi
dung dich trén. Trién khai sic ky dén khi dung méi di dugc
khoang 10 cm, liy ban mong ra, dé kho ngoai khéong khi,
phun dung dich 2,4- dmurophenylhydrazm 1,5 %. Quan sat
duéi dnh sang thuomg. Trén sic ky d6 ciia dung dich thir
phai c6 vét twong duong vé vj tri va c6 cling mau sdc (méu
da cam) véi vét cia aldehyd cinnamic tren sic ky do cua
dung djch chét déi chlcu hofic phai c6 vet tuong duong vé
vi tri va cing mau véi vét trén sic ky d6 cua dung djch tinh
déu ddi chiéu.

Ciin khéng tan trong ethanol

Hoa tan | ml ché pham trong 3 ml ethanol 70 % (TT), lic
déu, dung djch phai trong.
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Kim logi niing

Khong duge qué 40 phén trigu.

Dung dich thie: Liy 1,0 ml ché phim vao | chén bang s
hogic thach anh, c6 nip déy, carbon hda bing cach nung
nhe. Dé ngudi, thém 2 ml acid nitric (TT) va 5 giot acrd
sulfuric (TT), dét néng can than cho dén khi hét khoi trang
bay ra, than héa bang cach nung & 500 °C dén 600 °C. Dé
ngudi, thém 2 ml acrd hydroc!m ic (TT), béc hoi t¢i khod
trén cach thiy. LAm dm cin bing 3 giot acid hydrocloric
(TT), thém 10 ml mwrdc noéng va lam am trong 2 min. Sau
do6 thém 1 giot dung dich phenolphtalein (TT), thém timg
giot amoniac ddm ddc (TT) cho dén khi dung dich xuét h|¢n
mau héng nhat, thém 2 ml acid acetic lodng (TT), loc néu
cén, rra pheu va cin bang 10 ml rwrore. Chuyen dich loc va
dich nra vao ong thir Nessler, thém nwde vira da 50 ml.
Dung dich déi chiéu: Béc hoi hdn hop 2 ml acid nitric (TT),
5 giot acid sulfuric (TT) va 2 ml acid hydrocloric (TT) trén
cach thuy, 1am am cin bang 3 giot acid hydrocloric (TT).
Sau d6 tién hanh nhu chi dén véi dung dich thir, sau d6
thém 4,0 ml dung dich chi mau 10 phan triéu Pb (TT) va
thém nuege vira du 50 ml.

Cdch tién hanh: Thém 1 giot dung dich natri sulfid (TT))
vao dung dich thir va dung dich dbi chiéu, lic manh, dé
yén 5 min. So sanh mau cua 2 ong nghiém bang cach nhin
doc O ong hodc quan sat trén nén tréng Dung dich thir khong
dugc ddm mau hon dung dich ddi chiéu.

Pinh lrong

Phuong phap sic ky khi (Phu lyc 5.2).

Dung dich chudn: Hoa tan aldehyd cinnamic chuén trong
ethyl acetat (TT) dé dugc dung dich c6 nong do chinh xéc
khoang 3 mg/ml.

Dung dich thir: Cén chinh x4c khoang 100 mg ché phim
vao binh dinh mirc 25 ml, hoa tan va pha lodng vira du
bﬁng ethyl acetat (TT), lic déu.

Diéu kién sac ky:

Cot mao quan silica nung chay, dai 30 m, dudng kinh trong
0,32 mm, phu 16p pha tinh c6 chira 5 % phenylmethyl
polysiloxan day 0,25 pm.

Khi mang: Heli dimg cho sdc ky khi (TT).

Ty 1§ chia dong: 1 : 20.

Detector ion héa ngon lira.

Chuong trinh nhiét d6 cot: nhiét do ban dau dat 100 °C,
sau d6 tang dén 150 °C véi toc do 5 °C/min, gitr & 150 °C
trong 5 min, tiép tuc ting dén 200 °C véi toc d§ 5 °C/min
roi gitr & 200 °C trong 5 min.

Nhiét do detector 220 °C, nhiét d¢ budng tiém 200 °C.
Thé tich tiém: 1 pl.

Cdch tién hanh:

Tién hanh sic ky dung djch chuan.

Kiém tra tinh phd hgp cuia hé théng: S6 dia ly thuyét
cua cft tinh theo pic aldehyd cinnamic khéng nho hon
20.000. D¢ léch chudn twong ddi cua dién tich pic aldehyd
cinnamic trong 6 lan tiém 13p lai dung djch chudn khong
lém hon 2,0 %.

TINH DAU TRAM

Tién hanh sic ky dung dich chuén. dung dich thir.

Tinh ham lugng aldehyd cinnamic, C4HgO, trong duoc
liéu dya vao dién tich pic thu dugc trén sic ky d6 cua dung
dich thir, dung dich chuin va ham lugng C.HO trong
aldehyd cinnamic chuén.

Ché pham phai chira it nhat 75,0 % (kVkl) aldehyd
cinnamic (CqHz0).

Bdo quén
Trong do dyng kin, tranh 4anh sdng, dong day. De noi khé,
mat.

TINH DAU TRAM
Melaleucae aetheroleum

Tinh dau thu dugc tir 14 tuoi cia cdy Tram gio, con goi
la cdy Che dong (Melaleuca cajuputi Powell), ho Sim
(Myrtaceae), bing cach cit kéo hoi nudc.

Tinh chit _
Chat long trong, khong mau hay mau lyc nhat den vang
nhat. Mui dac biét. Tan trong 1 dén 2 thé tich ethanol 80 %.

Ty trong ’
G 20 °C: Tir 0,900 dén 0,925 (Phu luc 6.5).

Chi s6 khiic xa )
O 20 °C: Tir 1,466 dén 1,472 (Phu luc 6.1).

Goc quay cure riépg
0 20 °C: Tir -3° dén -1° (Phu luc 6.4).

Gidi han aldehyd

Liy 10 ml tinh diu vao binh nén nit mai dung tich
100 ml, thém 5 ml roluen (TT) va 4 ml dung dich
hydroxylamin hydroclorid trong ethanol 60 % (TT). Lic
manh va chuin do ngay bing dung dich kali hydroxyd
0.5 N trong ethanol 60 % (CD) dén khi mau dé chuyén
sang mau vang. Tiép tuc lic va chudn do téi khi 1op dudi
c6 mau vang bén virng sau khi di lic manh 2 min va dé
yén cho tach 16p; phan ng xay ra hoan toan trong khoang
15 min. Lép lai quy trinh dinh lugng nhu trén véi 10 ml
tinh déu khéc, dung dung djch da chuéin dd so bd & trén
thém 0,5 ml dung dich kali hydroxyd 0,5 N trong ethanol
60 % (CP) 1am chuin mau cho diém két thic dinh lurgng.
Lugng dung dich kali hydroxyd 0.5 N trong ethanol 60 %
(CP) dung cho chuan d9 khéong duge qua 2,0 ml.

Djnh tinh

A. Cho véao 1 6ng nghiém khé 1 ml tinh ddu (da lam khan
trudc bﬁng natri sulfat khan (TT)) va 1 ml acid phosphoric
(TT). Dat ong n&,hlem vao mét cée nudc da va khudy ky
trong vai phut, s& thiy mot hop chat cong dugc tao thanh
c6 thé chat nhu kem, mau ur tring nga dén do cam tiy theo
dd tinh khiét cua tinh déu.

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

Ban mong: Silica gel GF s, .
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