TAP CHIi Y HOC VIET NAM TAP 533 - THANG 12 - SO 2 - 2023

cho tré tai cac trudng mam non & Thanh PhG
Can Tha.

TAI LIEU THAM KHAO

1. American Psychiatric Association (2013),
Diagnostic and Statistical Manual of Mental
Disorders 5™ Edition, Washington DC, p.50

2. Centers for Disease Control and Prevention
(CDC. (2009). Prevalence of autism spectrum
disorders-Autism and developmental disabilities
monitoring network United States. 2006. Morbidity
and mortality’ weekly report. Surveillance
summaries (Washinaton. DC: 2002). 58(WY 1-20)

3. Shaw, K. A.. Maenner, M. J., Bakian. A. V., et
al (2021) “Earlv identification of autism spectrum
disorder amona children aaed 4 vears—Autism
and Developmental Disabilities Monitorina
Network. 11 sites. United States. 2018” MMWR
Surveillance Summaries, 70(10), 1.DOI:10.15585/
mmwr.ss6903al

4. Tran Thién Thang (2019), “Khao sat ty I€ tré tir
18-36 thang c6 bieu hlen r6i loan pho tu ky tai
phong khdm bénh vién nhi dong can thg bang
thang diém M-Chat”, Tap Chi Y Dugc Hoc Can
Thg, 22-25,tr. 293- 304.

5. Thi Vui L, Minh DD, Thuy Quynh N et al. Early
screening and diagnosis of autism spectrum
disorders in Vietham: A population based cross-
sectional survey. Journal of Public Health
Research, 2022;11(2): jphr-2021.DOI: 10.4081/
iphr.2021.2460

6. Wieckowski, A. T., Williams, L. N., Rando, et

al (2023), “Sensitivity and specificitv of the
modified checklist for autism in toddlers (Oriainal
and Revised): a systematic review and meta-
analvsis”. JAMA pediatrics. DOI:10.1001/
jamapediatrics.2022.5975

7. Liu Y. et al (2016), “"Knowledge, attitudes, and
perceptions of autism spectrum disorder in a
stratified sampling of preschool teachers in
China”, BMC Psychiatry. DOI: 10.15585/
mmwr, ss6903a1

8. Nguyén Minh Phuong, Tran Thién Thang,
Phan Viét Hung va cong su (2021), “khao sat
ty 1é tré tir 18-36 thang cd biéu hién roi loan pho
tu ky bang thang dlem m-chat tai tru’dng mam
non & thanh phd ca mau 2020”, Tap chi'Y Hoc
Viét Nam, Tap 502(1) https: //d0| org/10.51298/
vmj. v502|1 574

9. Nguyén DPiac Tri, Tran Diép Tudn, (2014),
“Nghién cu ty Ié M-CHAT dudng tinh Mot khao
sat tai cong dong tré hoc mam non tUr 16-36
thang trong Quan Ninh Kiéu, thanh ph6 Can Tho”,
Tap chi nghién clu y hoc TP. H6 Chi Minh, 18,
tr.454-458.

10. Nguyen Minh Phucong, Phan Viét Hung, Tran
Thién Thang, Lé Hoang My, Thai Huynh
Ngoc Tran, V6 Van Thi (2023) “khao sat ty 1é
tré tur 18 thang dén 36 thang c6 nguy cd roi Ioan
pho tu ky bang thang diém M- Chat-R/F va mot s6
yéu t6 Ilen quan tai cac tru’dng mam non & tinh ca
mau nam 2022” . Tap chi Y Dugc hoc Can Tho,
62, 207-214. https://doi.org/10.58490/ ctump.
2023i62.1400

XAY DU'NG QUY TRINH PINH LUONG PONG THO'T MIMOSIN, COIXOL
VA KALI SORBAT TRONG CAO CHIET BAI THUOC TU' DU'Q'C LIEU
XAU HO, VONG NEM, HAU PHAC NAM, CAM THAO NAM
BANG SAC KY LONG HIEU NANG CAO (HPLC-PDA)
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TOM TAT

