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Anslysis of volatile compounds in crucian carp using
GC—MS and combined with AMDIS
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Abstract: The aim of this study was to explore the application of
HS—SPME—GC/MS—AMDIS in the analysis of carp fish volatile
substances. The volatile compounds in crucian carp fish were
extracted by headspace solid phase micro extraction, and analyzed by
using the gas phase chromatography-mass spectrometry combined
with automatic mass spectral deconvolution and retention index, sim-

ultaneously compared with literature, to accurately determine the
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volatile compounds. The results showed that using this method
102 kinds of volatile compound was identified in the carp fish, inclu-
ding 18 kinds of benzene, 17 kinds of alcohols, 13 kinds of alkanes,
13 kinds of ketones, 12 kinds of naphthanes, 9 kinds of aldehyde,
4 kinds of indene, 3 kinds of esters. 3 kinds of acids, 2 kinds of phe-
nols, 2 kinds of amine, 2 kinds of ether, 2 kinds of sulfur and a ni-
trogen. Comparing the present results with those obtained by using
traditional methods, we can find that more volatile compounds in fish carp
could be detected using the automatic mass spectral deconvolution and i-
dentification system, with higher credibility. Therefore, this may provide
theoretical guidance for improving the quality of crucian carp and the satis-
faction of consumer with better productions.

Keywords: headspace solid phase micro-extraction(HS—PMES) ; gas
chromatography-mass spectrometer ( GC—MS); automatic mass
spectral deconvolution and identification system (AMDIS) ; retention

index(RD) ; crucian carp; volatile compounds

il 5 (Carassius auratus) ,J& THLR NV E . - EEH
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JIE Rh R i A< 5 7l e 2 A RRAR R S K R
Yy B ) o3 A D7 AR 22, A 323 B 230 A O 8 o A T A [ A B
2% Bl (headspace sampling—solid phase micro-extraction,
HS—SPME) 5 & J§i B¢ ] ¥ (gas chromatography — mass
spectrometer, GC—MS) Bt .
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A G SCHR BCRCE PR | B A 80k S IR T % AR AL T BUE P
%, Hui HS—SP/ME—GCMS—AMDIS 454 RI 53 #r 9
BT 45 R B I Y 2 AR R AR P 2 2k U5 T, R
SR GC—MS— AMDIS 45 4 14 8 15 540 #r b 4 LS
Ay W 26 RCHE R T 1) 28 180 40, T R R o R B e 66 R Ak G
Y, MG AR RS 45 R AL W AT AR ARZS A 2
Y 49 A P AT AR AR T AU K R o) AR TR 3
KA 1T LB WAEF BT S A LA 21 k& WAL
FERT I AR MU & A 5 AT E 5D R GC—MS—AMDIS &
BRBRB IS T ERT R M, A HE T 46 Y
J 22 Bl R 22 R AR GE 5 T SO T o e R
I E AR B FE B GC—MS Jy ik T 40 A7 W 1 v 0 45 %
PRI I 2 E T 68 T BT, A 0RE S T ) B [
Gy SRR 1,5, 8- = F Bk A0 28 4 oA 1% 18 % AR L4
BN A S R E A R, T KT R A 4R
PE B U R Y AL i ] By s e ES, T
PO BT 1 PR AG 3, AN BB AT I 28 Wy B ofE P P Bl B R R
7 M & 48 (automatic mass spectral deconvolution and iden-
tification system, AMDIS) i NIST 7 & 1 k& » %1% ¢ B 9 [
AU T 3R 450 O 2 I 06 R B A 06 A ARSI I 43 R A AT RE T
AMDIS I3 B4 45 %1 (retention index, RD 454 , A % T vl i) 1
1 2 B £ 71 P TP AR R PR T

Sy S 0 £8P T T 22 A 4R R VR I, O Bk 4 IR IR 43
SRR T 5 B0 E PR AN R, AR 58 R | HS—SPME 5
GC—MS B H . 71 45 & AMDIS, RI 43 #r ) 71 £8 9 0 A9 4% &
PEWI T, B T Jy o R4 v ) £ PR T B R AR T B T R
B s RIS TS
1wk J5 ik
L1 ##5iRF

it B e 350~450 ¢, M T B TR K Z T

TEA B IR IR A X IR S VA T (Cs ~Coy) B35 1E e (Cs )
ECHECCo)  IEPEBE(Co) s TEFE B8 (Co) s IE T 48 (Co) s TE 5SS
(Cio) s IET—%E(Ci) s IE T Z8E (Cr) o IE T P %E (Cr) 5 IE
FBECCis) s IE T 7SBECCrs) s IE T HE(Cir) s IE T A BE(Crs) s
1E = HE(Co) o 1IE = PUE (Cop) o IE = /N J5E (Cog ) » IE =+
ZHE(Can) s 1IE = S KE (Cag ) s 1E Y %2 (Cuo ) 1E PY - P9 A
(Cy) »EH Restek 247 5

