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ABSTRACT

	Carapa procera (Meliaceae), known for its traditional therapeutic properties, was the subject of this study focused on optimizing the method of extracting oil from its kernels, a raw material of choice for cosmetic and pharmaceutical industries. In order to evaluate the impact of process parameters on oil yield, two experimental designs were implemented : the two-level full factorial as well as Box-Behnken designs, and used Minitab software for statistical analysis. The results highlighted the significant influence of two factors on the yield : fermentation duration (A) and pressure (B). The oil yields ranged between 12.40 and 36.94%.
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1. INTRODUCTION

Carapa procera, commonly referred to by the English name “crabwood”, is a tree native to the tropical regions of Africa and America (Weber et al., 2010; Sanogo et al., 2013). In Ivory Coast, its distribution is particularly vast, covering almost the entire territory. It is widely exploited for oil production (Sanogo et al., 2013). The oil from Carapa procera nuts is widely used in West African ethnopharmacy for the treatment of several pathologies, including inflammation (Weber et al., 2010 ; Gueye et al., 2010 ; Dioum et al., 2016). It is also effective as a mosquito repellent (Dioum et al., 2016). Despite its many virtues, the oil remains little known. It is produced in small production units and made in an artisanal manner. Moreover, production yields remain low (Guillemot, 2004). We initiated this work in order to contribute to improving production yields. To do this, the parameters that could influence yields were researched. The objective of this study is to find the operating conditions that allow increasing the mass of oil that can be extracted from Carapa procera almonds.

2. material and methods

2.1 Material  

2.1.1 Plant material   

The plant material consisted of Carapa procera nuts. The nuts were collected in Toumodi in the “Belier region” (Ivory Coast) in February 2022. Botanical determination was performed by the botanist TEHE Henry of Centre Suisse de Recherche Scientifique (Ivory Coast) where a voucher specimen is deposited under the reference CP-MJ-Toumodi 2022-1. 

2.1.2 Technical equipment   

The technical equipment used is as follows: an electronic scale, a WARING COMMERCIAL brand Blender, a microwave, a hydraulic press, and a porcelain plate.

2.1.3 Computer hardware

The data were processed using an HP computer running Minitab 21 software.

2.2 Methods  

2.2.1 Oil extraction

After harvesting, the Carapa procera nuts were sorted, cleaned manually to remove all impurities, boiled in water and shelled using a hammer to give the almonds and shells. The almonds were then fermented, oven-dried (45°C), ground using a WARING COMMERCIAL brand Blender, and extracted by hydraulic press to yield the oil. The extraction process is summarized in the diagram in Figure 1. 
[image: ]
Fig. 1. Diagram of oil extraction by hydraulic press

2.2.2 Experimental designs

The design of experiments methodology, recognized for its effectiveness in optimizing processes, was used in this study. By following a systematic approach, this method makes it possible to significantly reduce the number of experiments required while guaranteeing optimal quality of results. Experimental designs provide a rigorous framework for establishing mathematical models, generally of polynomial type, which describe the behavior of the system studied from a limited number of tests (Goupy et Creighton, 2006; Saidj, 2007; Pillet, 2011). Among the different types of designs, we focused on two-level full factorial designs, particularly suited to the study of main effects and interactions between factors, as well as Box-Behnken designs, recognized for their effectiveness in the overall understanding of processes (Goupy et Creighton, 2006).

