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Simultaneous determination of nine constituents in Valeriana Jatamansi by UPLC
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ABSTRACT: AIM  To establish a UPLC method for simultaneous determination of neochlorogenic acid,
chlorogenic acid, caffeic acid, hesperidin, isochlorogenic acid B, isochlorogenic acid A, isochlorogenic acid C,
acevaltrate and valepotriate in Valeriana jatamanst Jones. METHODS The analysis of 70% ethanol extract of V.
Jatamansi was performed on a 30 °C thermostatic Ultimate® UHPLC Polar-RP (2.1 mmx100 mm, 1.8 pum),
with the mobile phase comprising of acetonitrile-0. 1% formic acid flowing at 0. 21 mL/min in a gradient elution
manner, and the detection wavalengths were set at 327 nm (0—11 min) and 256 nm (11-30 min). RESULTS
Nine constituents showed good linear relationships within their own ranges (r=0.999 9) , whose average recoveries
were 103. 54% —108. 28% with the RSDs of 0. 70% —2.20% . CONCLUSION This accurate, stable and repro-
ducible method can be used for the quality control of V. jatamansi.
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WIR A 32 S R0, W SRS WS B
K, AW, wJHERR, KBRS, BA
bubboE . PR, Mt R BrEk, Bt
W, BOWRESF IR, A R RYR 25 KT
Fy BT MR R A vt o, R s
FEE TLC ¥ 56 5 45 55 = BE Al 2 Bk 40 o =6,
TEA MBI, 250 BTl LoFm mIxE, REF
fE VAR T LY S il A 1 NP P2 W =
RIFTT B LI , T s SRS R 2
B A RO IE S B bR e, SRR RE 2
PRS0 R IR R ik
TRSUEIEI I R BT ER IR IR | SRR . WineERR . B
FH . BRI B, R A, RE&EEKC, &
T 51 R = T R 851 5 = R P Ay R A 1 P 4 ) AR
22 EhRicy Y, ARSEER HNT UPLC 5 R
JE MR AT O BRSO, BT MR A Y T
hRETERE | IR 2 SO 2501 & Se Rl A4l
1 7

1.1 AZE  Agilent 1290 SRR L (SEE%
FEMENT]) ;. BSA224S MUHL TR (8 [ 5% £ A
vd]) 5 KQ3200E AR i e ds (B Ll A X
WAHRATF) s FW177 BRI (KT 28
B ABR A E]) o

1.2 &XA5 %Y Bk (MUST-15011412) |
ok 5 R ( MUST-15041814 ) . M ME 8 ( MUST-
15090803) . F4¢JEZ B (MUST-15081411) . SH4¢
JRFR A (MUST-15042518) , S &k Jsifiz C ( MUST-
15081414 ) X B 54 3400 BT 2 BRE A= W B 4 A
PR F]; BT RE AL (602F022) T H At 5t 3K
FRHEARA R OB =EE (wkql6072004) |
i =S (wkql6011203) XfHR 5250y [ pd 1| 4 5
A AEYBHECARAF, B8 =98%; JF.
g al; KO EERS IS 2K ;. AR h
SHTEl, 21 HEMIR AL FOR IR B WK 1, &5
BB R 2 2R 22 T 2 TR S 4 o s R A
W Wk F Valeriana jatamansi Jones A T 1 AR 2E
KA,

2 HES&%R

2.1 &% Ultimate® UHPLC Polar-RP 4%
(2.1 mmx100 mm, 1.8 um); s M 2 BE
(A) -0.1% W /KFEW (B), BEEWEB (0~
6 min, 12% ~35% A; 6~ 10 min, 35% ~ 50% A;
10~11 min, 50% ~57% A; 11~30 min, 57% A) ;
WA 0.21 mL/ming A5 3% K 327 nm (0 ~
2352

x1 HERER

Tab.1 Information of samples

1Rz 7 HiL SRAERTE] || L5 75 HhL SR A 1]
S JUPEEEAR  2016.06.09| S12  HAKELWLL  2016.11.27
S2 HRINSRF 2017.06.09|| S13 POJIIFE)I 2017.06.16
S3 FNEK  2017.06.07| S14  =FMEIL 2017.08.19
sS4 EINEK  2016.09.03|| S15  ZEEIFEIL 2017.08.19
S5 HINEZK  2017.06.09| S16  EMIKI  2017.06.07
S6  SJNHEIK  2017.08.07|| S17 BN 2017.06.09
s7 FOMNEK  2017.06.03| S18  FMBLE  2017.08.26
S8 FINEK  2017.08.08| S19  SMIBiE  2017.08.18
SO BJNIEK  2017.08.08|| S20  EIHZIR 2017.10.08
S10  FMEK  2016.05.07| S21  SINSRBH  2017.09.17
SI1 HMEK  2016.06.10