Fot 0] - 2 S 43 B 4l B 2454050 A H .
L2 (E5RE

SR 53 B A - GC — MS-QP2010 %1, H A i
AR

T8 — AR O =5 — B Sh#ERE R : AOC-5000 %, By
+ CTC A #l;

FNIHBREE A HCK 85 pm AL, 3£ [H Supelco A A 5

RN IFmREE % 20 mm BY, fE[E CNW 45

1259 : 20 mL B, 3 1 Altech A+,
1.3 Hik
1.3.1 AEanAbE I E SO () BB RS BEE B
B0 f0 ] £ R A3 WL PR B A 0 BE S A A . PR 5 g il fa £
JBE B T 20 mL A B 5% 1 IO R o, T 2R DU 9 2 0 i vk = 2k
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TR B FEIR A 50 °C L 500 v/ min (¥ 1 J) B HE AR
AT 5 ming ARJE I E &0 LY 85 pm BN IF IR IR
(polyacrylate, PA) # Bt 3k (260 °C 3k 4k 5 min) T 25 0% [}
20 min/F K FEBCL A GC H#KR 5 min,

1.3.2 GC—MS %14

(1) 43 %4 f£: DB-5SMS & 41 % 5 % £ (30 m X
0.25 mm,0.25 pm). {35 A 18 4 40 T, R ¥
2 min, X5 LA 5 °C/min B33 JE F} 8] 150 ‘C, H LA 20 °C/min
Y 1 TR 3 300 °C LR EE 4 min; JEAE OEE R 250 °C LA
SR ERE s 3 He(99.999 %0) s il 50.4 kPa,

(2) BTk St - 88 ¥ 77 s B F 35 5 8 1L Celectron
impact ionization, ED ; 8 F IR E Ry 230 C . fE B E N
260 C .l FHER N 70 eV WHIRRE A A W HEFE . 2 min JF
FIIF 43 W 43 W EE ) 20 © 1535 AESR 2 min, 2.5 min J5 R
A5 T s BRI O /2)50~ 350,

L4 RS

i 1.3 75 260 6y b PR MY B Ry B B U A Crotal
ion chromatogram, TIC) £ AMDIS #:47 H 3 fift & FLAL P )
B —Fp Wy B AE NIST 533 P2 op 4 M 396 UG IE B2 el ey 80 40 HHE
G453 2 — R F 1 7T RE M Y . 2 HRIE 396 DS IEC B I TR 700 (e
B 1000) B 1 % 7T 5e 9 B W o JF i+ 55 RIMH . R )5 1E
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nist.gov/chemistry/name-ser.html) T & & B9 3C ik H 18 R ¥
Wy 5 RT3 R R 22 76 £ 3% LLPY 0 a4 )
TRV, REBUE WA m e A C~C LM
TEAG B N AR TE [RIRE 23 B 25 148 T HERE L SR U5 LI R P TR 28
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Figure 1 TIC profile of volatile components in crucian carp
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fF BT SR G IS — B — A S AR R 3 B £ 0 R ) I

VERMEY I, A R . By AMDIS 7] UK & T4k
WA, o) T 25 R R AT R A5 TR, A5 B0 0 — i 4 K R ) IO K 0 1Y
T BT T AR S AR R B P R B AT S R
P ) T B A W LA (B R [ A A A T T LR
FHEA KT G RS % SO W — P R RE i —
PR E R HERG . R AT T IR R T, K2
K GC—MS, #2560 SR [ 4 8 2K B — GC/MS 30 88
A5 0 A v ¥ R V) T 23 Rl R SETS R AR,
Tenax TA L, 554 GC—MS, /17 6 28 FiF %
PV, % T A 25 By s v 5 4T i i SPME —
GS/MS 43w T B e fafa ) 35 Fh 4% &L M9 i, R A

GC—MS 43 b fa P 4R R MW i B Rl e M ) A
FIL o 330 390 7 2 IO 4 AT % R T R B 4 T O G 43 AT
Hoh i # R Y R