2.2.2.1 Identification of parameters influencing oil yield: Two-level full factorial design

This work aims to contribute to the production of oil from Carapa procera kernels with better yields. It is therefore necessary to choose the factors capable of positively or negatively influencing this quantity in order to be able to modify them if necessary. The literature review allowed us to list a number of influencing factors ; these are : scalding duration, scalding temperature, granulometry (particle size), grinding duration, roasting duration, roasting temperature, fermentation, pressure, sample storage duration, work environment, extraction water volume, and drying duration. Four factors (Table 1) were deemed relevant following brainstorming : fermentation duration (A), pressure (B), roasting duration (C), and sample storage duration (D). 
The two-level factorial design, also called the complete factorial design 24, finds an application, very generally for the establishment of formal models. Indeed, a complete plan involves studying all possible combinations of the factors considered in the experiment. Such a design requires 24 tests corresponding to the total combinations of the four variables (Goupy, 1990). In order to simplify the writing of all combinations, we define a new coordinate system which has as its origin the intersection of the average values ​​between the two levels of each variable. The 24 tests provide 24 values ​​of the parameter studied and allow the determination of the 24 coefficients of the polynomial function which is in fact the desired model. Assigning the value (-1) to the low level of the factor and (+1) to the high-level (Table 1) amounts to a change in the unit of measurement and a change in the origin which allow all factors to be treated in the same way (Goupy et Creighton, 2006; Saidj, 2007). The other parameters were considered fixed.

Table 1. Factors that may influence extraction yield and their study area

	Factor
	Code
	Low level (-1)
	High-level (+1)

	Fermentation duration (Days)
	A
	0
	21

	Pressure (bar)
	B
	150
	300

	Roasting duration (min)
	C
	5
	10

	Sample storage duration (Days)
	D
	0
	14


The mathematical model considered here is a function of degree 1 for simplification. The polynomial model is:  
Where :           
        Y : response or magnitude of interest ;
        Xi : variable representing factors i and j ;
        a0 ; ai: coefficients of the mathematical model ;
        e : measurement error ;
The experiment matrix is ​​presented in Table 2. 

Table 2. Two-level full factorial experimental design

	Tests order
	A
	B
	C
	D

	1
	-
	-
	-
	-

	2
	+
	-
	-
	-

	3
	-
	+
	-
	-

	4
	+
	+
	-
	-

	5
	-
	-
	+
	-

	6
	+
	-
	+
	-

	7
	-
	+
	+
	-

	8
	+
	+
	+
	-

	9
	-
	-
	-
	+

	10
	+
	-
	-
	+

	11
	-
	+
	-
	+

	12
	+
	+
	-
	+

	13
	-
	-
	+
	+

	14
	+
	-
	+
	+

	15
	-
	+
	+
	+

	16
	+
	+
	+
	+



2.2.2.2 Optimization of oil yield: Box-Behnken design

The Box-Behnken design is a type of response surface design that does not contain a fractional factorial design; this is a second-degree plan. It imposes three levels on each factor, including the lower (-), median (0) and upper (+) levels (Goupy et Creighton, 2006). Box-Behnken designs for 3 factors involve three blocks, in each, a 22 factorial design that is represented by each treatment pair while the third factor remains fixed at 0. So, the 3-factor Box-Behnken design has 15 trials (Goupy et Creighton, 2006). The objective of this study is to improve the extraction yield with parameters already deemed relevant by the two-level full factorial design. The factors to be studied and their values ​​are recalled in Table 3.

Table 3. Factors and study area

	Factor
	Code
	Low level (-1)
	Median level (0)
	High-level (+1)

	Fermentation duration (Days)
	A
	0
	10,5
	21

	Pressure (bar)
	B
	150
	225
	300

	Roasting duration (min)
	C
	5
	7,5
	10


The experiment matrix is ​​presented in Table 4. 

Table 4. Box-Behnken experiment matrix

	Tests
	A
	B
	C

	1
	-
	-
	0

	2
	+
	-
	0

	3
	-
	+
	0

	4
	+
	+
	0

	5
	-
	0
	-

	6
	+
	0
	-

	7
	-
	0
	+

	8
	+
	0
	+

	9
	0
	-
	-

	10
	0
	+
	-

	11
	0
	-
	+

	12
	0
	+
	+

	13
	0
	0
	0

	14
	0
	0
	0

	15
	0
	0
	0



The mathematical model is given by the relation: 


Where :           
        Y : response or magnitude of interest ;
        Xi : level of factor i ;
        Xj : level of factor j ; (Goupy, 1990).
        a0 aj, aij, aii : coefficients of the polynomial ; (Goupy et Creighton, 2006).
        e : error ;

3. results and discussion

3.1 Parameters influencing oil yield: Two-level full factorial design

The results of the 16 experiments are shown in Table 5. The order in which these different experiments were performed was based on random selection.