11 min), 256 nm (11~30 min); FEiR 30 C; #F
R 0.8 pL; (iEEILIE 1,

9
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L WG EmR 2. SR 3. WiHERR 4. BLAF 5. R4
JRRE B 6. FERFEMR A 7. RERERE C 8. ZBEAIE —HE

9. A=k

1. nechlorogenic acid 2. chlorogenic acid 3. caffeic acid

4. hesperidin 5. isochlorogenic acid B 6. isochlorogenic acid

A 7. isochlorogenic acid C 8. acevaltrate 9. valepotriate
E1 &M% UPLC BikE

Fig.1 UPLC chromatograms of various constituents

2.2 mirH &

2.2.1 XMW OREEERRIC 9 A or o B
s, 1T 70% F I A ) ) s A 023 1 R B O
U, KRR 9 ARSIV A, i 70% H
P it A B A 40 ) 4% 60. 00 g/ mL 3B 43 BRI
220.00 pg/mL Z¢ 7 R, 44.00 wg/mL Wi ME R
380.00 wg/mlL & 711, 210.00 pg/mL 5 2% J5 iR
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B, 360.00 wg/mL S#4¢ R A, 150.00 pg/mL 5
GF R C. 169.20 wg/ml Z [k 40 B = [g .
690. 00 pg/ml, &5 = FR TR -G X R s, BIAS,
2.2.2 MR BURRAZHTR, i 60 H
i, PRI AR 0.2 ¢, BAEM EP &, A 70%
HEE 10 mL, PR, T 37 CHA (150 W,
40 kHz) #2540 min, REHEFER, e, H
70% HA AN FE ok 2k i B, 48 0. 22 pum FCFL 8 A
uE, W,
2.3 FiEFER
2.3.1 KAMERRFE HUR GRS 1S &t
70% H O AL R B BT hE Uk RE X MR L VA TR, FE
“217 TGRS SERE, 10 SR A5 LA 0 T AR
DI B R B R A bR (X)), R0 ) £ 33 g e
RCHMAAR (V) #EATEIE, 250K 2, £
B AT TR HVEE NP C R RAT

K2 BEHBMXER

Tab.2 Linear relationships of various constituents

Wy 7 B , ARILBIY
(pg-mL™")
i Y=2.002 1X+0.0573 0.9999  0.60~60.00
5 Y=6.513 6X-1.3684 1.0000  2.20~220.00
IR Y=15.5350X-0.5526 1.0000  0.44~44.00
Rt Y=0.651 3X+ 0.3217 1.0000 3.80~380.00
SRR B Y=7.128 0X-3.1246 0.9999 2.10~210.00
SRR A Y=6.308 0X+4.6830  0.9999  2.40~360.00
SRR C Y=8.2513X-1.4893 0.9999 1.50~150.00
LB =1 Y=6.017 5X+3.8409 1.0000 1.69~169.20
E TN R U Y=7.653 9X+4.4015 1.0000  6.90~690. 00
2.3.2 AEEERE S WO B R, TE

“2.17 WA GE ST HERE 6 R, WA T 4% R R
SRIAIR . WIMERR . BEEZH . RAREIR B, RA)RR
A, REJFIR C, LBEAR =, 4R = R g AR
RSD 73 % & 1.84% . 0.95% . 1.32% . 2.19% .
1.26% . 1.51% . 1.24% . 1.27% . 0.63%, % ¥
INEAE R R AT