Mé dau: mimosin va coixol la hdp chat ¢ hoat
tinh sinh hoc dugc lya chon Iam chéat diém chi cho cao
chiét bai thudc diéu tri mat ngu. Muc tiéu: xay dung
quy trinh dinh lugng déng thGdi mimosin, coixol, kali
sorbat trong cao chiét bang phuong phap sac ky long
hiéu nang cao. Pdi tugng va phucng phap nghién
clru: Nghlen clru khao sat tim ra diéu kién sac ky va
quy trinh x ly mau cho hiéu sudt thu hoi chat phan
tich cao va on dinh. Thdm dinh quy trinh dinh Iugng
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theo Huéng dan cua ICH. Két qua: da xay dung dugc
quy trinh dinh lugng dﬁng thai ba hgp chat mimosin,
coixol va kali sorbat véi dung méi chi€t HCl 0.2 N, siéu
am trong 20 phdt, chiét 2 lan. Cot sac ky Shlmpack
GIST Cig (25cm x 4,6mm; 5um); pha dong dang dong
chlra acetonitril va dém natri n-octansulfonat 2 g/L
ch|nh pH 1,8 bang acid phosphoric ti 1& (8:92), budc
song phat h|en 277nm, nhiét dé buong coOt 40°C, thé
tich tiém 20ul. Quy trinh dat yeu cau tham dinh theo
ICH véi khoang tuyen tinh rong, dat yéu cau vé do
dung va do chlnh xac theo AOAC. Két luan: quy trinh
da xay dung cé thé dugdc ap dung dé kiém tra chat
lugng cao chiét tai ca sd.

T’ khda: xau hd, cam thao nam, mimosin,
coixol, kali sorbat.

SUMMARY
DEVELOPMENT AND VALIDATION OF A HIGH
PERFORMANCE LIQUID CHROMATOGRAPHY
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METHOD FOR SIMULTANEOUS
QUANTIFICATION OF MIMOSINE, COIXOL
AND POTASSIUM SORBATE IN HERBAL
PREPARATION FROM FOUR HERBS MIMOSA
PUDICA, ERYTHRINA VARIEGATA,
SCOPARIA DULCIS, CINNAMOMUM INERS

Background: Herbal preparation from four herbs
Mimosa pudica, Erythrina variegata, Scoparia dulcis,
Cinnamomum iners have sedative effects, treat
insomnia, help reduce anxiety and depression
effectively. The chemical components present in
medicinal herbs such as mimosine and coixol are
biologically active substances which is chosen as
chemical marker for the herbal extract. Potassium
sorbate was added to the formula as preservative
ingredient. Objectives: This study was conducted to
develop a method for simultaneous quantification of
mimosine, coixol, potassium sorbate in herbal
prepration from four medicinal herbs by high
performance liquid chromatography (HPLC). Method:
Sample preparation methods and HPLC conditions
were screened and selected. The quantitation method
was validated on its system suitability, specificity,
linearity,  precision and accuracy. Results:
Hydrochloride acid 0.2 N was selected as extraction
solvent, extraction time is 20 minutes, number of
extraction is two times. The optimized HPLC condition
employed Shimpack GIST Cis (25 cm x 4.6 mm; 5
pm), a detection wavelength of 277 nm, a column
temperature of 40 °C, a flow rate of 1 ml/min, and an
injection volume of 20 pl. The mobile phases included
acetonitrile  and 2.0 g/L sodium n-octanesulfonate
adjusted to pH 1.8 by phosphoric acid at ratio 8:92.
There was good correlation between peak areas and
mimosine, coixol, potassium sorbate concentrations (r2
= 0.9997, 0.9999, 0.9996). The RSD values of within-
day and inter-day precision, the recovery percentages
met requirements according to AOAC guideline.
Conclusion: The proposed method could be applied
for quality control of the herbal preparation.

Keywords: mimosine, coixol, potassium sorbate,
HPLC-PDA, Herba Mimosa pudicae, Herba et Radix
Scopariae.