Table 5. Results of experiments according to the two-level full factorial design

	Tests order
	A
	B
	C
	D
	Yields (%)

	1
	-
	-
	-
	-
	7.50

	2
	+
	-
	-
	-
	12.35

	3
	-
	+
	-
	-
	18.24

	4
	+
	+
	-
	-
	23.61

	5
	-
	-
	+
	-
	19.08

	6
	+
	-
	+
	-
	20.08

	7
	-
	+
	+
	-
	22.36

	8
	+
	+
	+
	-
	29.75

	9
	-
	-
	-
	+
	6.01

	10
	+
	-
	-
	+
	7.03

	11
	-
	+
	-
	+
	8.7

	12
	+
	+
	-
	+
	14.65

	13
	-
	-
	+
	+
	8.59

	14
	+
	-
	+
	+
	12.45

	15
	-
	+
	+
	+
	10.65

	16
	+
	+
	+
	+
	17.35


(-) = Low level ; (+) = High level

3.1.1 Estimation of coefficients and effects of factors  

Table 6 shows the coefficients and effects of the factors. 

Table 6. Estimation of coefficients and effects of factors

	Term
	Effect
	Coefficient
	T
	p

	Constant
	
	14.909
	46.21
	0.000

	Linear

	Fermentation duration
	4.499
	2.249
	6.97
	0.001

	Pressure
	6.509
	3.254
	10.09
	0.000

	Roasting duration
	5.259
	2.629
	8.15
	0.000

	Storage duration
	-8.461
	-4.231
	-13.11
	0.000

	Interactions

	Fermentation duration*Pressure
	1.854
	0.927
	2.87
	0.035

	Fermentation duration*Roasting duration
	0.239
	0.119
	0.37
	0.727

	Fermentation duration* Storage duration
	-0.116
	-0.058
	-0.18
	0.864

	Pressure*Roasting duration
	-1.531
	-0.766
	-2.37
	0.064

	Pressure* Storage duration
	-2.191
	-1.096
	-3.40
	0.019

	Roasting duration*Storage duration
	-2.096
	-1.048
	-3.25
	0.023


T = Student value ; p = Probability

Statistical analyses revealed that the four factors studied have a significant influence on the oil extraction yield. In particular, the storage duration factor (D) is distinguished by a zero value of p and a high absolute value of T, thus demonstrating its predominant effect on the process.

3.1.2 Analysis of variance

Variance reflects the reliability of the statistical model; it indicates whether the various factors studied have a significant impact on the result. For a factor or interaction to be considered important, its probability (p) must be less than 5%. This means that there is less than a 5% chance that the observed effect is due to chance.

Table 7. Analysis of variance of oil yield

	Source
	F
	p

	Model
	42.48
	0.000

	Linear

	Fermentation duration
	48.60
	0.001

	Pressure
	101.73
	0.000

	Roasting duration
	66.41
	0.000

	Storage duration
	171.93
	0.000

	Interactions

	Fermentation duration*Pressure
	8.25
	0.035

	Fermentation duration*Roasting duration
	0.14
	0.727

	Fermentation duration* Storage duration
	0.03
	0.864

	Pressure*Roasting duration
	5.63
	0.064

	Pressure* Storage duration
	11.53
	0.019

	Roasting duration*Storage duration
	10.55
	0.023


F = Fischer constant; p = Probability 

The results of the statistical analysis confirm the relevance of the model used. The high values ​​of the coefficients of determination R² (0.9884) and adjusted R² (0.9651), close to unity, demonstrate an excellent fit between the observed values ​​and those predicted by the model, as Rabier (2007) points out. This agreement constitutes further evidence of the robustness of the polynomial model. Furthermore, factors A, B, C, D as well as interactions AB, BD and CD associated with p values ​​less than 0.05, have a significant effect on the extraction yield, in accordance with the observations of the Pareto diagram (Fig. 2).
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Fig. 2. Diagram of the different effects of factors
(A: Fermentation duration; B: Pressure; C: Roasting duration; D:  Storage duration)

The effects diagram highlights the importance of factors D, B, C, A, BD, CD and AB, whose effects deviate significantly from the reference line. Since the other interactions were not significant, they were excluded from the final polynomial model, constructed from the analysis of the Pareto diagram and the calculation of the coefficients (Equation 1):  



3.1.3 Main effects of factors

A main effect refers to the variation in the mean response between two factor levels. The values ​​are shown in Table 8.