2.3.3 HEEMERAE HSTM B (S2) Wk Z
Manky 6y, & <2.2.27 TR 5 EEAT A ik
ROV, FEO“2.17 TEFESAE T o AEERE, AR
BERIER . SRR . WIHERR . R Ak
B, H&AIR A, F&JRRR C. SWEMIH =R, 4
RS A& RSD 40l 0% . 0.49% . 0% |
1.35% . 0.98% . 0.18% . 0.18% . 0.20% .
0.10% , EMHZ T EEEERL,

2.3.4 RUEMEIRAE: OREEWRGHNSEIE (S2) ft
AW, =RE 0, 3, 6,9, 12, 24 h J5,

FE“2.17 TGRS N R, ARSI . St
JERR  WEERR . R H . SR ERJER B, a4k R
A, FEJRIR C, LTSI =g 455 — iR 0 1 A
RSD 43 %} 2.33% . 1.17% . 2.23% . 1.35% .
1.53% . 0.80% . 1.41% . 1.56% . 1.18% , % B
HER VAR AE 24 h NEETE R,
2.3.5  nAEREDECRIRES KB AR 6 13 2 AN
AEETEM ST (S2) Bk A 258 kK 0.02 ¢,
A3 SIPREBE I 150. 00 g/ mlL 35743 J5 R 4 IR 5 15
0.032 mL., 220.00 wg/mL %% J5 B2 XF 1B 5 1A W
0.108 mL, 220.00 wg/mL Wl ME B2 X} B8 & %5 )
0.003 mL. 190.00 wg/mL ¥ fz # XF M8 5 1A W
0.271 mL, 210.00 pg/mL FLEJRER B XF HE i 7 T
0.020 mL., 240.00 wg/ml SEEJEER A X B8 AT
0. 135 mL. 200. 00 pg/mL SFLRJEFR C XF BE i 7 T
0.080 mL. 350.00 wg/mL Z B4R 55 = g %} B8 56 IR
W 0. 165 mL, 230.00 wg/mL 455 =[5 XF B8 5 IR TR
0.902 mL, #% “2.2.27 i F 5k & ik i iF
W, 75 “2.17 k& TR, 1S
B IR SRR 3,
2.4 HsmAAEAE HER P21 HEES, %
“2.2.2” WU Jrkdl s s, fE 2,17 W
RS RO A, Ak A b 9 AR bR K
STEAR, PRI 4,
3 itig