I. DAT VAN PE

M4t ngl 1& mot ching réi loan gidc ngu phd
bién, la mot van dé suc khoe cong dong. Hién
nay, nghién ctu tim ki€m cac dudc liéu cd tac
dung an than, diéu tri mat ngu dang la van dé
cap thiét, gilp cai thién chat lugng cudc séng
clia ngudi bénh. Bai thubc cé thanh phan tir bon
vi thu6c nam la X&u hé 20 gram, Véng nem 6
gram, Hau phac nam 8 gram, Cam thao nam 16
gram dugc Béac si Vo Binh Hung st dung diéu tri
¢ hiéu qua qua nhiéu nam trén bénh nhan mat
ngu. Mot s6 nghién cltu cho thdy tac dung cla
cay X&u hd déi véi viéc giam lo 8u, trdm cam,
tang cudng tri nhd. Cac nghién clru cho thay
Cam thao nam co tac dung an than, giai lo au.
Vong nem cd cac nghién ciru cho thdy tac dung
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gidi lo au va chéng tram cam. Cac thanh phan
hdéa hoc cé trong dudc liéu tir bai thudc nhu
mimosin 1a chat c6 trong Xau hd, coixol la chat
c6 tac dung sinh hoc trong Cam thao nam. Cac
chat nay dudc st dung lam chat diém chi dé
ki€m nghém bai thuSc. Bén canh dé, cao chiét co
si dung chat bao quan kali sorbat da dugc thém
vao vGi ham lugng khong qua 0,2%, dan dén
phai ki€m nghiém gidi han chat bao quan. Do do,
ching ti tién hanh xdy dung va thdm dinh quy
trinh dinh lugng d6ng thdi mimosin, coixol va kali
sorbat trong cao chiét bai thuGc.

oyt Lo
o (a) H (b)
O
s ©

Hinh 1. Ciu tridc hoa hoc cua mimosin (a),
coixol (b) va kali sorbat (c)

II. DOl TUQNG VA PHUONG PHAP NGHIEN CU'U
2.1. Nguyén liéu. Cao chiét bai thuGc tir 04
dugc liéu X&u hé (Herba Mimosae Pudicae), Cam
thao nam (Herba et Radix Scopariae), Hau phac
nam (Cortex Cinnamomi), Vong nem (Folium
Erythrinae variegatae) dugc cung cap bdi Bénh
vién Y hoc C8 truyén TP. HCM, véi d6 8m cua 03
16 001, 002, 003 fan lugt la 37,30%; 37,87%; 36,81%.
L6 001 dugc st dung lam mau thdm dinh quy
trinh dinh lugng mimosin, coixol va kali sortbat.

2.2. Hoa chat, thiét bi. Chat doi chiéu
mimosin ham lugng nguyén trang (NT) 99,84%
cung cap bdi TargetMoi; coixol ham Iugng
98,30% cung cdp bdi Chengdu Biopurify
Phytochemicals va kali sorbat ham lugng NT
99,9% cung cdp bdi Vién Kiém nghiém thudc
TP.HCM. Methanol, acetonitrile, natri
octansulfonat (Fisher, My) va nudc cat 2 lan dat
tiéu chudn dung cho HPLC; H3PO4 85%, HCl 37%
(Merck, Burc) dat chudn phén tich.

May HPLC Shimadzu LC-2030C 3D plus,
detector PDA (Nhat), cOt séc ky Shim-pack GIST
Cis (250 x 4,6 mm; 5 ym) va tién cot Shim-pack
GIST C18 (10 x 4,0 mm; 5 pm) (Shimadzu,
Nhat). Can phan tich do nhay 0,01 mg (Mettler,
Thuy Si), bé siéu 4m Elma (DPulc). Cac dung cu
phong thi nghiém va dung cu chinh xac dugc
hiéu chuan dinh ky theo GLP va ISO 17025:2017.

2.3. Phuong phap nghién ciru

2.3.1. Khado sat diéu kién sac ky

Tham do budc song phat hién. Dua vao
phG UV-Vis clia mimosin, coixol, kali sorbat, Iua
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chon budc séng phat hién phu hgp

Tham do va lua chon diéu kién pha
déng. Tham dd mot s8 diéu kién dé Iua chon ty
Ié dung moi pha dong tach dugc pic mimosin,
coixol, kali sorbat v@i cac théng s6 cua pic thoa
cac yéu cau clua phuong phap HPLC: Cac pic
hoat chat tinh khiét, tdch hoan toan (d0 phan
giai > 1,5), hé s6 bat ddi nam trong khoang 0,8
- 1,5 va s6 dia ly thuyét bi€u kién > 2000.