Table 8. Average effects of factors on oil mass

	
	A
	B
	C
	D

	Level (-1)
	12.64
	11.64
	12.26
	19.12

	Level (+1)
	17.16
	18.16
	17.54
	10.68



The analysis of the main effects shown in Figure 3 reveals a significant influence of factors A, B, C and D on the oil yield. Factors A, B and C are positively correlated with oil yield while factor D has a negative effect on the yield. Thus, an increase in the pressure (B), fermentation duration (A), and roasting duration (C) of the sample leads to an increase in the oil yield. Conversely, an increase in stockage duration (D) leads to a decrease in yield, suggesting a negative effect on lipid release. 

[image: ]
Fig. 3. Main effects diagram

3.1.4 Effects of interactions between factors

Figure 4 shows the interaction diagram, a graphical tool for visualizing the combined effects of two factors on the response variable. 

[image: ]
Fig. 4. Factor 2-Factor 1 interaction diagram

An interaction is characterized by a modification of the effect of one factor depending on the level of the other factor. This diagram is constructed by representing the average of the responses obtained for each combination of the low (-) and high (+) levels of the two factors considered.

3.1.4.1 Interaction effect: Fermentation duration-Pressure (AB)  

The main effects of factors A (4.499) and B (6.509) are both positive (Table 6), indicating a favorable influence on the extracted oil yield. The AB interaction, characterized by a positive effect (1.854), highlights a synergistic effect between these two factors. Indeed, the increase in factor A, whether at the low (-1) or high (+1) level, leads to an increase in oil yield, and this effect is amplified when factor B is also at its high level (+1) (Fig. 5).

[image: ]
Fig. 5. Fermentation duration-Pressure interaction diagram

3.1.4.2 Interaction effect: Pressure-Storage duration (BD)

The interaction diagram (Fig. 6) and Table 6 reveal a negative main effect of factor D (-8.461) and a positive main effect of factor B (6.509) on oil yield. The BD interaction, on the other hand, exerts a negative effect (-2.191). Specifically, when factor B increases from its low level (-1) to its high level (+1), a significant increase in oil yield is observed, regardless of the value of factor D. However, the maximum yield is obtained when factor D is at its low level (-1) and factor B at its high level (+1).
[image: ]
Fig. 6. Pressure-Storage duration interaction diagram

3.1.4.3 Interaction effect: Roasting duration- Storage duration (CD)

The interaction diagram (Fig. 7) and Table 6 reveal a negative main effect of factor D (-8.461) and a positive main effect of factor C (5.259) on oil yield. In addition, the CD interaction exerts a negative effect (-2.096). Indeed, when factor C increases from its low level (-1) to its high level (+1), a significant increase in oil yield is observed, regardless of the value of factor D. Finally, the maximum yield is obtained when factor D is at its low level (-1) and factor C at its high level (+1).
[image: ]
Fig. 7. Roasting duration-Storage duration interaction diagram

3.1.4.4 Summary of interaction effects

The effects of the interactions between the factors reveal that the combination of high levels of factors A and B (+1, +1) induces a significant increase in oil yield, of the order of 21.34%. Similarly, the combination of low level of D (-1) and high level of B (+1) as well as the combination of low level of D (-1) and high level of C (+1) leads to an increase in oil yield of 23.49% and 22.82% respectively. In order to optimize the extraction method, the full factorial design technique was used to identify the factors that influence the oil extraction method. For this purpose, the analysis of variance and the Pareto diagram showed us that this method depends on all the factors (A, B, C, and D), and the interactions AB, BD and CD. The main effects graph revealed that only three factors (A, B and C) have a positive influence on the oil yield. On the other hand, factor D has a negative effect on the yield. For the following, we will set factor D at its low level.