AMDIS fi# 87 J& £ NIST 3 2 h kR B 274 g R HEY)
Jio Z5 4 RIFIHEF B X gk & b AT e I e T 3
o102 R, 14 25 G5B 1.2, AR SOk 17 AT
i P R VR TR R B R R (S R L L B LR
FKoEmibaw. & B E W, it 300 2R, Hoh— b
H RSB AL A RICE I, W R RS
Bt B | 1S -3 L 2- BRI L 2- T L o ey o A AR iR G o
7 B

#*1 HS—SPME—GC—MSi#EMlEitaal hEL SRS
Table 1 Analysis of the volatile compounds from crucian carp by HS—SPME—GC—MS

Yy P 8 i AH TR B2 16 % E BT

Hok h i /min ey Py /e IETEAL 33 D fic g THj AR
31 -2~ il 2.995 8 696.8 673 86 841 890 14 140
31T 3.057 5 699.9 700 86 839 905 4934
2,318 il 3.193 3 706.9 700 57 950 950 32 600
R IR 4.955 8 797.5 794 84 931 967 2 987
2, 3-Pidt — 1 6.094 2 838.3 816 57 866 887 58 005
2- 5 7.577 5 890.5 889 58 875 928 94 542

fH2E 2,3-9 2 10.640 8 985.4 986 71 830 897 504 463
R T 13.2925 1 066.5 1062 105 933 933 108 725
2-T- il 14.080 8 1 090.6 1090 58 894 903 73 861
3-LHER LT 18.485 8 1 231.2 1242 133 890 902 265 530
3 — i 20.1625  1287.5 1283 72 844 886 23 646
2=+ — 20.3250  1293.0 1294 58 859 907 616 143
2~ = He il 25.921 7 1526.0 1 500 58 848 854 87 110
WA Z 18 H g 3.230 0 708.8 702 90 915 948 17 612

gk T TS 8.535 8 921.1 922 86 967 970 218 817
EC 2 TE 11.072 5 998.6 998 88 890 910 45 151
T YR 2B 28.410 0 1755.0 1793 88 667 695 47 388
SR 3.824 2 739.3 730 55 927 927 482 317
2-F B TR 3.884 2 742.4 743 70 864 910 754 309
-7 4.449 2 771.5 768 55 955 957 154 648
iF O 7.010 8 870.6 867 56 954 955 8 014 607
iF Pz 10.179 2 971.3 969 70 913 913 585 871
13 475 -3 10.473 3 980.3 986 57 962 962 3 557 842
2-Z OB 12.055 0 1028.7 1029 57 943 946 976 141
SVAE 37 N 12,328 3 1 037.0 1003 81 818 818 175 160

- WL E 14.886 7 1115.8 1116 91 951 953 1261 273
i -3-F- - 1- it 16.1158  1154.5 1156 55 949 949 558 366
1-T i 16.670 0 1172.0 1171 56 967 967 2274 115
1-3% i 19.750 0 1 273.7 1274 70 807 878 45 116
2-T S 21.494 2 1333.5 1277 57 807 878 52 460
+— 22.650 0  1373.9 1374 70 888 888 128 798
24,7, 9-P4 B JE-5-2% -
P 23.599 2 1409.3 1407 109 856 860 346 821
+ 25.3850  1491.6 1490 TIC 939 939 106 279
9-% A i 28.300 0 1741.8 1797 166 719 729 125 593
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gk 1
% 1B AR £ B2 455 LR
Fk h ] /min HER Py /2 NN T DG i U4 TET R
1,3-9 % 3.890 0 742.7 748 56 892 897 212 687
JHie 2
N, N-ZT 3 H ki 20.580 8 1301.6 1319 TIC 861 893 277 722
SRR 3.947 5 745.7 742 94 937 943 35 144
CRES
TR = 10.067 5 967.9 964 126 950 953 1226048
P4 4.385 0 768.2 776 TIC 937 943 22 828
2R 6.701 7 859.7 868 91 901 901 19 948
H 20 7.608 3 891.6 892 104 857 857 78 143
BT AR 11.899 2 1023.9 992 119 834 834 2 641
AR5 B 13.634 2 1077.0 1038 119 853 853 14 961
1,3-ZHI E-4- 2 B 13.836 7 1083.2 1074 119 891 891 47 828
344, 5-= F L I3 14.863 3 1115.0 1115 119 889 889 262 682
1-F HE-4-(1-HI 3R T
15.762 5 1143.4 1141 119 852 855 40 847
%) 2
1,2,4,5-PY 2 15.964 2 1149.7 1131 119 937 937 1128 051
R 1P R4 T .
16.239 2 1158.4 1141 119 844 846 94 541
%) 2R
2-H 31,42 % 16.476 7 1165.9 1155 133 920 935 92 816
1,2,4-=2% 18.597 5 1234.9 1249 133 871 873 46 691
FNLEE-S S 19.896 7 1278.6 1281 133 911 911 1 388 244
1,2, 4-= I 36-5-(1-F1 5 )
7 3% 21.675 0 1339.9 1234 147 979 979 11 702
I 22.875 0 1381.8 1387 154 945 945 163 126
bieh 25.695 8 1509.4 1523 154 827 902 53 501
A-F JE I 25.740 0 1512.7 1492 168 892 894 110 756
2,27 - HIEE 26.789 2 1589.9 1 554 TIC 841 860 80 407
ST 4.850 8 792.1 785 73 921 936 71 030
BE T] 5.430 0 815.0 822 60 885 885 457 136
SRR 6.763 3 861.9 867 60 914 916 681 552
R 9.911 7 963.1 961 106 944 950 84 274
KO 12.585 8 1044.9 1043 91 918 918 20 920
-2 W 13.042 5 1 058.9 1058 70 843 843 27 021
I 13.460 8 1071.7 1070 56 924 924 802 484
R TR 14.547 5 1105.1 1105 57 876 876 77 995
Ag IS 17.745 0 1 206.3 1206 57 852 899 46 148
JZR-2 . 4-5% T 21.125 8 1320.7 1320 81 879 931 88 585
B 1% 22.297 5 1361.6 1362 85 822 891 406 315
b= 26.355 0 1557.9 1516 82 845 873 36 415
L CLTRLEE 11.400 8 1 008.7 1009 59 916 949 250 796
e — FE 3 D ik 18.077 5 1217.5 1215 158 889 889 408 830
A ZRIEA 13.205 0 1 063.9 1055 71 941 999 5 295
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BLAE R T RO A — B — A S BUEOR 20 A7 8 #h ep i 5 0 1R )