Hé théng sac ky: Hé thdéng Shimadzu LC-
2030C 3D plus.

Detector: PDA; Phat hién: budc song dugc chon

Cot: Shimpack GIST C18 (250 x 4,6mm;
5um); Tién ot Shimpack GIST C18 (10x4,0mm; 5 pm).

Nhiét do cot: 40 °C; Thé tich tiém: 20 ul; Téc
d6 dong: 1 ml/phut

Pha dong: A—Acetonitril; B—-dém pH 1,8 (dém
natri heptansulfonat & diéu kién I hodc dém natri
octansulfonat & diéu kién II, III)

Dém pH 1,8: Natri heptansulfonat (hodc natri
octansulfonat) 2g/L, chinh pH 1,8 bang acid
phosphoric dam dac.

Bang 1. Khao sat diéu kién dinh luong
dong thoi mimosin, coixol, kali sorbat

Piéu kién | Thagi gian | Kénh A | Kénh B
sac ky (phut) (%) (%)
0-3 5 95
3-5 5-8 95-92
I 5-15 8-10 92-90
15-25 10-20 90-80
25-49 20 80
49-50 20-5 80-95
50-55 5 95
II 0-55 10 90
II1 0-70 8 92

Khao sat quy trinh xur' ly mau

Khdo sat dung méi chiét: Nudc, MeOH,
MeOH - nudc (1:1), ACN, ACN - nudc (1:1), HCI
0,1 N, HCI 0,2 N, HCI 0,3 N.

Khao sat thgi gian chiét: 10 phat, 20 phut,
30 phdt.

Khao sat s lan chiét: 1 lan, 2 [an, 3 lan.

Lua chon diéu kién chiét sao cho ham lugng
mimosin, coixol, kali sorbat cao nhat.

Quy trinh dinh lugng d6ng thdi mimosin,
coixol, kali sorbat trong cao bai thudc

TU két qua khao sat & trén ti€n hanh xay
dung quy trinh dinh lugng d6ng thdi mimosin,
coixol, kali sorbat trong dich chiét.

Tham dinh quy trinh dinh lugng ddng thdi
mimosin, coixol, kali sorbat trong cao bai thu6c

Tién hanh thdm dinh va danh gid cac cac
thdng s8 thdm dinh cua phuang phap dinh lugng
bang HPLC theo ICH Q2(R1) [®1 gébm céac thong

s0: Tinh tudng thich hé théng, tinh dac hiéu, tinh
tuyén tinh, do chinh xac, dé dung, gidi han dinh
lugng va gidi han phat hién va anh hudng do
pha lodng. B

Ung dung quy trinh dinh lugng trén mau thuc

S dung quy trinh d& thdm dinh d€ (ng
dung dinh lugng trén 03 16 cao chiét.
Il. KET QUA NGHIEN cUU

3.1. Khao sat diéu kién sac ky

Khao lura chon budc song phat hién. Pho
UV cuia cac chat phan tich dugc trinh bay & Hinh 2.
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Hinh 2. Ph6’ UV cda mimosin, kali sorbat va coixol

Nhan xét: Phd UV cho thdy budc séng hap
thu cuc dai clla mimosin, caixo|, Kkali sorbat [an
lugt 1a 277 nm, 230 hm va 285 nm, 263 nm. Dé
phat hién dong thgi cad 3 hoat chat, lua chon
budc sdng phat hién 277 nm.

Khao sat chuong trinh rua giadi. Két qua
khao sat chuong trinh rira giadi pha dong dugc
trinh bay & Hinh 3.

I‘ | ‘ \‘ PDA Multi 2 27 7nm dnmy
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PDAMulti 2 277nm,4nm

QuantitativeResult
PDA
Name Ret. Time Area  Tailing Factor Theoretical Plate(USP)
Mimosin 45.048 337251 1.073 14473 -
Kali sorbat 49475 8573020 1.135 14553 2822
Coixol 56651 228239 - 16082 4.187
9138509

Piéu kién III

Resolution(USP)

Hinh 3. Sac ky db khao sat chuong trinh rua gidi

pha dong quy trinh dinh luong cao chiét

Nhan xét: ¢ diéu kién I va II, pic cac chat
phan tich chua tach hoan toan khéi pic lan can.
O diéu kién III, cac pic tach hoan toan va dat
cac thong s6 sac ky. Lua chon dung méi pha
dong theo diéu kién III.