3.2 Optimization of Carapa procera oil extraction yield by Box-Behnken design

The results of the 15 experiments are shown in Table 9. As a reminder, the meaning of the different codes is: A (Fermentation duration), B (Pressure), C (Roasting duration).

Table 9. Experimental plan

	Tests order
	A
	B
	C
	Yields (%)

	1
	0
	-
	-
	12.40

	2
	0
	0
	0
	19.77

	3
	+
	0
	-
	27.69

	4
	0
	0
	0
	19.77

	5
	0
	+
	-
	25.48

	6
	-
	0
	-
	18.65

	7
	0
	0
	0
	19.77

	8
	-
	-
	0
	14.52

	9
	+
	-
	0
	26.56

	10
	+
	+
	0
	36.94

	11
	-
	+
	0
	19.75

	12
	0
	-
	+
	24.28

	13
	+
	0
	+
	29.32

	14
	0
	+
	+
	27.25

	15
	-
	0
	+
	18.66


(-) = Low level ; (+) = High level ; (0) = Median level

The order in which these different manipulations are carried out is based on a random draw. The expected result is the oil yield obtained after extraction by the press method.

3.2.1 Estimation of coefficients

Table 10 contains the estimation of the effects and coefficients of the factors.

Table 10. Estimation of the effects and coefficients of the factors

	Term
	Coefficient
	T
	p

	Constant
	19.77
	14.12
	0.000

	Fermentation duration
	6.116
	7.13
	0.001

	Pressure
	3.957
	4.62
	0.006

	Roasting duration
	1.911
	2.23
	0.076

	Fermentation duration*Fermentation duration
	2.95
	2.34
	0.067

	Pressure*Pressure
	1.72
	1.36
	0.231

	Roasting duration*Roasting duration
	0.86
	0.68
	0.526

	Fermentation duration*Pressure
	1.29
	1.06
	0.337

	Fermentation duration*Roasting duration
	0.040
	0.33
	0.752

	Pressure*Roasting duration
	-2.53
	-2.08
	0.092


T = Student value ; p = Probability

The results show that out of three factors only two (fermentation duration and pressure) have a significant influence on the oil yield. These results also show that the fermentation duration factor has a value of p = 0.001 < 0.05 lower than the pressure with p = 0.006 < 0.05. The roasting duration factor has a great influence on the oil yield followed by the pressure. These two factors have a synergistic effect on oil yield. Indeed, prolonged fermentation can weaken cellular structures, which facilitates the mechanical extraction of oil. Meanwhile, the pressure applied during mechanical extraction has a considerable influence on this same yield. This result is consistent with that of Baryeh (2001) in the context of mechanical palm oil extraction where a progressive increase in pressure leads to a notable improvement in yield.

3.2.2 Analysis of variance

The results of the analysis of variance of oil yield are shown in Table 11.

Table 11. Oil yield variance

	Source
	F
	p

	Model
	9.98
	0.010

	Linear

	Fermentation duration
	50.88
	0.001

	Pressure
	21.30
	0.006

	Roasting duration
	4.97
	0.076

	Square

	Fermentation duration* Fermentation duration
	5.49
	0.067

	Pressure*Pressure
	1.86
	0.231

	Roasting duration*Roasting duration
	0.46
	0.526

	Interaction

	Fermentation duration*Pressure
	1.13
	0.337

	Fermentation duration*Roasting duration
	0.11
	0.752

	Pressure*Roasting duration
	4.34
	0.092


F = Fischer's constant; p = Probability

The results of the variance analyses provide information on the relevance of the effects of the factors defined by the probability value p<0.05 and also on the validity of the model with the value of p=0.001<0.05 (Manohar et al., 2013). It is represented in the form of a Pareto diagram (Fig. 8) to visualize the effect of the factors and interactions on the response. The Pareto diagram classifies the factors and interactions according to their influences on the response. Figure 8 presents the effect of the different factors on the oil yield. A factor whose value exceeds the reference line (red dotted line on the diagram) is significant.
[image: ]
Fig. 8. Pareto diagram of factors and interactions effects

This diagram shows that the effects of A and B are significant in order of importance. On the other hand, the interactions AA, BC, BB, AB, CC, and AC, as well as the factor C do not reveal any significant effect.