SR =R B BRI | BUARIE . PUR
B, MAEEFKEZFAIIEN, 2015 £ (P E
2Ly REA B = R I 2L T A6 B = TR A R vk A 24
MR RITE S, Bratiie . SRR, Satim
A, FRIFR B, SRR C Fa R R HA
THER A WEE, PURIER . I R RS RS TE, J2
2015 4ER (P25 ) GARAE . INERAE . K.
BGACEEVE 2 25 6 AN /N LR i 0RE . XUERGGE 11 AR
W, At i 4 55 22 b B 24 Jo a4 1 ) o B4
Py WIHERR BAAHUIE . PUR RS BAE], 2015
AERR (P EIZG ) CFE I MERR R T A T AR
FEARIL ST s BT R A EE 2 —, &
Hafm, RO, IR Ew VR IR & iR
By Ak 2y, HAE G H A TR R KR T
RAKIEAA, 2015 4ERR (P E 2580 ) B0 B TP AE
NIRRT R RRLLAET M RIBRAL . NS TR
ST RIR TR R oy . PG, ARSI R 9
B B RAFIAR I, ATV Ay ik A 245 6 1) o i
SIHTHERR
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R3 BFRSMERKRKELER (xxs, n=6)
Tab.3 Results of recovery tests for various constituents (x+s, n=6)
% B/ g A/ g JATE/ ng MR/ g JnaE [l % S A% RSD/%
Bk RR 0.02 4.86 4.80 10. 10 109. 17 107. 67 1.55
0.02 4.86 4. 80 10. 05 108. 13
0.02 4.86 4.80 10. 11 109. 38
0.02 4.86 4. 80 10. 01 107.29
0.02 4. 86 4. 80 10. 01 107. 29
0.02 4. 86 4. 80 9.89 104. 79
J5R 0.02 23.73 23.76 49. 04 106. 52 107. 83 1.09
0.02 23.73 23.76 49.71 109. 34
0.02 23.73 23.76 49. 60 108. 88
0.02 23.73 23.76 49.30 107. 62
0.02 23.73 23.76 49.41 108. 08
0.02 23.73 23.76 49.04 106. 52
WM 7R 0.02 0.75 0. 66 1.42 101. 52 103. 54 2.20
0.02 0.75 0. 66 1.43 103. 03
0.02 0.75 0. 66 1.44 104. 55
0.02 0.75 0. 66 1.43 103. 03
0.02 0.75 0. 66 1.42 101.52
0.02 0.75 0. 66 1.46 107. 58
LAt 0.02 51.46 51.49 105. 04 104. 06 105.31 1. 80
0.02 51.46 51.49 104. 45 102. 91
0.02 51.46 51.49 105. 20 104. 37
0.02 51.46 51.49 105. 83 105. 59
0.02 51.46 51.49 106. 54 106. 97
0.02 51.46 51.49 107. 04 107.94
SRR B 0.02 4.12 4.20 8.59 106. 43 106. 07 1. 80
0.02 4.12 4.20 8.49 104. 05
0.02 4.12 4.20 8. 60 106. 67
0.02 4.12 4.20 8.68 108. 57
0.02 4.12 4.20 8. 62 107. 14
0.02 4.12 4.20 8.47 103. 57
SRR A 0.02 32. 44 32.40 67. 44 108. 02 107. 89 1. 41
0.02 32.44 32.40 67. 61 108. 55
0.02 32.44 32.40 67.74 108. 95
0.02 32.44 32. 40 67.47 108. 12
0.02 32.44 32. 40 67.70 108. 83
0.02 32.44 32.40 66. 42 104. 88
SERJERIR C 0.02 15.98 16. 00 32.80 105.13 105. 04 0.92
0.02 15.98 16. 00 32.56 103. 63
0.02 15.98 16. 00 32.96 106. 13
0.02 15.98 16.00 32.72 104. 63
0.02 15.98 16. 00 32.72 104. 63
0.02 15.98 16. 00 32.96 106. 13
RS R — g 0.02 57.89 57.75 120. 81 108. 95 108. 28 0.70
0.02 57.89 57.75 120. 37 108. 19
0.02 57.89 57.75 120. 69 108. 74
0.02 57.89 57.75 120. 81 108. 95
0.02 57.89 57.75 120. 15 107. 81
0.02 57.89 57.75 119.71 107. 05
Bt =g 0.02 207. 47 207. 46 430. 85 107. 67 107.77 0.91
0.02 207. 47 207. 46 428.08 106. 34
0.02 207. 47 207. 46 430. 58 107. 54
0.02 207. 47 207. 46 430. 84 107. 67
0.02 207. 47 207. 46 431.50 107. 99
0.02 207. 47 207. 46 434. 40 109. 38
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R4 BHPREEMNEER (%, xxs, n=3)

Tab.4 Results of content determination of various constituents (% , x+s, n=3)

i R 23 IR A FEERB  FEER A REERC MM =T SR S
S1 0. 008 0. 885 0. 006 0.272 0.051 0.509 0.206 0.031 0.619 2.587
S2 0. 006 0.303 0. 006 0. 896 0. 044 0.531 0.222 0. 188 1.039 3.235
S3 0. 006 0.296 0.011 1.201 0.020 0.515 0.220 0.210 1.580 4.059
S4 0. 005 0. 305 0. 004 1. 280 0.036 0.592 0.232 0.247 1.971 4.672
S5 0. 006 0.524 0. 003 1.418 0.042 0. 883 0.332 0.362 1.924 5.494
S6 0. 009 1.038 0. 006 1.303 0.071 1.423 0.673 0. 441 2.746 7.710
S7 0. 006 0.402 0. 007 1.121 0. 049 0. 475 0.235 0.294 1.791 4.380
S8 0. 008 1.033 0. 002 1.057 0.059 0. 645 0.322 0.254 2.871 6.251
39 0. 009 0.776 0. 004 1.257 0. 068 0. 867 0. 458 0.255 1.923 5.617
S10 0. 005 0. 877 0. 006 1.264 0. 086 1.348 0.671 0. 196 1.232 5. 685
S11 0. 005 0.249 0. 004 1.204 0.033 0.524 0.245 0.271 2.029 4.564
S12 0. 008 0.581 0. 006 0.378 0.037 0.414 0.201 0.033 0.321 1.979
S13 0. 009 0.53 0. 006 0.98 0. 058 0.571 0.334 0.091 0.910 3.489
S14 0. 005 0.523 0. 003 0. 889 0.074 0.777 0.358 0. 197 1. 881 4.707
S15 0. 005 0. 691 0.003 0. 458 0. 088 1. 508 0.410 0.711 1. 841 5.715
S16 0. 006 0.567 0. 006 0. 504 0.052 0. 853 0.278 0.712 1.431 4. 409
S17 0. 004 0.218 0. 004 1.757 0.043 0.512 0.274 0.578 1. 536 4.926
S18 0.007 0.929 0. 003 0.279 0. 069 0.473 0.231 0.034 2.159 4.184
S19 0. 008 0.613 0. 005 0.742 0.041 0. 544 0.269 0.257 2.184 4.663
S20 0. 006 0.285 0.003 1.072 0. 055 0.572 0.295 0.363 3.112 5.763
S21 0. 009 1.023 0. 004 0.474 0. 062 0. 558 0.237 0.077 1.139 3.583