3.2. Khao sat quy trinh xir li mau

Bang 2. Két qua khao sat lua chon dung
moi chiét

- Dién tich pic trung binh

Pung ol | {mausgiay) =2
mimosin | kali sorbat| coixol
ACN 50% 0 5445131 202996
ACN 0 2515082 51692
H>O 163547 4835201 124820
HClI 0,2 N | 193548 4769645 133002
MeOH 13002 4908623 149171
MeOH 50% | 85502 5098751 153950

Bang 3. Két qua khao sat lua chon néng
dé acid hydroclorid

Dién tich pic trung binh

No:gldg (mAU*giay), n = 2
mimosin | kali sorbat | coixol
HCI0,1 N| 183183 4537148 161556
HCl 0,2 N 184277 4557559 167237
HCI0,3N| 208682 4601607 163825
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Bang 4. Két qua khao sat thoi gian chiét

e Dién tich pic trung binh
Thai gian (mAU*giay), n = 2
chiéet - - : .
mimosin | kali sorbat| coixol
10 phut 170321 4257624 149113
20 phut 184277 4557559 167237
30 phut 191457 4555226 156440

Bang 5. Két qua khdo sat s lan chiét

~ ra Dién tich pic trung binh
S(;%irg': (mAU*giay), n = 2
mimosin | kali sorbat | coixol
11an 175467 4074687 131761
% 89,52 89,27 87,38
2 lan 20538 473253 19026
% 10,48 10,37 12,62
3 lan 0 16272 0
% 0 0,36 0

Nhén xét: TU két qua khao sat, diéu kién
Xt Iy mau lua chon 1a: dung méi chiét mau HCI
0,2 N, thai gian chiét 20 phut, chiét 2 [an.

Quy trinh dinh Iugng dong thai
mimosin, coixol, kali sorbat trong cao chiét
bai thudc

Mau trang, dung méi pha mau: HCl 0,2 N

Mau chudn: Can chinh xac [an Iu’dt 2 mg
chudn mimosin; 2 mg chuén coixol; 16 mg chuan
kali sorbat vao binh dinh murc 20 mI, hoa tan va
dinh mdc dén vach bang HCl 0,2 N. Hut chinh
xac 5 ml dung dich trén pha loang thanh 100 ml
bang HCl 0,2 N. Dung dich thu dugc c¢é néng do
mimosin, coixol va kali sorbat [an lugt khoang 5
ug/ml; 5 ug/ml va 40 ug/ml

Mau thir: Can chinh xac khoang 0,5 g mau
th(r vao binh nén 100 ml, thém 10 ml HCI 0,2 N,
lac siéu am 20 pht, tréng dich chiét qua binh
dinh mic 25 ml. Ti€p tuc budc chiét nhu trén
mot [an nifa, gop dich chiét, trdng rlra binh nén
va dinh mdc dén vach, ldc déu. Loc qua mang
loc 0,22 um.

Diéu kién sdc ky: COt Shimpack GIST C18
(250 x 4,6 mm; 5 pm), budc séng phat hién 277
nm, nhiét d6 cdt 40 °C, t6c d6 dong 1 ml/phdt,
the tich tiém mau 20 Ml

Pha dong: acetonitril — dém pH 1,8 (8:92)

Pém pH 1,8: natri 1-octansulfonat 2 g/L,
chinh pH 1,8 bang acid phosphorlc dam déc.