gk 1
i s PRy MR s ERET wm wmm eme
GES ] /min HHAME S%d m/z
% 17.090 0 1185.2 1190 128 953 954 10 731 492
1-F 2% 20.467 5 1297.8 1299 142 966 968 9 380 916
2-HI HE 2% 20.913 3 1313.2 1315 142 950 953 5 840 503
- % 23.277 5 1395.8 1398 141 911 912 410 307
1-2. 3% 23.277 5 1395.8 1393 TIC 913 916 410 307
e 1,3- 328 23.589 2 1 408.9 1421 156 873 913 964 409
T s 23.589 2 1 408.9 1418 156 931 941 964 409
2,3- " HIHLZE 23.954 2 1425.7 1443 155 937 940 1451 189
1,4-T L2 24.284 2 1 440.9 1436 167 910 911 174 574
SR 26.261 7 1551.0 1571 155 844 848 117 499
2,3,6-=FI L2 26.752 5 1587.2 1550 155 819 862 92 827
2,3,5- = AL %S 26.930 8 1 600.4 1570 155 896 898 61 782
+ = 17.526 7 1199.0 1200 57 848 848 52 922
ZOREE T B 23.344 2 1398.2 1404 167 862 870 26 565
F g4 23.365 0 1.398.9 1400 57 863 909 111 384
iE+ Tk 26.040 8 1534.8 1500 57 903 905 354 277
4-FP 3 TR g 27.150 0 1621.7 1580 167 917 921 45 594
4,6,8-=HEH T 27.288 3 1635.2 1659 155 856 856 97 712
ek F bk 27.664 2 1671.8 1700 TIC 769 784 16 835
R g 27.995 0 1705.1 1669 83 862 898 140 307
NS AN 28.575 8 1774.9 1 800 57 905 914 535 787
iEJuke 29.687 5 1935.2 1900 TIC 852 857 158 302
il Sats73 30.979 2 2162.2 2 200 57 851 854 929 804
EZ A5k 33.260 8 2 593.5 2 600 57 841 847 311 078
E=+—% 36.424 2 3191.5 3100 57 826 826 75 590
- - R e 26.126 7 1541.1 1533 205 774 781 31 357
o T R 26.214 2 1547.5 1518 191 859 859 80 205
5-HJE-2,3- T4 -1H-Bi  15.617 5 1138.8 1137 117 907 907 185 467
4B 3E-2,3-T4-1H-#i 15.888 3 1147.3 1148 117 864 865 536 575
g T RED S=5 0267 12004 1248 131 940 954 896 087
1H-8i
1,1, 3-=H JE-2,3- 24~
\H-# 23.114 2 1390.1 1178 145 861 904 96 147
x2 HEaENPELEYRHMME
Table 2 The types of volatile compounds in crucian carp
LR S i A E S/ % || MR R i M E 4y /%
Wk 18 5.55 fis 2 3 0.43
Bk 17 29.73 7ES 3 1.84
PSS 13 4.33 ik 24 2 1.00
i 2 13 2.86 ELies 2 1.91
ZK 12 46.42 Jrie 2 0.74
e 9 2.41 T 2 2 0.17
[HES 4 2.60 S 1 0.01
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B ER TP AR AL A Y 18 R R E & &R
5.55% . PMERAEDS T AOBE oY R W 2R R AL S W e 0 A P A R
o7 P UK 9 ) R 2 — .