3.2.3 Mathematical model

The results obtained are summarized in the form of a second-degree polynomial equation as follows: (Equation 2)



3.2.4 Coefficient of determination

R2 is a factor that provides information on the validity of the model studied (Goupy et Creighton, 2006). The coefficients of determination are R2 = 0.9475 and R2Aju = 0.8523. The values ​​of R2 and R2Aju tend towards 1, which indicates that the model is relatively well explained. There is therefore a good correlation between the real values ​​and the predicted values ​​(Rabier, 2007). 

3.2.5 Main effects diagram

The main effects diagram (Fig. 9) provides information on the simultaneous influence of all factors on oil yield. 

[image: ]
Fig. 9. Diagram of main effects of factors on oil yield

In this figure, fermentation duration and pressure have a significant influence on oil yield. On the other hand, roasting duration has an almost insignificant influence on the response.

3.2.6 Oil yield curve graphs

Using the validated mathematical model and Minitab 21 software, 2D contours are graphically created. These graphs allow to search for more desirable optimal solutions with greater precision and to better assess the results. Contour curves are generated using Minitab 21 software by combining the three factors (A, B and C). Two factors are chosen each time and plotted on the X and Y axes. The response value is represented by a shaded region in the 2D contour plot.

3.2.6.1 Oil yield curve graph: Pressure-Fermentation duration

Figure 10 represents the contour graph of factors A and B. Both factors provide information on the evolution of the response. The combination of the fermentation duration (A) and pressure (B) factors reveals a dark green region in which the yield is higher (> 35%) for a fermentation duration interval between 20 and 21 days.
[image: ]
Fig. 10. Oil yield contour graph: Pressure-Fermentation duration

3.2.6.2 Oil yield curve graph: Fermentation duration-Roasting duration

Figure 11 represents the contour graph of fermentation duration (A) and roasting duration (C). The combination of these factors reveals a dark green region in which the yield is higher (> 32%) for a roasting duration range between 6.8 and 10 minutes.

[image: ]
Fig. 11. Oil yield contour graph: Fermentation duration-Roasting duration

3.2.6.3 Oil yield curve graph: Pressure-Roasting duration

Figure 12 represents the contour graph of factors B and C. The combination of pressure and roasting duration factors reveals a dark green region in which the yield is higher (> 25%) for a roasting duration interval between 5 and 10 minutes.
[image: ]
Fig. 12. Oil yield contour graph: Pressure-Roasting duration

3.2.7 Optimal settings

The optimal conditions proposed by the model are represented in Table 12.

Table 12. Optimal conditions for oil extraction

	Parameters
	Codes
	Level

	Fermentation duration
	A
	(+1)

	Pressure
	B
	(+1)

	Roasting duration
	C
	(0)



This table shows that to obtain the best oil extraction yield from Carapa procera almonds by hydraulic press, factors A (fermentation duration) and B (pressure) are the most important among the four studied. A level (+1) of these factors corresponds to the optimal oil yield.

4. Conclusion

This study aimed to optimize the yield of the oil extraction process from Carapa procera almonds by hydraulic press. To achieve this, an approach combining two robust statistical methodologies was implemented: full factorial designs and Box-Behnken designs. These methodological tools allowed for an in-depth investigation of the influence of the various process parameters and the identification of optimal extraction conditions. The full factorial design method allowed us to identify the factors influencing oil extraction yield. We demonstrated that factors fermentation duration (A), pressure (B), and roasting duration (C), as well as the interactions AB, BD, and CD, have a positive influence on oil yield. Conversely, factor storage duration (D) reduces the quantity of oil. The response surface method, on the other hand, was used to optimize oil yield. It was successfully used to evaluate the effects of fermentation duration, pressure, and roasting duration. To improve oil extraction yield, the following conditions must be met:
· An almond fermentation period of 21 days (+1),
· A pressure of 300 bar (+1), and
· A roasting duration of 7.5 minutes (0).
Looking ahead, we plan to carry out the physico-chemical and biological characterization of the oil.
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