Cach t|en hanh: Tiém riéng biét mau trang,
dung dich chuén, dung dich th{r. Dua vao dién
tich pic thu du’dc trén sdc ky d6 cua dung dich
thl, dung dich chudn. Ham lugng mimosin,
coixol, kali sorbat (ug/g) trong cao chiét dugc
tinh theo cong thic:

) 5. xC %25
X (pg/g) = e

5. X m,
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St, Sc: Dién tich _pic m|m05|n/c0|xol/kall
sorbat tuong (ing clia mau thlr va mau chuén
oom Khoéi lugng can cua mau thir (da trir do
am) (g)

C: Nong dé mimosin/coixol/kali sorbat trong
mau chuén (pg/ml)

3.3. Tham dinh quy trinh dinh lugng

Bang 6. Két qua tham dinh tinh tuong
thich hé thong

ot | 5| 6" oursp) "ORSD 00,
e et | (08 = tich pic S 95

2000) ‘f‘sf (=2,0) "5 0y |'1,5)
Mimosin| 14138 | 1,099 | 0,48 0,90 -
Sgﬂ;t 14608 | 1,147 | 0,05 | 0,37 [4,709
Coixol | 14894 | 1,090 | 1,62 | 0,48 |3,695

Nhan xét: Cac thong s6 déu dat cac yéu
cau Vé tinh tugng thich hé thong

Tinh dédc hiéu. Tién hanh sac ky mau trang,
mau chudn, mau thir va mau thir thém chuén,
két qua dugc trinh bay trong Hinh 4.

Datafle Name:DO DUNG 100 2.cd
Sample Name:D0 DUNG 100

miU

0BLANKed PO r2-27Tmén
APLA i POA C2-2méom
SSTDHONHOP 11cd PDA Ch2277mdnm

AH

1l
0 (. N
P
S

o

Hinh 4. Sac ky dé khao sét tinh dic hiéu
cua cdc chat phé‘n tich trong cao chiét

(theo th tu tr trén xuong mau thu thém
chuan, mau thd, mau chudn, mau trang)

Nhan xét: Mau trdng khéng cho pic trung
vGi thai gian Iuu clia mimosin, coixol, kali sorbat
trong mau chuan. Sic ky d6 dung dich thir cho
cac plc c6 thgi gian luu tuong ’ng véi thdi gian
lvu cliia mimosin, coixol, kali sorbat trong dung
dich chuan. Cac pic chat phan tich tach hoan
toan trong mau chudn va mau tha. Sic ky do
mau thr thém chudn cé chidu cao_va dién tich
pic chat phan tich tdng 1&n so v&i mau thur.

mAU o

\n stdjem/1.27

mAU I}
48.164/1.000.9882 &
kali sorbatstd.jem/ 1.1
kali
sorbat
0,
L B o B sy B By By B S |
200 250 300 350 nm
mAU
54.856/1.00 0.9728
ixol std.jem/ 7.
10+
51\ coixol
0,

; L B B B S Sy B B S |
200 250 300 350 nm

Hinh 5. Két qua chong pho UV cédc chat
phan tich glu’a mau tha' va mau chuén
(Chd thich: mau hdng la mau chudn, mau
den la mau thu)
Tinh tuyén tinh. Két qua khao sat tinh tuyén
tinh va phan tich hoi trinh bay ¢ Bang 7 va Hinh 6,
cho thdy trong khoang nong do khao sat, co su
tuong quan tuyén tinh gilra nong do cac chat
phan tich va dién tich pic (R déu I6n han 0,995).
Mirc d6 tuong quan tot, do tuyén tinh chat ché.
Hé s6 a cd y nghia, hé s6 b khong cd y nghia.
Bang 7. Két qua tham dinh tinh tuyén tinh

s:&a: Khoang tuyén tt?nl;dli:‘gi Gia tri
1 2
tich tinh (pg/ml) quy R
Mimosin| 0,25-12,61 |y = 39958x| 0,9997
Coixol | 0,25-12,47 |y = 32898x| 0,9999
Kali _ V=
sorbat 0,10 - 100,02 120147x 0,9996
Biéu d6 twong quan gifm m’:ing a9 va dién tich pic
600000
500000 y =39958x .