S 0.007£0. 002

RSD 24.34 46. 33 41.32 43.94 32.43

0.602+0.279 0.005+0.002 0.943+0.414 0.054+0.018 0.719+0.326 0.319+0.135 0.276+0.199 1.726+0.708 4.651+1.298

45.30 42.38 72.00 41.00 27.90

ARSI LA 9 T (LG I Y o B BE | TR ey
BTt 6] S ¥ 48 bR, 5 %8 T K K& 20% , 40% |
50% . 60% . 70% . 80% . 90% . 100% HI M 9 Fifr iz
FXE 9 A a4 EU S, e B 70% R ) 4 B
Rdclf; R UPLC-DAD K:lI#§F 190 ~400 nm 4
TGRS TRORTR A 6 BE SRR, KRB =
P . 2905 = R S R WO K 256 im0 K
TR R IRICE Kh 284 nm, Fi&k R RS 6 Fhgk il
B FRZE B3 e KW S D 4 oA 327 nm ™) BT FH 1)
R Y 5 SCR IR — B, B T IC e
BE 0~ 11 min AP K 327 nm, 11 ~30 min £
MR 256 nm, #RHE Van Deemter Bt , (A AL
RN, BERRBR BRI, RO, BE T A
[FIR S0 45 3 iR Ultimate® UHPLC Polar-
RP (2.1 mmx100 mm, 1.8 pm) AE&kEAE, &6
T U O (A ey | WY | A A AT RB IR B AA AL
3B, 30 min PN RIVAT SE BRSO Bl oA R
B, AR, WG =, R
AT A, 58T N/ BRIk R, If
IKHGINERIR ], 455 & B 9 Bl ko (o ik I i 7

ZLIF5-0. 19 1K ¥ W8 FE VI R 25 1 626

SYBUBCRITF, FTSBIANRIEER
2015 4FRE (HEZ) () kA
BETE AR RSE 70, S O S Y £ T
L 2 L4 T R 20 85 B
AN, BT BT 0k e 2 AT R 0 D
U RSB K S A UPLC Y
IR S O RSN AR R, G 6 B
K CHSRIRR, SRR, WIMERL SPARIETR B, 5
SUERR A, SRR C) | | BT (T
2R SRR (Z MRS SRR, AU,
3 EMCEAEHI, A ROE . 45w, %
RAEAFAFAE S, TP T MR T AR, 9
WA, REEATIRVSTAER G, #F T
BRI RBRESETT, LA Ak e 25 B 25
BRI % o2 bE A8 T R 5 206602 K
B, BRI BEEEAT R I WA
AR A e, o (R 401 PP 25 R 78
REAAEIGEERUON | (AP RSB 2511 1
BRI, STHsE RRDT, I HLMR A2 b O i
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A E A 22 AR, RSD i 24, 34% ~72.00% |
Hoh SR =mE | BEH . R EIR A SRIFIRI
AaEmand B 37.10% ., 20.28% .
15.45% . 12.95% , AL bk & i i AR 7 sk, 4
VUK &R = . B RRR AL SR
iz & A &= 40 A E DT 1.035% ., 0.566% .
0.431% . 0.361% .
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