BEAL A 17 Ff, A EH S8R 29.73% ., FE%E
FEMRK S0 52 VR0 O P A D00 ) 100 M- 3- B < Tk 75 45 7 B
i1 A P ARSIy 18.95 94 il SCIE 4512 i B A v AR By
20.00%% . BEAAL A P S0 B A5 BT 114 4 SRR AR B 22 3
FIA R TR] L R EE R K B A W 2B EF ORE R I
T AR B A Y S B B TS R 4 B R

BERLAY 13 M, KM ES S ER 4.33%., K
(Co ~Coo) 171 B FE 2SR 0 25 1048 2 b, HL B 0 v X 4
o0 DI AR XU TR S KT L R KUR S e A Y
ELE R SCREA 5 SCREE AL B AR ARV BT 6 R AR AE XL
WRAT TR ELAE 2k S W 1 B A D Bk A AN

TG 13 Fh, HMXT E & &R 2.86% ., Wl
BB 7 A 5 22 R T B IR A A SR B A R R R e A
S W AR A 6 TR (B AR L BT LUK £ PR Y A R iR
BR. BEaYREHAGRE AT ISR H & kbt
BB K S B B e AT G B A AR

ZERALE W 12 Fp AT B /- = 46.45% ., ik 2
AL AN R RS ERmE N EREY. X
5 B R O B 2 SRS T AT A A O H: S R
YIIR3X nf BE 5 R A R AN R R B A 6. il SO IR AR B
0 14 B P L P AT PR A R ) b A T %6 1
FEZE2-HEZE L MAME R AT AN Pk R B 1,3- T H A
25, X 4 PR ZE AL & W A Bt £n P R 3 R B . ]
SCES R 2 5 e R TE f B L DL 0 T S A A
BN ZRMTEAE

BERALEY o B HAIX B o ikl 2.41% ., BXRE
VI EE AN EA T H AR, RSB EAH
T RTE S R L LT AP 7 R T kA R

EIAL G 4 R AR E SRR 2.60%, BLRkS
W TE B £ 1Y) R M I E o T AR A B AL T BB S AR
K EBEH K.

BeRAb &4 4 L HARXT H 2 ikl 0.43% ., BEK1LA
W — F e B P R % T T i LU T B B TR R B R AR
O A A A R IR, R 2R AR A W i 7 A T B S g AN
Az I R R R B R AL AE PR OGRS — LA AR . R
W F Y 20 Z BT 7B 66t 0 8 i A kB

ARG 3 P HAMX E G 1.84% ., MELE
WAt P R A T B B 22 ok MRS LT R R DN R L TR LR R
CRE AR 78 0 P (%8 5 TR T IRA 5 R —
R 2L B - A WF 98 R BH T /R i B A%, 2 LAY /R i)
TR E S T HMBEL AT,

TG 2 B S RAE Y L R A 4 & A
Bk 1.91 % F1 0.01% . & B M & &AL A W 1E fa P BRI
BIHAR AL BRI Z A NE BN ERES S,
VA I 75 R T MK R . e Ay R A I e B N R 2 —
RN e S ER R =R A R SaRiN ) i)
TAY £ 5 1 7 Wk 114 201 B 4

B 2ib G4 2 Fp A H 2r & il 0.17% . Bk &
W0 7= A 5 T R TR 1 R RN AR o R I R A L R
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AR SR T 2 18] A ok A% R BT 3 41 T A £ £ A
PR B I AURIES & A SRR R MR E
FIF (] 00 66 i PR v 6 2 2R A 00 D) 2L AR O » S ST RE T
9 1y £ A P 102 Fif 492 S 1 W DO A A% G D iR A T ) R
Z o EPEETHERG » BLAS O PR 4R AT 8, T UAE H A oK ™ ah 15
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The result of blending sucrose milk samples
discriminated by LDA
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