R? = 0.9997
400000 e

.,A.".“I-
,.v’. -
200000 =
K o

Dién tich pic
w
(=]
(=]
(=]
(=]
(=]

100000 L

0.0 2.0 4.0 6.0 8.0 10.0 12.0 14.0
Néng dé mimosin (ug/ml)
Biéu d6 twong quan gitra ndng df va dién tich pic kali
sorbat
14000000

12000000 y=120147x e
-2 10000000 R?=10.9996¢ .-
_7«2 8000000 .
= 6000000 .
T .
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Biéu d6 twrong quan gitta ndng A9 va dién tich pic coixol
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Hinh 6. Biéu dé tuong quan giifa néng dé
va dién tich pic cac chat phan tich
Do lap lai va dé chinh xac trung gian
Bang 8. Két qua tham dinh dé I3p lai va
dé chinh xac trung gian

Ham lugng mimosin
STT (ng/g)
Ngay 1 | Ngay 2
1 | 387,64 | 371,84 | K&tqua gop
2 382,06 386,54 |TB: 379,18 (ug/qg)
3 382,74 383,14 RSD: 1,44%
4 374,86 377,93 |ANOVA: p = 0,605
5 372,40 372,72 > 0,05
6 380,60 377,65
TB 380,05 378,30
%RSD| 1,46 1,52
Ham lugng kali
STT sorbat (ug/g)
Ngay 1 | Ngay 2 a2
1 | 3034,01 | 3057,68 | Ketquagop
2 | 3038,89 | 3032,40 TB-(SQOZJS)'B
3 ] 302822 | 3067,16 | op 090,
4| 3054,23 [ 301,04 |y\O0a: p'c 0,279
5 | 2990,08 | 3057,90 > 0.05
6 3026,54 | 3030,67 !
TB 3028,66 | 3042,81
%RSD| 0,71 0,71
Ham lugng coixol
STT (Ha/9)
Ngay 1 | Ngay 2
1 354,25 336,02 Két qua gop
2 | 342,79 | 345,85 |TB: 343,01 (g/q)
3 344,15 341,72 RSD: 1,47%
4 348,39 340,46 |ANOVA: p = 0,291
5 336,24 344,49 > 0,05
6 341,87 339,86
TB 344,62 341,40
%/0RSD 1,78 1,03

Nhan xét: % RSD Iap lai va do chinh xac
trung gian (n = 6), %RSD gbp (n = 12) cla hai
chat phan tich c6 ham lugng dudi 1000 ppm la
mimosin va coixol déu nhd haon 3,7%. %RSD lap
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lai va do chinh xac trung gian (n = 6), % RSD
gop (n = 12) clia chat phan tich c6 ham lugng
dudi 1% la kali sorbat déu nhé han 2,7%

S dung trdc nghiém ANOVA cho thdy gia tri
vé ham lugng tirng chat phan tich gilta hai ngay
khong khac biét c6 y nghia thong ké (p > 0,05).
Nhu vay, quy trinh dinh dat yéu cau vé dé lap lai
va do chinh xac trung gian.

Do dung
Bang 9. Két qua dé tham dinh dé ding
‘ Mirc Do thu PO thu hoi %RSD
nong do | hoi (%) [trung binh (%)
mimosin
Yéu cau: do thu hoi trung binh tr 95% - 105%
99,63
80% 98,37 99,51 1,09
100,53
98,99
100% 99,50 100,07 1,44
101,71
98,69
120% 98,72 98,64 0,11
98,53
kali sorbat
Yéu cau: do thu hoi trung binh tir 97% - 103%
98,91
80% 97,90 98,91 1,02
99,92
97,34
100% 99,96 99,34 1,79
100,74
96,09
120% 99,10 98,26 1,93
99,60
coixol
Yéu cau: do thu hoi trung binh tir 95% - 105%
98,43
80% 97,71 98,23 0,46
98,54
100,69
100% 100,68 100,62 0,11
100,49
99,54
120% 101,27 100,97 1,30
102,11

Nhén xét: Két qua cho thay d6 thu hoi & ca
ba mic nong d6 déu dat yéu cau; % RSD & moi
muc nong do déu thap hon 2,0%. Quy trinh dinh
dugng dat yéu cau vé do dung.

Gidi han dinh lugng, gidi han phat hién

Gidi han phat hién, gioi han dinh luong
tuong ung voi mic nong dé cua cac chat
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phén tich cho gid tri S/N téi thiéu bang 3,

10. Két qua duoc trinh bay o Bang 10.

Bdng 10. Két qua tham dinh gidi han

phat hién, gioi han dinh luong

Chat phan | Gidi han phat | Gigi han dinh

tich hién (ug/ml) |lugng (pg/ml)
Mimosin 0,10 0,25
Coixol 0,10 0,25
Kali sorbat 0,04 0,10

Anh huong cua dé pha lodang. Mau thu
dudc thém chudn & néng dé khodng 400% de
thu dudgc tdng néng d6 chat phan tich trong mau
la 500%. Ti€én hanh x& ly mau theo quy trinh,
sau d6 hut pha loang 5 lan vdi dung méi pha
loang la HCI 0,2 N. Thuc hién trén 6 dung dich
doc 1ap. Két qua do thu hoi (%) va do lap lai
(RSD%) dudgc trinh bay 6 Bang 11.

Bang 11. Két qua tham dinh anh hudng
cua do pha loang

Chat phan | Do thu hoi trung | RSD%,
tich binh (%), n = 6 n==6
Mimosin 100,58 0,83
Coixol 100,47 1,44
Kali sorbat 99,07 0,18

Nhan xét: do thu hdi trung binh (n = 6) cla
mimosin, coixol va kali sorbat nam trong gidi han
97% - 103% vGi %RSD déu nho hon 2,0. Nhu
vay, két qua dinh lugng khéng bi anh hudng bdi
dd pha lodng (05 [an).

3.4. Ung dung quy trinh phéan tich trén
mau cao chiét

Bang 12. Két qua dinh luong mimosin,
coixol, kali sorbat trén méu thuc

Ham lugng Trung binh = SD
Mau —
Ma ug/g, n = 3)
mimosin coixol kali sorbat
- 361,00 + | 342,60 £ | 3060,32 &
Lo 001 | ™"'sy 1.79 19.91
- 37995 | 325,36 £ | 3026,05 &
L0002 | ™ 478 5,56 22,43
- 38724 | 301,42 % | 312223 £
Lo 003 | "5'ng 465 39.20

Nhdn xét: két qua cho thdy quy trinh da
xay dung co thé ap dung dé kiém tra chat lugng
cao chiét bai thudc tir 04 dugc liéu.

IV. BAN LUAN

Két qua khao sat dung mbi chiét trong quy
trinh x(r ly m3u ther phu hap V@i ly thuyét: cac
hop chét coixol va kali sorbat dé tan trong cac
dung mdi acetonitril va methanol, mimosin chi
tan tot trong dung méi nudc. Khi ding cac hdn
hgp dung méi hitu cg va nudc, dién tich pic cla

mimosin van thap hdn so véi str dung nudc hay
HCI 0,2 N. Khé khan chinh trong viéc dinh lugng
cac chat diém chi tir cao chiét bai thudc la thanh
phan phurc tap, nghién clfu da ti€én hanh khao sat
diéu kién sac ky, lua chon tac nhan bat cdp ion
natri n-octansulfonat. Chuong trinh rira giai dang
dong cho cac pic chat phan tich tach hoan toan.
Viéc xay dung quy trinh dinh lugng d6ng thai ba
hgp chat vdi quy trinh x&r ly mau don gian gilp
tranh phai s’ dung nhiéu quy trinh khac nhau
gay ton kém thgi gian, hda chat.

V. KET LUAN

Quy trinh dinh lugng dong thdi mimosin,
coixol va kali sorbat trong cao chiét bai thudc
bdng HPLC la quy trinh [an dau tién cong bs, dat
cac yéu cau dat ra: quy trinh xr ly mau dan
gian, diéu kién sic ky t6i uu, quy trinh thdm dinh
dat theo quy dinh. Nhu vay, quy trinh dinh lugng
6 thé dudc ng dung vao cong tac kiém tra chat
lugng cao chiét lam nguyén liéu san xuat thanh
san pham chdm sdc sirc khde tai co s6.

VI. LO1 CAM ON

Bai bao la mot phan két qua thubc dé tai
nghién clu cap SG Khoa hoc va Céng nghé
Thanh phd H6 Chi Minh. Nhém nghién ctru xin
chan thanh cam on Quy phat trién Khoa hoc va
Cong nghé Thanh phé HO Chi Minh da hd trg
kinh phi cho viéc thuc hién dé tai.
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